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3M MEDICAL DEPARTMENT, CORPORATE TOXICOLOGY
Protocol for Study No. T-7132.2; ST-39
PHARMACOKINETIC STUDY OF PERFLUOROOCTANE SULFONAMIDE
IN RATS

Study Objective:

The objective of this study is to assess the potential for oral absorption, urinary and fecal
clearance and biological persistence of Perfluorooctane Sulfonamide (PFOSA) in male
Sprague Dawley rats afier a single oral dose. Analysis of the serum, liver, urine and feces
for potential metabolites of PFOSA will be performed by LCMS and perhaps other
methods. Previous studies of the N-ethyl derivative of PFOSA have concluded that
PFOSA is the ultimate metabolite in rats (1,2); however, the analytical technique used in
these studies was unable to detect all potential metabolites, including
perfluorooctanesulfonate (PFOS). No pharmacokinetic studies have yet been done on
PFOSA to resolve this issue and search for other possible metabolites in the urine and
feces. Recently, validated methods have been developed for the quantitation of PFOSA
and its potential metabolite, PFOS, in serum and liver down to the low part per billion
level (3). One goal of this study is to determine the potential for, if occurring, the extent of
conversion of PFOSA to PFOS. This information will help to explain the
pharmacokinetics of NEtFOSE and its metabolites and provide data for proper risk
characterization.

Research Client: 3M Specialty Chemicals Division
3M Center, Building 236
Saint Paul, MN 55144

Sponsor: 3M Specialty Chemicals Division
3M Center, Building 236
Saint Paul, MN 55144

Stieay Location: 3M Strategic Toxicology Laboraioiy
3M Center, Building 270-35-06 room SB314
Saint Paul, MN 55144

Study Director: Andrew M. Seacat, Ph.D.
Toxicology Specialist
3M Medical Dept. / Corporate Toxicology
3M Center, Building 220-2E-02
Saint Paul, MN 55144
Ph.: 651-575-3161 FAX: 651-733-1773

Study Toxicologist. Deanna Luebker, MS
Advanced Research Toxicologist
3M Medical Dept. / Corporate Toxicology - »
3M Center, Building 220-2E-02
Saint Paul, MN 55144
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Ph: 651-737-1374 FAX: 651-733-1773

Proposed Study Timeline
In-Life Start Date: October 4th, 1999
In-Life End Date: November 2nd, 1999
Analytical Completion Date: TBA
Final Report Completion Date: TBA

Regulatory Compliance:

This study will be performed in the 3M Strategic Toxicology Laboratory under a defined
protocol and classified as a “Class B Study” as explained in TOX SOP 0950, Strategic
Toxicology Lab GLP Program Procedure.

Test Material:

Dan Hakes. Product Responsibility Liaison 3M Chemicals Division. will furnish high-purity

PFOSA.

Identification:

Name: Perfluorooctanesulfonamide
Molecular Formula: C4F;,SO,NH,
Lot Number: L-10009 (Prepared by George Moore, 3M SMD Lab, Bldg
236, April 1996)
Purity: Analysis by GCMS determined that the staring material was over
99% pure (4). Qualitative and quantitative compositional results that were
derived from the single trial 'H/**F-NMR cross-integration analysis
revealed that the composition was 65.8% CF3(CF2)x-SO2-NH2 (Normal
chain),18.7% CF3(CF2)x-CF(CF3)-(CF2)y-SO2-NH2 (Internal
monomethyl branch),11.2% (CF3)2CF-(CF2)x-SO2-NH2 (Isopropyl
branch), 3.5% CxF2x+1-CF(CF3)-SO2-NH2 (Alpha branch) and 0.28%
(CF3)3C-(CF3),-SO2-NH; (t-Butyl branch)(5). HPLC/MS characterization
of the PFOSA sample revealed 9,600 ppm of PFOS, 1,100 ppm of
C+F1sSO,NH,, 510 ppm of CoF168O,;NH,, 6,600 ppm of CgF 16H802NH2,
24,000 ppm of C,sF3sHSO,NH,, 1,200 ppm of CgF;sH,SO,NH, and lower
concentrations of several other amides. Based on the sum of the impurities,
the purity of the PFOSA sample would be approximately 96 % (6 &
appendix I).

Stability:
Documentation will be kept on file with the Sponsor.

Storage Conditions:
Upon receipt, test material will be stored tightly sealed at room
icmperature.

Characteristics:
Information on synthesis methods, composition or other characteristics that
define the test material will be kept on file with the Sponsor.
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Animals:
Species: Rat
Strain: Sprague Dawley
Source: Harlan
Age at initiation of treatment: 6-8 weeks

Weight at initiation of treatment: approximately 150-250g
Number and sex: 30 males

Table 1 - Dose Groups

Group Dose N Euthanasia
1 0 mg/kg 15 5 each on days 1, 4
and 29 post dose
2 S mg/kg 15 5 each on days 1, 4
and 29 post dose
Identification: ear tag with animal number or unique tail mark.

AUA Number: 2246

Husbandry:

Housing:
All rats from groups 1 and 2, which are to be sacrificed on day 29 post
dose, will be housed individually in metabolism cages for portions of the
study (see Table 2). When not in metabolism cages, these rats will be
group housed in standard cages. All other rats will be group housed in
standard cages throughout the study.

Diet/Water:
Harlan Teklad LM-485 Mouse/Rat Sterilizable Diet, supplied by Harlan
Teklad, Madison, WI, and tap water will be provided to all rats ad libitum
throughout the study.

Environment:
Environmental controls for the animal room will be set to maintain a
temperature of 72 + 3°F, humidity of 30-70%, a minimum of 10 exchanges
of room air per hour and a 12 hour light/dark cycle.

Dose and Dosing Procedures:

Method of administration/Dose preparation:
A single Smg/kg dose of PFOSA will be administered via oral gavage to
rats in group 2 on day zero of the study. The PFOSA will be prepared from
a stock solution of 100mg/ml PFOSA in acetone A final 0.1% (1ma/mi)
uniform suspension (or emulsion) of PFOSA in 2% Tween 80 and 1%
acetone will be prepared using a 15 ml dounce tissue grinder. A volume of
5 ml suspension / kg body weight will be administered to each rat. Re-
suspension of solids will be performed with 5 strokes of the tissue grinder
pestel before each sample is drawn-up in the syringe for dosing. A single 5
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ml / kg body weight dose of vehicle, 2% Tween 80 and 1% acetone, will be
administered via oral gavage to rats in group 1 on day zero of the study.

Observation of Animals:
Clinical Observations:

Each animal will be observed daily (excluding weekends and holidays) for
mortality and morbidity and notable findings will be recorded. Additional
findings will be recorded as they are observed.

Body Weights:

Each animal will be weighed immediately prior to treatment, weekly
thereafter and immediately prior to euthanasia.

Specimen Collection:

Frequency (See table 2):
Urine and feces collections will be made on days 1 - 4 post dose
Necropsies will be performed on days 1, 4 and 29 post dose.

Table 2 - Schedule
Sun Mon Tues Wed Thurs Fri Sat
Oct 3 Oct 4 Oct S Oct 6 Oct 7 Oct 8 Oct 9
day 0 day1PD [ day2PD |day3PD |day4PD | daySPD
DOSING | Collection, | Collection | Collection | Collection
Dy 1PD Switch to
sac reg cages.
Dy4PD
sac.
Oct 10 Oct 11 Oct 12 Oct 13 Oct 14 Oct 15 Oct 16
day6PD | day7PD |day8PD | day9PD | day10PD | day 11 PD day 12 PD
Oct 17 Oct 18 Oct 19 Oct 20 Oct 21 Oct 22 Oct 23
day 13 PD | day 14 PD | day 15 PD | day 16 PD | day 17 PD | day 18 PD | day 19 PD
Oct 24 Oct 25 Oct 26 Oct 27 Oct 28 Oct 29 Oct 30
day 20 PD | day 21 PD | day 22 PD | day 23 PD | day 24 PD | day 25 PD | day 26 PD
Oct 31 Nov 1 Nov 2
day 27 PD | day 28 PD | day 29 PD
Dy 29
PD sac.

Method of Specimen Collection:

Urine and feces will be collected from each metabolism cage at the
designated times. The initial volume of urine will be recorded, the sides of
the urine collection apparatus will be washed with approximately 5-10ml
deionized water and the final volume of urinc wi! be brought to 15 ml with
additional deionized water. Daily feces weight will be recorded for each
animal. At the designated times, animals will be euthanized by CO; and
gross necropsy performed. During necropsy, blood (= 6 ml) will be
collected via the abdominal aorta and transferred to blood collection tubes
without anticoagulant. Blood samples will be allowed to clot for a period
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of 15 to 30 minutes at room temperature and the clot will be spun down in
a centrifuge at 1100 x g for 5 minutes. The serum will be transferred to
labeled 1.5 ml microfuge tubes and centrifuged again at 2000 x g to
remove any remaining red blood cells. Each sera sample will then be
transferred to a separate labeled polypropylene microfuge tube and frozen
indryice. Livers will be removed, weighed, placed individually into
labeled sterile sample bags and flash frozen in liquid nitrogen then
maintained on dry ice.

Specimen Handling:

Specimens will temporarily be stored in a freezer set to maintain -60 to -
80°C. For metabolite analysis, these specimens will be packed in dry ice
and shipped to:

Kris Hansen, Ph.D.

3M Environmental Technology and Safety Services
935 Bush Avenue

St. Paul, MN 55133-3331

Ph: 612-778-6081, FAX: 612-778-6176.

All results will be provided for inclusion in the final report.

The number, type and date of collection of specimens to be generated for
analysis are as follows:

Table 3 - Specimens

Specimen day 1 day 2 Day 3 day 4 day 29 | Total
post post post post post
dose dose dose dose dose
Serum 10 10 10 30
(5/group/day)
Liver 10 10 10 30
(5/group/day)
Urine 10 10 10 10 40
(5/group/day)
Feces 10 10 10 10 40
(5/group/day)
Data Analysis:

Data collected on parent compound and identifiable metabolites will be analyzed for
toxicokinetic parameters and for statistically significant differences between groups using
ANOVA and /or Students T-test.

5
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Responsibilities:

Deanna Luebker and Andrew Seacat will be responsible for dosing the animals,
collecting in-life specimens, performing the necropsies and collecting and sending
tissue specimens for analysis.

Kris Hansen, 3M Environmental, will be responsible for analytical evaluation of the
Andrew Seacat will draft a final report and ensure the report receives appropriate 3M
review before a final report is issued.
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Signatures:
i T, Rewead /o/z 2z /a4
Andrew M. Seacat Ph.D. Date
Toxicology Specialist
Study Director
e 10(27 /99
Deanna Luebker, MS Date
Advanced Research Toxicologist
Study Toxicologist
’\ /— * | Q ’/
el Cligoh 4/ /e
e AR Lx I
Sponsor Representative Date
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Appendix I:

Tel: 736-0665
201-1W-29 Corporate Analytical Technology Center

To: Larry A. Wendiing/US-Corporate/3M/US
cc. Andrew Seacat/US-Corporate/3aM/US
Subject: Characterization of PFOSA Sample for Toxicology

Larry,

| have completed the HPLC/MS characterization of the PFOSA sample (T-7132-, L-10009
prepared by G. Moore 4/36) that is proposed to be used for the animial feeding study. |
found 9,600 ppm of PFOS, 1,100 ppm of C7F15SO02NHg, 510 ppm of CgF19SO2NH4,

6,600 ppm of CgF41gHSO2NH, 24,000 ppm of C4gF36HSO2NH3, 1,200 ppm of
CgF15H2S02NH3 and lower concentrations of several other amides. Based on the
sum of the impurities, the purity of the PFOSA sample would be approximately 96 %.

I've thought a little more about apparent presence of C4gF3gHSO2NH5 in the sample. The

identification of this compound was based primarily on the observed molecular weight and
the relative elution order in the chromatogram. Rather than C{gF3gHSOoNH,, it seems

more probabie that this compound is actually (CgF17S02)oNH. Confirmation of this

identification will require additional analyses. | also need to think more about whether the
other partially hydrogenated perfluoroamides may actually be of this

The PFOS was quantified using a standard curve prepared by analyzing PFOS standards so
its concentration should be accurate. The amide impurities, however, including the partially
hydrogenated amides, were all quantified using a PFOSA standard curve assuming that they
had the same mass spectral response factor as did PFOSA. While this assumption will
introduce some error to the quantitative data, it is the best we can do since we do not have
standards for each of these amides. Also, this calculated purity assumes that all of the
impurities are amenable to HPLC and are detected by the analysis. While not always true,
this sample was analyzed by Rick Payfer using GC/MS and by CATC using our GC method.
Neither of the analyses found volatile or semivolatile impurities, e.g., N-methyl FOSE, N-
ethyl FOSE, etc. at concentrations greater than 50 ppm.

I also carried out a semiquantitative assessment of the purity of the PFOSA by comparing
the PFOSA response to a PFOSA standard curve. Using this technique, the purity of the
PFOSA sample was found to be 118 %. These analyses were carried out in duplicate, with
triplicate injections of each solution, so they should be relatively accurate as analytical
variation would be averaged. In general, however, it is not highly accurate to use a
chromatographic method to quantify a relatively pure material due to the extremely large
dilution factor, in this case >100,000, that must be applied. It is not expected that
instrumental variation would bias the purity high. It is possible that the purity of the sample
is actually higher than the purity of the PFOSA that we are using as a standard! If this were
true, the purity would be determined to be > 100%.

Andrew Seacat has reviewed the concentrations of the impurities that were determined and

calculated that the concentration of PFOS will not adversely affect the study. At 9,600 ppm,
he calculates that the rats receiving 3 mg/kg/day would ingest app. 0.20 mg PFOS total in
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Appendix I Continued:

28 days assuming a 0.25 kg rat. If we further assume that 30 % of that is deposited in the
liver (based on previous feeding studies) and liver is approximately 12 grams, then the
predicted concentration in the liver from the residual PFOS would be 200 ug PFOS x 0.3/ 12
g liver weight = 5 ug/gram, or 5 ppm, which in itself should not impose any toxicological
consequences. Any PFOS measured significantly over that could be attributed to
metabolism of PFOSA to PFOS.

He believes that the 1-H and 2-H perfluoro amides are interesting as they may be subject to
metabolic attack, however these amides should be analytically distinct from the
Perfluorinated species on down the line, and would not amount to a foreseeable toxic
concentration and therefore would be acceptable if no other substitute can be prepared.
Andrew is still thinking about whether the (CgF17S02)oNH will have a negative impact on

the study.

Please give me a call at 6-0665 1t you have any questions conceming our analyses or if i can
provide additional information.

Fred L.. DeRoos
CATC

10
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Laboratory Report

Analytical Report of Data for
PFOSA Pharmacokinetic Study in Rats
(Sera and Liver)

Laboratory Report No. FACT-TOX-145 (W2814)
Requester Project No. T-7132.2

Testing Laboratory

3M Environmental Technology & Safety Services
3M Environmental Laboratory
Fluorine Analytical Chemistry Team (FACT)
2-3E-09
935 Bush Avenue,
St. Paul, MN 55106

Laboratory Contact

Kris Hansen, Ph.D.
Bldg. 2-3E-09
P.O. Box 3331
St. Paul, MN 55133-3331
Phone: (651) 778-6018
FAX: (651) 778-6176

Requester

Andrew Seacat and Deanna Luebker
3M Company
Toxicology Services
220-2E-02
St. Paul, MN
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This study was designed to preliminarily assess the adsorption and metabolism by the Sprague Dawley rat of
the perfluorooctanesulfonyl amide (PFOSA, CsF1,SO,NH,, CAS # 31506-32-8). Test animals were dosed by
oral gavage with 5 mg/kg of PFOSA suspended in 2% TWEEN 80; control animals were given 2% TWEEN
80 with no PFOSA. Subsets of the dosed group and the control group were sacrificed on day 1, day 4, and
day 29 post-dose. Sera and liver collected from the sacrificed animals were sent to the Environmental Lab
and analyzed quantitatively for perfluorooctane sulfonate (PFOS, CsF1,SO57, CAS # 2795-39-3), PFOSA, and
perfluorooctanoate (POAA, C;FsCO;, CAS # 2991-51-7).

PFOS and PFOSA were detected in the livers of all dosed animals. PFOS levels were highest in the day 4
group, but even liver from animals sacrificed 29 days post dose were determined to contain high levels of
PFOS. PFOSA levels in the livers of the dosed animals were highest in the group sacrificed on day 1; on day
29, the average PFOSA level was approximately 2.5 % of the day 1 levels. POAA was not detected above
the limit of quantitation in the livers of dosed animals.

As in the liver extracts, sera extracts collected 4 days post-dose evidenced the highest PFOS levels. Serum
PFOSA levels decreased from day 1 to day 4 to day 29; on day 29, sera from four out of five animals did not
contain PFOSA above the limit of detection. POAA was detected in the sera of animals collected on day 1
and day 4. Screening studies of the dose material suggest that a small amount of POAA was present in the
PFOSA dosing solution.

PFOSARB, (CsF1,50,),NH, was detected in the livers of dosed animals. This analyte was also present in the
solution used to dose the animals. No investigations of PFOSAB in the sera were conducted.

The solution used to dose the test animals was analyzed to confirm the theoretical dose levels. The PFOSA.
concentration in the TWEEN 80 solution was determined to be 1330 +/- 400 pg/mL. PFOS and POAA were
also identified in the dose solution. The concentration of PFOS was estimated to be approximately 18.5
ng/mL; POAA levels are approximated at 2.5 pg/mL. PFOS and POAA data were collected from a single
analysis and should be considered to be of screening quality only. A more thorough characterization of the
material used to dose the animals was requested by 3M Toxicology and was conducted by Fred Deroos prior
to initiation of the study. Results of this more comprehensive characterization are available from the
requestors.

Although rigorous quality control measures and 3M Environmental Laboratory Standard Operating
Procedures were followed, the acquisition of this data was not necessarily collected according to applicable
Good Laboratory Practices. Neither the dose material nor the analytical standards were given a certificate of
analysis; dose material was characterized by NMR and LCMS and the analytical standards were
characterized by NMR. The data presented here is not suitable for distribution to any govemment agency in
defense of product suitability or safety. This data is the highest quality data available at this time.

On 10/6/99, 10/8/99, and 11/1/99 Deanna Luebker from 3M Toxicology Services shipped rat urine, feces,
liver, and sera, samples to the FACT group in the 3M Environmental Laboratory, samples were received
frozen on dry ice and were stored at -20° C.

There is no holding time criteria associated with these samples for LC/ESMSMS analysis.

2C0F6
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Analytical methods
ETS-8-4.1, Extraction of Potassium Perfluorooctanesulfonate or Other Fluorochemical Compounds from
Serum for Analysis Using HPL.C-Electrospray/Mass Spectrometry
ETS-8-6.0, Extraction of Potassium Perfluorooctanesulfonate or Other Fluorochemical Compounds from
Liver for Analysis Using HPLC-Electrospray/Mass Spectrometry
ETS-8-5.1, Analysis of Potassium Perfluorooctanesulfonate or Other Fluorochemicals in Serum Extracts
Using HPLC-Electrospray/Mass Spectrometry
ETS-8-7.0, Analysis of Potassium Perfluorooctanesulfonate or Other Fluorochemical on Liver Extracts
Using HPLC-Electrospray/Mass Spectrometry

Sample preparation ~-HPLC/ESMSMS: ion-pairing extraction
Analyte is extracted from sample matrix with ion pairing reagent [tetrabutyl ammonium hydrogen sulfate
(TBA)] in a pH~controlled environment. The cationic reagent selectively targets anionic fluorochemicals.
Once the anion-TBA pair is formed, the analyte is transferred into a non-polar organic solvent (methyl-tert-
butyl ether), dried, and reconstituted in methanol for MS analysis.

HPLC/ESMSMS
In HPLC, an aliquot of extract is injected and passed through a reverse phase liquid chromatographic
column. Based on the affinity of the analyte for the stationary phase in the column relative to the liquid
mobile phase, the analyte is retained for a characteristic amount of time. For example, in a standard
solution PFOS may elute at 8.0 minutes. Retention times between a standard PFOS solution and the
analyte extracted from tissue in this analysis were matched on the HPLC system to within 1%.

Following HPLC separation, ESMSMS provides a rapid and accurate means for analyzing a wide range of
organic compounds, including flucrochemicals. Electrospray, an ionization technique used primarily for
detection of molecular ions, is generally operated at relatively mild temperatures. Molecules are ionized,
and a primary ion, characteristic of the analyte, is selected. This ion is bombarded with high-energy gas,
subsequent collisions create smaller secondary ionic fragments unique to the primary ion, which are
detected.

For example, for PFOS (CsF,,S05") analysis, ion 499 is selected as the characteristic primary ion. This ion
is fragmented into other ions such as 80 amu (corresponding to SO5), and 230 amu (CsFeSO5). Each of
these secondary fragments is detected and can be used to differentiate PFOS from other compounds that
might have the same characteristic 499 amu primary ion, but different chemical compositions and
secondary ion fragmentation patterns.

4.1 Calibration

Quantitation of the target analytes is based on linear regression analysis (weighted 1/x) of two extracted
matrix curves bracketing each group of samples. Quantitation of each analyte is based in the response of
one or more specific daughter ions using the multiple response-monitoring mode of the instrument.

A mid-level, extracted matrix calibration check standard is analyzed every 5-10 samples to monitor
instrumental drift. Calibration check standards are compliant if instrumental response is within +/- 30% of
the expected value.

3OF6

000515




4.2

4.3

4.4

4.5

4.6

Blanks

Two extraction blanks, utilizing water as surrogate matrix, are extracted with each batch of samples.
Additionally, two samples of blank matrix (both liver and sera) are extracted along with each batch of
samples and curves.

Blanks are compliant if no target analyte is detected above the limit of detection for a specific analyte. In
this study, all blanks were compliant.

Surrogates

Tetra-hydroperfluorooctanesulfonate is used as a sumrogate in this analysis. Surrogate response is
monitored to confirm gross instrumental failure, if necessary. In the non-diluted samples, the surrogate
response was acceptable (+/-50%) for all analyses.

Matrix Spikes

Duplicate matrix spike analyses utilizing all target analytes were prepared and analyzed for one control
animal. With one exception, PFOS recoveries were within the acoeptable range of 70-130%. One liver
matrix spike showed a 66 % recovery for PFOS. All PFOSA matrix spike recoveries were acceptable for
PFOSA. AsPOAA was not a target analyte in this analysis, no matrix spikes were prepared. Although the
recovery of POAA from sera and liver has been verified for other studies, POAA results should be
considered screening quality only.

One matrix spike was prepared for each of the target analytes in the dose verification study. Spike recovery
for PFOSA was 130%, PFOS was 115%, and POAA was 121%.

Laboratory Control Samples
Laboratory Control Samples are not a component of this study.

Sample Related Comments

Other matrices submitted with this study will be analyzed as needed upon written request from the
sponsors. In the event of further analysis, an additional report will be generated.

Dose verification was conducted by evaluating diluted aliquots of the dose against an unextracted standard
curve. Triplicate dilutions of the TWEEN 80 dose solution were analyzed for determination of PFOSA; a
single dilution was analyzed for determination of PFOS and POAA.

The table of results detailing the sera analysis is available in Attachment A. Results of the liver analysis are
presented in Attachment B.

PFOS and PFOSA were detected in the livers of all dosed animals. PFOS levels were highest in the day 4
group, but even day 29 group animals were determined to contain high levels of PFOS. PFOSA levels in the
livers of the dosed animals were highest in the group sacrificed on day 1; on day 29, the average PFOSA level
was approximately 2.5 % of the day 1 levels. POAA was not detected above the Limit of quantitation in
dosed animals,

As in the liver extracts, sera extracts collected 4 days post-dose evidenced the highest PFOS levels. Serum
PFOSA levels decreased from day 1 to day 4 to day 29; on day 29, sera from four out of five animals did not
contain PFOSA above the limit of detection. POAA was detected in the sera of animals collected on day 1

and day 4. Screening studies of the dosematerialsuggestthatasmallamoumofPOAAwasprsemmmc
PFOSA dosing solution.

PFOSAB was detected in the livers of dosed animals. This analyte was also present in the solution used to
dose the animals. No investigations of PFOSAB in the sera were conducted.
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The solution used to dose the test animals was analyzed to confirm dose levels. The PFOSA concentration in
the TWEEN 80 solution was determined to be 1330 +/- 400 pg/mL. PFOS and POAA were also identified in
the dose solution. The concentration of PFOS was estimated to be approximately 18.5 pg/mL; POAA levels
are approximated at 2.5 pg/mL. PFOS and POAA data were collected from a single analysis and should be
considered to be of screening quality only.

No circumstances existed during the present study that would have adversely affected the quality or integrity
of the data. The following data quality objectives were followed during the study:

¢ Lineanity — The correlation coefficient (r"2) of the standard curve was equal to or greater than 0.98 using
1/x weighting,

*  Limits of detection (defined as % the LOQ) - PFOS in sera is 4.88 ng/ mL; PFOS in liver is 15.3 ng/g,
PFOSA in serais 2.47 ng/ mL; PFOSA in liveris 6.2 ng/ g

¢ Limits of quantitation (defined as the lowest extracted standard accurate to within 30% of theoretical
value) - PFOS in sera is 9.76 ng / mL; PFOS in liver is 30.7 ng / g; PFOSA in sera is 4.93 ng / mL;
PFOSA inliveris 124ng/g

¢ Duplication frequency/acceptable precision - < 30%

»  Spike frequency/acceptable recoveries ~ 70% to 130%; PFOS recovery was 66 % for a single matrix
spike in liver (see Section 4.4)

¢ Use of confirmatory methods — no confirmatory methods were used

*  Demonstration of specificity — specificity was demonstrated by chromatographic retention time and mass
spectral characterization of a single product ion

Given the parameters listed above, and assuming spike recoveries form a suitable indication of endogenous
analyte recovery, data are quantitative to +/- 30%. The validity of this assumption has not been verified by
other techniques.

Attachment A: Table of results of sera analysis
Attachment B: Table of results of liver analysis
Attachment C: Sample receipt

Attachment D: Screening results of dose verification
Attachment E: Extraction and analytical data
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Lisa Clemen, Advanced Chemist Date

%)éu /47[;___“ 12/06/44
Kiris Hansen, Ph.D., Principal Analytical Investigator Date
6 OF6

000518



Laboratory Report

Analytical Report of Data for
PFOSA Pharmacokinetic Study in Rats
(Sera and Liver)

Laboratory Report No. FACT-TOX-145 (W2814)
Requester Project No. T-7132.2

Attachment A
Table of Results - Sera Analysis
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FACT-TOX-145

Sudy: TOX-145 Phamuacokisetic Study of PFOSA is Rats.
+ Number(Test Substance): 171322
Matrix: Rat Serum
Method/Revision: ETS-34.1 :ad ETS-$5.1
Aualytical Equipment System Number: Soup 020199, Davey 070799, Ameliz 062498
Iastrument Software/Version: Masstynx 3.3
Fileaame: See Attachments
R-Squared Valee: See Atiachments
Siope: See Antachments
Y-Indercept: Sce Attachments
Dates of Extraction/Azalyst: 10119199, 11/0399 SEEMCH
Dates of Analysiv/Asalyst: 10/19/99, 10/25/99, 10/27/99, 11704199, 11/05/99 MMH/IAS
Date of Data Redaction/Analyst: 102099, 1026/59, 10/28/99, 11/05/99, 11/08/99 TAS/MMH
Sample Data
RAT SERUM
Grop Sample # PFOS FFOS Average RSO TOAA TFOAA Average RSD PFOSA PFOSA Average RSD
Dese Conc. Reperied | PFOS Std. Dev. Conc. Reported POAA Std. Dev. Couc. Reperted PROSA Std. Dev.
ag/ml s/l wpml. | MwmsD RPD sp/mL ap/mL ag/ml RPD ag/mi ng/ml wg/mL MS/MSD RP
Mothod BIk H20 BI-10199-11 000 <L0D NA NA 0.4%0 40D
H20 BIk-10195-11 0.00 <LOD <L0D <LOD NA NA NA NA 0320 <LOD <LOD <LOD
H20 BR-11033-9 000 <L0D 000 <10D 0450 <10D
H20 Bik-11039-9 000 <LOD <LOD <LOD 0.00 <LOD <LOD <LOD 0320 <LOD <LOD <LOD
‘Maurix Bik RBS10199-Sera BIk-11 000 <LOD NA NA 0.00 <L0D
RBS10199-Sera Bik-11 000 <LOD <1.0D <L0D NA NA NA NA 0.00 <LOD <100 <LOD
RTS1099-Scrs Bik-11 T <L0D NA NA 0.3%0 <L0D
RTS10199-Sera Bik-12 0.00 <LOD <LOD <LOD NA NA NA NA 0320 <LOD <1.0D <L0D
RBS11039-5cr3 BIK-9 0.00 <LoD 000 <L0D 000 <LOD
RES11035-Sera BIx-9 0.00 <LOD <LOD <LOD 0.00 <LOD <LOD <L0D 0.00 <LOD <LOD <LOD
[ RT510199-250 ppo-MS-11 ™ % RA WA 1] %
250 ppb RTS10193-250 pob-MSD- 11 243 "% 9% % NA NA NA NA 264 106% 102% ™
RTS11039-250 ppb-MS 9 % 5% NA NA 246 %
RTS11039-250 ppb-MSD-10 n 69% 7% % NA NA NA NA 23 9% 99% %
Growp 1 FRO3130M, Day! o0 0D 000 <LOD T4l <10D
00mpy 9R0323IM, Dayl 000 <LOD 0.00 <LOD om0 <LOD
$R03232M, Dayl 000 <LoD : 0.00 <LOD 0330 <LOD
9R032IIM. Dayl 000 <LOD 0.00 <LOD 0.340 -<LOD
9NOI2I4M, Dayl 000 <LOD <LOD <LOD 0.00 <LOD <LOD <LOD 0300 <LOD <LOD <1.0D
Group 1 IROIZISM, Dayt 500 <100 0.00 <00 0430 0D .
0ompyg SR03236M, Dayé 0.00 <LoD 0.00 <1.0D 029 <D
9R0323TM, Day4 000 <LOD 000 <L0D 0430 <LoD
9IROIZIBM, Day4 000 <L0D 000 <LOD 0320 0D
9RUIZIIM, Days 000 <LOD <LOD <LOD 0.00 <LOD <LOD <LOD 0,270 <LOD <LOD <LOD
Group 3 SROI240M, Day29 000 30D NA NA 000 <L0D
00mpiyg 9R032¢1M, Day29 0.00 <LOD NA NA 000 <L0D
IRO3I24IM, Day29 0.00 <LOD NA Na 000 <Lop
9R03243M, Day29 000 <LOD NA NA 0.00 <LOD
9R0I244M. Day29 0.00 <LOD <LOD <LOD NA NA NA NA 0.00 <LOD <LOD <LOD
Croup 4 SROIZ4SM, Day! 13 [ 108 0.108 760 0360
somghg 9R03246M, Day} 216 108 147 0.147 a1 0437
‘ 9RO3247M, Dayl 187 935 128 0128 25 0.255
| IRO3248M, Dayl 133 6.65 219 103 0.103 146 34 0334 4
| 9R03249M, Dy | 147 734 322 180 120 0.120 0.121 00177 m 0277 0313 00764
‘ Gresp S IRO3250M, Dayd 156 778 L) 0.0680 613 50613
| Somghyg 9R03251M, Dayd 158 748 674 00674 583 0.0583
9RO3252M, Days 26 13 105 0.t05 753 0.0753
9ROIZ54-IM, Dayd 1n s.61 181 108 0.101 10 0.7 0.0607 n2
9RO3254-2M, Dayd 133 191 .62 156 14 0.0814 00345 0.0177 390 0.05%0 00629 000702
Groop & SRO3I55M, Day2d 159 359 NA NA 0140 <I0D
5.0 mghg ROI256M, Day29 9 30 NA NA 120 <LOD
9R03257M, Day29 404 a0t NA NA 109 <LoD
9RO3258M, Day29 an 4“3 N4 NA NA 116 <LOD
IR0I2SIM, Day29 7% 7.36 4.62 1.54 NA NA NA NA 501 0.00501 000501 NA
j Tt of Quastitation (LOQ): PFOS = 5.55 og/mL, POAA = 493 ag/mL, PFOSA = 4.79 ag/ml FFOS = Parflaorooctanceulfonste
Limit of Detection (LOD): PROS = 174 sg/ml.. POAA = 24.7 ngul, PFOSA = 1.51 sg/ml. POAA = Perflvomoctanoate
PPOSA = Perfisorooctanesulfoaamide
Dot Eered/By:  1021/99, 1072999, 1105/99 LAC. 110099 GML NA = Not Applicable or Not Analyzed
Q Deie Verifiod’ By: 111699 GML NS = Not Spiked
ETS$5.1
TOX-145-sera xlis 11/30/99
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Laboratory Report

Analytical Report of Data for
PFOSA Pharmacokinetic Study in Rats
(Sera and Liver)

Laboratory Report No. FACT-TOX-145 (W2814)
Requester Project No. T-7132.2

Attachment B
Table of Results - Liver Analysis

A
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FACT-TOX-145

Study: TOX-145 Pharmacokinetic Study of PFOSA in Rats.
Product Number(Test Substance): T-7132.2
Matrix: Rat Liver . Filename: See Attachments
Method/Revision: ETS-8-6.0 and ETS-3-7.0 R-Squared Value: See Attachments
Analytical Equipment System Number: Soup 020199, Amelia 062498 Slope: See Attachments
Instrument Software/Version: Masslynx 3.3 ' Y-Intercept: See Attachments
Date of Extraction/Analyst: 10/13/99, 11/04/99 SEERWW/SAL
Date of Analysis/Analyst: H/15/99, 10/19/99 MMH, 11/05/99 IAS, 11/10/99 [AS
Date of Data Reduction/Analyst: 10/18/99, 10720/99, 11/08/99, 11/11/99 LASMMH
Sample Data
RAT LIVER
Group Sample ¥ —PFOS Total Amownt Average RSD. PFOSA Total Amount Average —RSD ]
Dose Calke. Conc. of PFOS PFOS Std. Dev. Caic. Conc. of PFOSA PFOSA Std. Dev.
agg upg uy'g MS/MSD RPD nyg g uy'g MS/MSD RPD
Method Bik H20 Bik-11 0.00 <LOD 0.00 <LOD
H20 BIk-11 0.00 <LOD <LOD <LOD 0.00 <LOD <LOD <LOD
H20 BIk-2 0.00 <LOD 0.00 <LOD
H20 Bik-2 0.00 <LOD <LOD <LOD 0.00 <LOD <LOD <LOD
Matrix Blk RBL10199-Liver Blk-11 0.00 <LOD 0.00 <LOD
RBL10199-Liver Blk-11 0.00 <LOD <LOD <LOD 0.00 <LOD <LOD <LOD
RBL10199-Liver Blk-2 1.86 <LOD 0.760 <LOD
RBL10199-Liver Blk-2 0.00 <LOD <LOD <LOD 0.00 <LOD <LOD <LOD
9R03230M, Day!-MS-11 276 2% 313 104%
250 ppb 9R03230M, Dayl-MSD-11 264 88% 90% 5% 283 4% 99% 10%
9RO3235M, Day4-MS-12 226 % 229 76%
9R03235M, Day4-MSD-12 216 2% 73% 5% 215 1% 74% 7%
9R03240M, Day29-MS-1 212 2% 352 119%
9R03240M, Day29-MSD-2 191 65% 63% 10% 330 112% 116% 7%
Group | 9R03230M, Day| 0.00 <LOD 0.00 <LOD
0.0 mg/kg 9RO323IM, Dayl 0.00 <LOD 0.00 <LOD
9R03232M, Dayl 0.00 <LOD 0.00 <LOD
9R03233IM, Day! 0.00 <LOD 0.00 <LOD
9R03234M, Day! 0.00 <L.OD <LOD <LOD 0.00 <LOD <LOD <LOD
Group 2 OR03235M, Dayd 0.00 <LOD 2.35 <LOD
0.0 mprkg SR03236M, Day4 0.00 <LOD 0.00 <LOD
9RO3250M, Day4 295 0.0295 . 20 0.0220 .
9R03238M, Day4 22.0 <LOQ 4.66 <LOD
9R03239M, Day4 0.00 <LOD <LOQ <LOQ 0.00 <LOD <LOD <LOD
Group 3 9R03240M, Day29 0.00 <LOD 257 <LOD
0.0 mg/kg 9R03241M, Day29 0.00 <LOD 7] <LOD
9R03242M, Day29 0.00 <LOD 0.724 <LOD
9SR03243M, Day29 0.00 <LOD 0.162 <LOD
9R03244M, Day29 0.00 <LOD <LOD <LOD 0.00967 <LOD <LOD <LOD
Group 4 SR03245M, Dayl 23660 237 B021 6.02
5.0mg/kg 9R0I246M, Dayl 32260 323 7015 1.0
9R03247M, Dayl 36179 36.2 6239 624
9R03248M, Day! 21200 2i.2 2.7 6657 6.66 16.0
9R03249M, Day) 27829 278 28.2 6.12 8811 8.81 6.95 111
Group 5 9RO3237M, Day4 36791 368 - 3523 3.52 .
5.0 mg/kg SR03251M, Day4 32619 326 3470 kX ¥4
9R03252M, Day4 42606 426 3959 3196
SR03253M. Day4 36945 369 9.56 3454 345 828
9R03254M, Day4 38268 3383 374 1.58 4105 4.11 370 0.307
Group 6 SR03255M, Day29 30305 203 85,5 00835
5.0 mg/kg 9R03256M, Day29 20638 206 175 0175
9R03257M, Day29 22025 20 104 0.104
9R03258M, Day29 26172 262 173 142 0.142 530
9IR03259M, Day29 29867 29.9 238 412 303 0.303 0.162 0.0859
Limit of Quantiation Limit (LOQ): PFOS = 26.9 ng/g, PFOSA = 11.1ng/g PFOS = Perfl ulionate
Limit of Detection (LOD): PFOS = 8.45 ng/s. PFOSA = 1.50 ng/g PFOSA = Perfluorcoctanesulfonamide
* Samples numbers may have been switched 3237 should be 3250.
@'Thsemvlumlybeﬁakelyhiﬂn.duwwvyovcrﬁwn:aidenmly
Date Entered/Analyst: 10721799, 1022/99, 11/15/99 LAC, 11/08/99 GML switching 3237 and 3250 GML 11/16/99
Date Verified/Analyst:  11/16/99 GML
ET5-8.7.0 unwee
Excel Version 595 TOX-145-liver.xis 9:33 AM
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Laboratory Report

Analytical Report of Data for
PFOSA Pharmacokinetic Study in Rats
(Sera and Liver)

Laboratory Report No. FACT-TOX-145 (W2814)
Requester Project No. T-7132.2

Antachment C
Sample Receipt
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10/06/1999 j{\ 3M ENVIRONMENTAL LABORATORY 1
REQUEST FOR ANALYTICAL/FIELD WORK

LAB REQUEST NO. W2814 CONTRACT LAB(S):
REQUESTOR NAME: DEANNA LUEBKER EXP COMP DATE: 12/30/1999
DEPARTMENT: 0227 DATE COMPLETED:

PROJECT NO: 0010535009 PROJECT LEAD: KJ HANSEN
DATE RECEIVED: 10/06/1999 PHONE NO: 651-778-6018
DESC: PFOSA PK STUDY IN RATS TOX-145 3M FAX NO: 651-778-6176

220-2E-02,7-1374

KJH-SPEC SPECIAL STUDY - KJH #

# = UPDATED DATA

8<
N

000524
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TOX-145 SAMPLES RECEIVED

o / Barbara A. Gramenz
10/07/99 10:08 AM

ET&SS Lab
2-3E.09

Fax: 778-6176

To: Kari J. Rambo/US-Corporate/3M/US@3M-Corporate
Grant A. Paul/US-Corpcrate/3M/US@3M-Corporate
Lisa A. Clemen/US-Corporate/3M/US@3M-Corporate
Kris J. Hansen/US-Corporate/3M/US@3M-Corporate

cc:
Subject: TOX-145 SAMPLES RECEIVED

On 10/6/99 we received 10 Liver, 10 Sera, 20 Feces and 20 Urine Samples for days 1 & 2 from
3M TOXICOLOGY. FACT- TOX -145. LAB REQUEST # W2814. PFOSA PK Study in Rats
(T-7132.2). Samples received frozen on dry ice and have been stored in Freezer F.-16 at

-20+\-10C.

Barb
Yo re LA ey, [e N(‘///ML"' /0/7/?7 '-lah/
Printed 10/07/99 [3M Restricted] Page 1



PFOSA PK STUDY IN RATS
TOX-145 LR# W2814
DAY 1 DATE 10/5/99 Gen. MALE POST DOSE

URINE ID# FECES ID# LIVERID# SERAID#

9R03240 9R03240 9R03230 9R03230
9R03241 9R03241 9R03231 9R03231
9R03242 9R03242 9R03232 9R03232
9R03243 9R03243 9R03233 9R03233
9R03244 9R03244 9R03234 9R03234
9R03255 9R03255 9R03245 9R03245
9R03256 9R03256 9R03246 9R03246
9R03257 9R03257 SR03247 9R03247
9R03258 9R03258 9R03248 9R03248
9R03259 9R03259 9R03249 9R03249

DAY 2 DATE 10/6/98 Gen.MALE POST DOSE

URINE ID# FECES ID#

9R03240 9R03240
9R03241 9R03241
9R03242 9R03242
9R03243 9R03243
9R03244 9R03244
9R03255 9R03255
9R03256 9R03256
9R03257 9R03257
9R03258 9R03258
9R03259 9R03259
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BEST COPY AVAILABLE

N ! 3M Requester
Chalq of Custody Record 09303 D annir. Lu(bd}" j
3M Environmental Laboratory 3M Project Lead
Form 35176 - PWO ﬁrww) SCOW
3M Facility 3M Project Title IM Froject Number
Corpvate To¢ PRt PK TS, T-132.0 wiewss | F-289-2 00I0535009
220-26-0 2 Neanvo Luaidr 0297
Cuty. State. Zip Code 3M Telephone Number tab RequestTemplate Numver
1-1374 L/
Sampied By (Prnd) Contactor Number Containers | o [] Samples Split See Attachment
f h 2
Sa@gsenﬂjgn/ L(,l(b;d// Date p,:,e:fives g 5 Comments
@W /00y (79 TTs1s 8%
ftem Df:c':‘igtfon Date | Time | Matrix | 5|2 % 3|8 §:§
Dy A AOSU (L ae,  In/S oM iltrin& 10 1S confrof , S SM(//,/(J PALH) ety | ~
2 Ipya e v 1t bl g |UrnG, “ 11 Y < R3O
3 Dy ASHDSC el YolS | gom | ficcS “ ‘e \Smy1Ky PR A
4 Du,D. e n 7 0o frees “ ‘¢ _/ AR3354-59
5 n// PaSt A0SG LT | olS Lo " 0 ol qus-'Ijoc;;sH‘
¢ |0 AitrowS Sen . | s (gom [ Soon “ le I SmgiryPRSA aROFY
7
8 \\\\.
9 I — —
10 -
11 " 4T
12 [ . _#/:EF’
13 4 T
Item # Relinquished By/Affiliation Time Date Shipped Via Received By/Affiliation Time Date
L Drannc ol O 104 (44 /ZM&%:@%I e

Ouginat - AcComparsy g Sartiic - ast Ve Gt See Reverse Side For Instructions



TOX-145 SAMPLES RECEIVED

S

T / Barbara A. Gramenz
10/11/99 11:54 AM

ET&SS Lab
2-3E-09

Fax: 778-6176

To: Kari J. Rambo/US-Corporate/3M/US@3M-Corporate
Grant A. Paul/US-Corporate/3M/US@3M-Corporate
Lisa A. Clemen/US-Corporate/3M/US@3M-Corporate
Kris J. Hansen/US-Corporate/3M/US@3M-Corporate

cc:
Subject: TOX-145 days 3&4 SAMPLES RECEIVED

On 10/8/99 we received 10 Liver, 10 Sera, 20 Feces and 20 Urine Samples for day 3 10/7/99 &
day 4 10/8/99 from 3M TOXICOLOGY. FACT- TOX -145. LAB REQUEST # W2814. PFOSA PK
Study in Rats (7-7132.2). Samples received frozen on dry ice and have been stored in Freezer

F-16 at -20+\-10C.

Barb

SQm Vg,(‘l“\‘td ‘u—lz.yr/: .

Printed 10/11/99 [3M Restricted] ¢+ Page 1
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PFOSA PK STUDY IN RAT
TOX-145 R 4
DAY 3 DATE 10/7/99 Gen. MALE POST DOSE

URINE ID# FECES ID#

9R03240 9R03240
9R03241 9R03241
9R03242 9R03242
9R03243 9R03243
9R03244 9R03244
9R03255 9R03255
9R03256 9R03256
9R03257 9R03257
9R03258 9R03258
9R03259 9R03259

DAY 4 DATE 10/8/99 Gen.MALE POST DOSE

URINE ID# FECES ID# LIVERID# SERAID#

9R03240 9R03240 9R03235 9R03235
9R03241 9R03241 9R03236 9R03236
9R03242 9R03242 9R03237 9R03237
9R03243 9R03243 9R03238 9R03238
9R03244 9R03244 9R03239 9R03239
9R03255 9R03255 9R03250 9R03250
9R03256 9R03256 9R03251 9R03251
9R03257 9R03257 9R03252 SR03252
9R03258 9R03258 9R03253

9R03259 9R03259 9R03254 @9R03254

THERE ARE TWOO ARO3QEd <ERA SAMPLES
DNE Shewd BE qresasas BuT ot KNOW LOHICHONE . BAG, 10fufa |

NO0SZe




PFOSA PK STUDY IN RATS

TOX-145

LR# w2814

DAY 3 DATE 10/7/99 Gen. MALE POST DOSE

URINE ID#
9R03240
SR03241
9R03242
8R03243
SR03244
9R03255
9R03256
9R03257
9R03258
9R03259

FECES ID#
9R03240
9R03241
9R03242
9R03243
9R03244
8R03255
9R03256
9R03257
9R03258
9R03259

DAY 4 DATE 10/8/99 Gen.MALE POST DOSE

URINE 1D#
9R03240
9R03241
9R03242
9R03243
9R03244
9R03255
9R03256
9R03257
9R03258
9R03259

FECES ID# LIVERID# SERA ID#
9R03240 9R03235 9R03235
9R03241 SR03236  9R03236
9R03242 9R03237 9R03237
9R03243 9R03238 9R03238
9R03244 9R03239 9R03239
9R03255 9R03250 9R03250
9R03256 9R03251 9R03251
9R03257 9R03252 9R03252
9R03258 9R03253

9R03259 9R03254 @9R03254

THERE ARE TUO QRO3AEY SERM SAMPLES

ONeE shewp mre ARO3A53 BUT DENT oW UOHICH ONE |

T Nave added a =\, "2 Ao W sere Jampigs QROILSY n Oordc.-
40 A fRuaNadl Yaa e for Mh‘-\a. S |°||1,11

BAG 10fuf
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1£S000

BEST COPY AVAILABLE

Chain of Custody Record W
3M Environmental Laboratory O 9 6 O 0 amﬁiﬁiﬁ'rp Lué’/_)/éf’
Form 35176 - PWO ATK’./’ZM) &a((d
3M Facility 3M Project Title 3M Project Numbev
(erpmAe oy Y PL/ T'« 71322 TOxI4E 355;—’3'?—3\ 000535009
dress acility Contact iment Numbe:
0'190'3(, 0~ DO e  Yjq)
City. State, Zip Code 3M Telephone Number Lab Request/Templaie Number
~7- 137744 — W le“(
Sampled By {Poel Contractor Number Containers # Samples Split See Attachment
DN LLM.[;\/(CI’ of each H e D P i
Samgler Signature Date Preservatives ] 8 Comments
X  Decru 0/<T79 T Ts1- gé
Item Dessz::'ng:?on Date | Time | Matrix | 3§ % =2 § g o
'y 3 B Doerlrnedid 7 | apg [itnne. 10 "ot T GETLTY
2 [p1e 1 h F((CS /107 /%)M QCZ«S‘ /O l
3 Dy rn€ ] 1S |Gam | (dprte /0 £
R NN 272 Y] 2 fies 1O ?
=4 ? - 23
5 IDyel Pt A [N |8 & | G | Inr /0 "‘&ﬁﬁ%/f éL REa W
6 Jorr v o | 10K | SeM| St _/9
7 LD
8 -~
9 1 //
10 \A \
11 4
12 /
13 d\
Item # Relinquished By/Affiliation Time Date Shipped Via Recelved By/Affiliation Time Date
= [ ]
Ile  Pemvlusty/ T (232 | 1099 |@act unntt Tl A Choee /30 | Goopm | Jo]op]ta
Onginal Accapany g Surig i Lt b U1 (D@ U\L '0)0)’/{)7 See Reverse Side For Instructions




TOX-145 day 29 SAMPLES RECEIVED

| HE
Py
v

o / Barbara A. Gramenz
11/02/99 02:13 PM

ET&SS Lab
2-3E.09

Fax: 778-6176

To: Kari J. Rambo/US-Corporate/3M/US@3M-Corporate
Grant A. Paul/US-Corporate/3M/US@3M-Corporate
Lisa A. Clemen/US-Corporate/3M/US@3M-Corporate
Kris J. Hansen/US-Corporate/3M/US@3M-Corporate

cc:
Subject: TOX-145 day 29 SAMPLES RECEIVED

On 11/2/99 we received 10 Liver, 10 Sera Samples for day 29 from 3M TOXICOLOGY. FACT- TOX
-145. LAB REQUEST # W2814. PFOSA PK Study in Rats (T-7132.2). Samples received frozen

on dry ice and have been stored in Freezer F-16 at -20+\-10C.

Barb

j;m-,o/(& Uer: z’(o/’ ///L/?}‘ -—/A)A/

Printed 11/02/99 (3M Restricted]

Page 1

000

520
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PFOSA PK STUDY IN RATS
TOX-145 LR# w2814
DAY 29 DATE 11/2/99 Gen.MALE POST DOSE

LIVER ID# SERA ID#

9R03240 9R03240
9R03241 9R03241
9R03242 9R03242
9R03243 9R03243
9R03244 9R03244
9R03255 9R03255
9R03256 9R03256
9R03257 9R03257
9R03258 9R03258
9R03259 9R03259

000533




Pesoen

» ’ M Requester
Cham of Custody Record 09305 Deario. Live tklr
3M Environmental Laboratory M Project Lead
Form 35176 - PWO =77 3 MQA) S'cacov(: " 75
3IM Facilty 3M Project Title - R _ umber /05
Compate o Prss PK A BEs  txids s S0K55007
Address 3M Facility Contact 3M De; M Number
370 JE-0 Dtounnes [ pieoKor ”‘g‘aﬂ- 429/
City. State, Zip Code 3M Telephone Number Lab Request/Templale Number
7-13 744 W a3y
Sampled By (Pl Contractor Number Containers P [[] Samples Split See Attachment
e~ lé’ of each &
SRE«G‘:»ZNW Luce Date Preservatives § 5 Comments
Lprm ottt 1113 195 Tals 3
It S le . glo g
3'" Desac':'igtieon Date | Time | Matrix | g |z | & g § 25
V \Brd LI e e cont|uf2im) 100 | Livesr— S
2 Pot v an/;{f EOSH| v | e Lot <
3 Rt Groe wnidromt)| v | v | Seoe S
4 Rat wze f;n&n,/é g | supe S
5 \\
7 “—\.\\\N.\
8 T
9 _,,_.-4._———-——""‘_"-_'———" g
~
10
1
12 L
13 TT——
ltem # Relinquished By/Affiliation Time Date Shipped Via _Beceived By/Affiliation Time Date
1= H Daave lubter /TOC | 1150 | | 412&3&45&’[@%@%%”5 /[-32 ///-3/99

Ongmat - Aceompaliyuag Sarpilo s Lo tba e ot

See Reverse Side For Instructions



Laboratory Report

Analytical Report of Data for
PFOSA Pharmacokinetic Study in Rats
(Sera and Liver)

Laboratory Report No. FACT-TOX-145 (W2814)
Requester Project No. T-7132.2

Attachment D

Screening Results of Dose Verification
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P
Kris J. Hansen S
11/04/99 02:29 PM
Tel: 778-6018 Fax: 778-6176
2-3E-09 Environmental Lab
To: Andrew Seacat/US-Corporate/3M/US@ 3M-Corporate
Deanna J. Luebker/US-Corporate/3M/US@ 3M-Corporate
cc: Lisa A. Clemen/US-Corporate/3M/US@ 3M-Corporate

Subject: TOX145: PFOSA PK, Dose Verification
Hi Andrew and Deanna:

We have completed our screen of the PFOSA dose in TWEEN. Error bars are about +/-30%.
PFOSA was determined in triplicate and PFOS and POAA from a single analysis. I'd classify this
data as screening quality and if this data poses any major questions about the interpretation of the
tox data, we may need more data points for the PFOS and POAA. However, | did check for the
presence of the POAA on two different instruments.

Also, in one of your voice mails, Andrew, you mentioned concern about photolysis of PFOSA to
PFOS. All of the data that I've seen indicates that there may be photolysis of PFOSA to POAA (not
verified yet), but there is no evidence of PFOSA photolysis to PFOS. Since the photolysis
experiments were conducted under very strenuous conditions, | don't think you have much to worry
about with your samples (at least not for a few dozen years!).

In TWEEN 80:

PFOSA 133.26% of expected dose of 1000 yg/mL  --> 1330 ug/mL spike
recovery 130%

PFOS 185% of expected dose of 10 yg/mL -> 18.5 ug/mL spike
recovery 115%

POAA -> 2.5 ug/mL spike

recovery 121%

Let me know if you have questions.

kih



~ Andrew Seacat
10/27/99 02:53 PM

3M Medical Dept. Toxicology Services
Andrew M. Seacat Ph.D.

3M Center 220-2E-02

Saint Paul, MN 55144

Tel: (651) 675-3161

Fax: (651) 733-1773

To: Kris J. Hansen/US-Corporate/3M/US@ 3M-Corporate

cc: Fred L. DeRoos/US-Corporate/3M/US@ 3M-Corporate
Deanna J. Luebker/US-Corporate/3M/US@3M-Corporate
Sue Chang/US-Corporate/3M/US@3M-Corporate

Subject: PFOSA dosing solution

Kris,

As we were discussing in our last Friday's meeting,we would like to have the PFOSA dosing
solution checked for PFOSA concentration, and for PFOS and PFOA, which may under certain
conditions arise from photolysis. We left the dosing solution with you. | understand there is a
problem with the Tween 80 concentraton being too high to allow sufficient dilution for analysis of
some PFOS concentrations. Given that the starting material has approxmately 1% PFOS in it could
the dosing solution sample be analysed to see if there is significantly more PFOS in there? If not
possible, then perhaps we could ask Fred Deroos to analyze the dosing solution?

The dosing solution was prepared as follows:
Stock PFOSA in acetone was made up at 52mg PFOSA/0.52 mL acetone = 100 mg/mL

This was diluted into 51.48 ml of 2% Tween 80 to acheive the dosing solution:
Final concentration of PFOSA = 1mg/ml

Final conc of acetone = 1%

Final conc Tween 80 = “2%

Thanks,
Andrew
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TOX145

Twees 80- Dose Confirmation

Study

TOX145

Date Analyzed 11/2/99

File ¥ 1102992

Instrument Soup 020199

POAA

Sample ID Dose coac. (ppb) ’_*)Expeclad Dase (ppb) |Amt of spike (ppb) | Dose + MS conc. (ppb) % Recovery of Dose % Recovery of MS | Date of Extraction
Tween dose-NA {4.!2 NA 204 2948 #VALUE! 121 11/2/99]

N

PFOS
ISA-ph 1D Dose conc. (ppb) Expected Dose (ppb) ] Amt of spike (ppb) {Dose + MS conc. (ppb) % Recovery of Dose % Recovery of MS  |Date of Extraction
[Tween dose-20ppb 369, 20.0 20.7 608 { |ss|j 11s 1172199

0

>

!

4.32 b PoAA inTWEEN
30.9 ppo PFOS i TWEEN

l awbwf



Study

Date Analyzed
File #
Instrument

PFOSA in 2% Tween 80, Sample TN-A-3046

TOX145
10/29/99
102999a
Soup 020199

File # % Recovery of Dose|{Recovery of Dose amt (ppb)

10299013 132.64 265.27
10299014 134.31 268.62
10299017 132.83 265.65
Mean 133.26 266.51
Standard Dev. 0.917 1.83
%RSD 0.688 0.688
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PFOSA dosing solution

AR e

Andrew Seacat
" 10/27/99 02:53 PM

3M Medical Dept. Toxicology Services
Andrew M. Seacat Ph.D.

3M Center 220-2E-02

Saint Paul, MN 565144

Tel: (651) 575-3161

Fax: (651} 733-1773

To: Kris J. Hansen/US-Corporate/3M/US@3M-Corporate

cc: Fred L. DeRoos/US-Corporate/3M/US@ 3M-Corporate
Deanna J. Luebker/US-Corporate/3M/US@3M-Corporate
Sue Chang/US-Corporate/3M/US@ 3M-Corporate

Subject: PFOSA dosing solution

Kris,

As we were discussing in our last Friday's meeting,we would like to have the PFOSA dosing
solution checked for PFOSA concentration, and for PFOS and PFOA, which may under certain
conditions arise from photolysis. We left the dosing solution with you. | understand there is a
problem with the Tween 80 concentraton being too high to allow sufficient dilution for analysis of
some PFOS concentrations. Given that the starting material has approxmately 1% PFOS in it could
the dosing solution sample be analysed to see if there is significantly more PFOS in there? If not
possible, then perhaps we could ask Fred Deroos to analyze the dosing solution?

The dosing solution was prepared as follows:
Stock PFOSA in acetone was made up at 52mg PFOSA/0.52 mL acetone = 100 mg/mL

This was diluted into 51.48 ml of 2% Tween 80 to acheive the dosing solution:
Final concentration of PFOSA = 1mg/ml

Final conc of acetone = 1%
Final conc Tween 80 = "2%

Thanks,
Andrew
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TOX145

[,(/I‘(A AW‘\ ‘(’V{(

Tween 30- Dose Confirmation
Study TOX145
Date Analyzed 10/29/99
File # 1029992
Instrument Soup 020199
POAA
{Sample ID Dose conc. (ppb) Expected Dose (ppb) |Amt of spike (ppb) {Dose + MS conc. (p |% Recovery of DayJ% Recovery of MiDate of Extraction
Tween dose-2ppb 1.67 2.00 204 3.51 (% (0] ' 1012999
—
PFOS
Sample 1D Dose conc. {ppb) |Expected Dase (ppb) jAmt of spike (ppb) |Dose + MS conc. (p {% Recovery of % Recovery of M| Date of Extraction
Tween dose-2ppb 4.13 2.00 207 6.40 2070\ 110 10/29/991
PFOSA
[Sl.ple 1D Dose coac. (ppd) Expected Dose (ppd) |Amt of spike (ppb) |Dose + MS conc. (p [% R Y 0f % R y of M|Date of Extraction
{Tween dose-200ppb 265.65 200 100 385.42 {13 ( 120 10/29%9
paN—
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FACT: DATA REVIEW SUMMARY FORM

Date /s / 79 .
Data Analyst: Tas

FACT Study #: Tox 14s

Matnx/Timepoints: _Jucen &0 Aose ¢ st adign 5-%
Sample List: [028%7a

oweniyn_firfss zas

Instrument: S:).'? 222/9%

Analyte: ___ Foax (cH)) v

Acceptable Linear Range: @geé:_i&%,;é__

LOQ: __ Looond ExtractionBlank A%

Matrix Blank ___An

0k hal 25,72-4 = /% t/t.ulé_{l;»»

R2:_Q- 997/ 2/

Calibration Checks:

MS/MSD:

Data Status:

T*"'/W/f‘i 7 otz
Data Review Sign-Off

Tas ”/w/ff

Analyst Review
Name / Date:

Technical Review

Name / Date: #1 /11499
Quality Assurance Review

Name/ Date:

Data Entry:

Comuments / Justifications:
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—ThS

Analyte: __PFos C(H‘)®

[Acceptable Linear Range: /

LOQ: /.a/,,}dL

R2:_ 0. 946835 Matrix Blank: __ A4

Calibration Checks: 0/( - Fange s 2 L foy Hhe 2574_0&/44:«4
J /

— /2] pod,
/7
Extracted Blank: A&
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Data Status: '/Ld-u. —-—FBO&A év ﬂ< [aucr Conc.
@ Corye pu,...éF Sorme Coovvy sier
Analyte: __FFosa Ceuz) (
. . 2 . ks :c../rae/ tn S Pkt ZlEs .
. . . /o
Acceptable Linear Range: __ /2 /I;P 7/ fé —as M /’ , /ﬁ
LOQ __ Jo. Joppd Extracted Blank: Gi —
0 ? /’/’ . @ /a o k'«/ 5—0-3mé@~ﬂrl—
R"2: -F572¢/ Matrix Blank:  NA 55
. / 1. an/er AQ /zu{ o1
Calibration Cheeks: Jf — 25008 cafehecd = [o P 75
{4 ‘#t AIGLV Corire  Covrve ?-""‘[s
MS/MSD:
ML_@L Ll /O/ﬁa.é 4&(/5’03,3%
Data Satus:
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FACT: DATA REVIEW SUMMARY FORM

Date: ”Ié'/f?
1A

Data Analyst: Tae

FACT Study #: Toxr{s

Matnx/Timepoints: Jouxcew J0  dboe confis mativ. St..-/-p[,,
Sample List: /22272«

Set-up Analysis

Date/Analyst: /~’/ 2f / 1§ Fas

Instrument: Sonp 921 55

Analyte: Is (CH‘/)@

Acceptable Linear Range: __ AV/A

LOQ: AA Extraction Blank: __ A/4
R"2: ~A Matrix Blank: ___ANV#
’Caﬁbnﬁon Checks: NA

MS/MSD:

Data Status:

Analyte: /

Acceptable Linear Range:

LOQ: Extracted Blank:

R"2: Matrix Blank:

Calibration Checks: / Zrs 2 frg
MS/MSD: /

Data Status: /

Tas 4fsi)aq f.ZJL
Data Rceview Sign-Off

Analyst Review
Name/Date: A5 ”[‘// ¢

Technical Review

Name / Date: kjh ”/’/’ﬂ

Quality Assurance Review
Name/ Date:

Data Eany:

Comments / Justifications:
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Quantify Compound Summary Report .
TOX145-tween 50 dose confirmation for POM\, PFOS, & FOAA- axt. 10/29/99 ias

C:\MASSLYNX\s0cup020199.pro\SampleDB\102999a
Fri Oct 29 10:23:59 1999

Banple List:
Last modified:

Method: C:\MASSLYNX\s0up020199.pro\MathDBE\10299%a
Last modified: Mon Nov 01 06:21:40 1999

Job Code:

Printed: Mon Nov 011 06:47:34 1999

Compound 1: POAA (Chl)

# Name Samplelist Text TYDe 8td Conc RT Area Flags Conc. %Deav
1 102999001 MeOH Blk 7.154 42 bb 3.66

2 102999002 MeOH Blk

3 102999003 FCMix-99086-43-1, 1lppb- 9/10/99 RWW Standard 1.00 7.088 16 MM 1.02 2
4 102999004 FCMix-99086-43-2, S5Sppb- $9/10/99 RWW Standard 5.02 7.129 53 MM 4.72 -6
S 102999008 FCMix-9%086-43-3, 10ppb- 9/10/99 Rww Standard 10.00 7.101 108 bb 10.22 2
6 102999006 FCMix-99086-43-4, 25ppb- 9/10/99 Rww Standard 25.10 7.082 244 bb 231.74 -5
7 102999007 FCMix-99086-43-5, SOppb- 9/10/99 RWw Standard 50.20 7.087 471 bb 46.43 -8B
8 102999008 FCMix-99086-43-6, 100ppb- 3/10/99 RWW Standard 100.00 7.084 981 bb 97.28 -3
9 102999009 FCMix-99086-43-7, 250ppb- 9/10/99 RWW Standard 251.00 7.133 2481 DbbX 246.70 -2
10 102999010 FCMix-99086-43-8, S00ppb- 3/10/99 RwW Standard 502.00 7.103 4254 bbX 423.45 -16
11 102999011 FCMix-99086-43-9, 750ppb- 9/10/99 RWW Standard 752.00 7.129 5542 bbX §81.77 -27
12 102999012 MeCH Blk 7.147 14 MM 0.92

13 102999013 TOX145-PFOS/PCAA in Tween-dose-2ppb- 10/29/9% IAS 7.152 22 mm 1.67

14 102995014 TOX145-PFOS/POAA in Tween-ms-4ppb- 10/29/99 IAS 7.134 40 MM 3.51

15 102999015 FCMix-99086-43-4, 2Sppb- 9/10/99 RWW Qc 25.10 7.147 259 bb 25.32 1
16 102999016 MeCH Blk

17 102999017 TOX145-PFOSA in Tween-dose-200ppb- 10/29/99 IAS 7.131 12 mM 0.70

18 102999018 TOX145-PFOSA in Tween-ms-300ppb- 10/29/99 IAS 7.160 11 MM 0.61

19 102999019 PCMix-99086~43-7, 250ppb- 9/10/99 RwWW Q< 251.00 7.128 2363 bb 234.97 -6
20 102999020 MeCH Blk

21 102999021 FCMix-99086-43-1, 1ppb- 9/10/99 RWW Standard 1.00 7.110 13 MM 0.73 -27
22 102999022 FCMix-99086-43-2, Sppb- 9/10/99 RwWW Standard 5.02 7.169 67 MM 6.15 23
23 102999023 FCMix-99086-43-3, 10ppb- 9/10/99 RWW Standard 10.00 7.174 113 MM 10.72 7
24 102999024 FCMix-99086-43-4, 2S5ppb- 9/10/99 RWW Standard 25.10 7.180 273 MM 26.64 [
25 102999025 FCMix-99086-43-5, SO0ppb- 9/10/99 RWW Standard 50.20 7.129 542 bb 51.45 6
26 102999026 FCMix~-99086-43-6, 100ppb- 9/10/99 RwWW Standard 100.00 7.130 1024 MM 101.52 2
27 102999027 FCMix-99086-43-7, 250ppb- 9/10/99 RWW Standard 251.00 7.179 2338 bbXx 232.52 -7
28 102999028 FCMix-99086-43-8, S00ppb- 9/10/99 RwWW Standard 502.00 7.154 4210 bbX 418.97 -17
29 10299%02% FCMix-99086-43-9, 750ppb- 9/10/99 RWW Standard 752.00 7.129 5411 bkX 538.72 -28

Soup 020199: Quantitated and printed by ias on 11/01/99
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Quantify Compound Summary Report
TOX145-tween 80 dose confirmation for POAA, PFOS, & POAA- ext. 10/29/99 ias

Sample List:

Last modified:

C:\MASSLYNX\soup020199 .pro\SampleDB\102999a
Fri Oct 29 10:23:59 1989

.

Pags 2

Method: C:\MASSLYNX\35up020199.pro\MethDB\102999%a
Last modified: Mon Nov 01 06:21:40 1999
Job Code:
Printed: Mon Nov 01 06:47:34 1999
Campound 2: Pros (Ch2)
# Nams Samplelist Teaxt TYDe 8td Conc RT Area Flags Conc. %XDev
1 102999001 MeOH Blk 7.315 202 bb 1.56
2 102999002 MeOH Blk 7.295 42 bb 0.00
3 102999003 FCMix-99086-43-1, 1lppb- 9/10/99 RWW Standard 1.01 7.2286 148 MM 0.93 -8
4 1029299004 FCMix-99086-43-2, Sppb- 9/10/99 RWW Standard 5.03 7.291 476 MM 4.74 -6
5 102999005 FCMix-99086-43-3, 10ppb- 9/10/9% RWW Standard 10.00 7.240 913 MM 9.81 -2
6 102999006 FCMix-99086-43-4, 25ppb- $/10/99 RWW Standard 25.20 7.266 2108 kb 23.71 -6
7 102999007 FCMix-99086-43-5, 50ppb- 9/10/9% RWW Standard 50.30 7.248 4162 bd 47.57 -5
8 102999008 FCMix-99086-43-6, 100ppb- 9/10/99 RWW Standard 101.00 7.246 8473 bd 97.67 -3
9 102999009 FCMix-99086-43-7, 250ppb- 9/10/99 RWW Standard 252.00 7.272 22878 bbX 265.05 5
10 102995010 FCMix-99086-43-8, 500ppb- 9/10/99 RWW Standard 503.00 7.265 41708 bbx 483.87 -4
1 102999011 FCMix-99086-43-9, 750ppb- 9/10/99 RWW Standard 755.00 7.28% 56477 bbX 655.48 -13
2 102999012 MeOH Blk 7.309 170 Mu 1.18
13 202999013 TOX145-PFOS/POAA in Tween-dose-2ppb- 10/29/9% IAS 7.313 424 bb 4.13
14 102999014 TOX145-PFOS/POAA in Tween-ms-4ppb- 10/29/99 IAS 7.340 619 bb 6.40
15 102999015 FCMix-99086-43-4, 25ppb- 9/10/99 RWW QC 25.20 7.331 2284 bb 25.75 2
16 102999016 MeCH Blk 7.338 63 MM 0.00
17 102999017 TOX145-PFOSA in Tween-dose-200ppb- 10/29/99 IAS 7.314 373 MM 3.55
18 102999018 TOX145-PFOSA in Tween-ms-300ppb- 10/29/99 IAS 7.321 398 MM 3.83
19 102999019 FCMix-99086-43-7, 2S0ppb- 9/10/9% RWW Q< 252.00 7.313 22863 bb 264.88 5
20 102995020 MeQOH Blk 7.295 91 bb 0.27
21 102995021 FCMix-99086-43-1, 1ppb- 9/10/99 RWW Standard 1.01 7.272 158 bb 1.04 3
22 102999022 FCMix-99086-43-2, Sppb- 9/10/99 RWwW Standard 5.03 7.330 530 bb 5.37 7
23 102999023 FCMix-99086-43-3, 10ppb- 9/10/99 RWwW Standard 10.00 7.335 98% bb 10.70 7
24 102999024 FCMix-99086-43-4, 2Sppb- 9/10/99 RWW Standard 25.20 7.342 2289 bb 25.80 2
25 102999025 FCMix-99086-43-5, S0ppb- 9/10/99 RwWW Standard §0.30 7.291 4761 bo 54.53 8
26 102999026 FCMix-99086-43-6, 100ppb- 9/10/99 RwWW Standard 101.00 7.313 8949 bb 103.19 2
27 102999027 FCMix-99086-43-7, 250ppb- 9/10/99 RWW Standard 252.00 7.363 22364 bbX 259.08 3
28 102999028 FCMix-99086-43-8, SO0ppb- 9/10/99 RwWW Standard 503.00 7.314 42068 bbx 488.05 -3
29 102999029 FCMix-99086-43-9, 7S0ppb- 9/10/99 RWW Standard 755.00 7.291 55588 bbX 645.14 -15

8Soup 020199: Quantitated and printed by ias on 11/01/99
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Quantify Compound Summary Report Page 3
TOX145-tween 80 dose confirmation for POAA, PFOS, & POAA- sxt. 10/29/99 ias

Sample List: C: \MASSLYNX\30up020195.pro\BamplaDB\102999a

Last modified: FPri Oct 29 10:23:59 1999

Method: C: \MASELYNX\30up020199.pro\MethDB\102999a
Last modified: Mon Nov 01 06:21:40 1999

Job Coda:

Printed: Mon Nov 01 06:47:34 1999

Compound 3: PFOSA {(Ch3)

# Name Samplelist Text TYDe 8td Conc RT Area Flags Cong. %Dav
1 102999001 MeOH Blk 7.833 18209 MM 66.15

2 102999002 MeOH Blk 7.790 835 MM 2.32

3102939003 FCMix-99086-43-1, 1ppb- 9/10/99 RwWW Standard 1.01 7.741 1102 MMX 3.30 227
4 102999004 FCMix-99086-43-2, S5Sppb- 9/10/939 RWW Standard 5.03 7.809 1881 MMx 6.16 23
S5 102995005 FCMix-99086-43-3, 10ppb- 9/10/99 RwWW Standarad 10.10 7.80) 2710 MM 9.21 -9
6 102999006 FCMix-99086-43-4, 2Sppb- 9/10/99 RWW Standard 25.10 7.805 6408 MM 22.80 -9
7 102999007 FCMix-99086-43-5, SOppb- 9/10/99 RWw Standard 50.30 7.766 10741 MM 3g.71 -23
8 102999008 FCMix-99086-43-6, 100ppb- 9/10/99 RWW Standard 101.00 7.809 21634 MM 78.7¢4 -22
9 102999009 FCMix-99086-43-7, 2S0ppb- 9/10/99 RwW Standard 251.00 7.857 68915 MM 252.44 1
10 102599010 FCMix-99086-43-8, S00ppb- 9/10/99 RWW Standard 503.00 7.895 139095 MM 510.28 1
11 102999011 FCMix-99086-43-9, 750ppb- 9/10/99 RWwW Standard 754.00 7.941 199487 MM 732.15 -3
2 102999%012 MeOH Blk 7.982 2140 MM 7.12

13 102999013 TOX145-PFOS/POAA in Tween-dose-2ppb- 10/29/99 IAS 7.8920 72407 bb 265.27

12 102999014 TOX145-PFOS/POAMN in Tween-ms-4ppb- 10/29/99% IAS 7.969 73318 bb 268.62

15 102999015 FCMix-99086-43-4, 2S5ppb- 9/10/99 RWW QC 25.10 7.984 8797 MM 31.57 26
16 102999016 MeCH Blk 7.989 596 MM 1.44

17 102999017 TOX145-PFOSA in Tween-dose-200ppb- 10/29/99 IAS 7.942 72510 ba 265.65

18 102999018 TCX145-PFOSA in Tween-ms-300ppb- 10/29/99 IAS 7.950 105108 ab 385.42

19 10299901% FCMix-99086-43-7, 250ppb- 9/10/99 RwW QcC 251.00 7.964 75327 MM 276.00 10
20 102999020 MeQH Blk 7.990 870 MM 2.45

21 102993021 FCMix-99086-43-1, 1lppb- 9/10/99 RWW Standard 1.01 7.947 783 MMX 2.13 111
2 102999022 FCMix-99086-43-2, Sppb- 9/10/99 RWW Standard 5.03 8.003 1994 MMx 6.58 31
23 102999023 FCMix-99086-43-3, 10ppb- 9/10/99 RWW Standard 10.10 7.988 3433 MM 11.87 17
24 102999024 FCMix-99086-43-4, 25ppb- 9/10/99 RWW Standard 25.10 7.948 8204 MM 29.39 17
25 102999025 FCMix-99086-43-5, 50ppb- 9/10/9% RWW Standard $0.30 7.942 14786 MM 53.58 7
26 102999026 FCMix-99086-43-6, 100ppb- 9/10/99 RWW Standard 101.00 7.965 30309 MM 110.61 10
27 102999027 FCMix-99086-43-7, 250ppb- 3/10/9%9 RWwW Standard 251.00 7.992 76998 MM 282.14 12
28 102999028 FCMix~99086-43-8, SO0Oppb- 2/10/99 RWW Standard 503.00 7.989 140797 MM 516.53 3
29 102995029 FCMix-99086-43-9, 750ppb- 9/10/99 RWW Standard 754.00 7.917 201774 MM 740.56 -2

Boup 020199: Quantitated and printed by ias on 11/01/99%
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Quantify Compound Swumary Report
TOX1l45-tween B0 dose confirmation for POAA, PFOS, & POAA- ext. 10/29/99 ias

Sample List:

Last modified:

Method:

Last modified:

Job

Coda:

Printed:

Mon Nov 01 06:47:34

C:\MASSLYNX\soup0d20199.pro\SarpleDB\10299%
Fri Oct 25 10:23:59 1999
C:\MASSLYNX\s0up02019%.pro\MethDB\102999a
Mon Nov 01 06:21:40 1999

1999

.

Page ¢

Compound 4: IS

[ YR . T P ST N

-
o

12
13
14
15
16
17
18
19
20
21
22
22
24
25
26
27
28
29

Namnea

102999001
102999002
102999003
102999004
10299%00%
102999006
1029%3%007
102993008
102399009
102999010
102999011
102999012
102999013
102999014
102999015
102999016
102999017
102999018
102999019
102999020
102939021
1029%9022
102959023
102999024
102999025
102999026
102999027
102999028
102999029

(Chd)

Samplelist Text
MeOH Blk

MeOH Blk
FCMix-99086-43-1,
FCMix-99086-43-2,
FCMix-99086-413-3,
FCMix-99086-43-4,
FCMix-99086-43-5,
FCMix-99086-43-6,
FCMix-99086-43-7,
FCMix-99086-43-8,
FCMix-99086-43-9,
MeOH Blk

1ppb- 9/10/99 RWW
Sppb- 9/10/99 RWW
10ppb- 9/10/99 RWW
25ppb- 9/10/99 RWW
50ppb- 9/10/99 RWW
100ppb- 9/10/99 RWW
250ppb- 9/10/99 RWW
500ppb- 9/10/99 RWW
750ppb- 9/10/99 RWW

TOX145-PFOS/POAA in Tween-dose-2ppb- 10/2%9/99 IAS
TOX145-PFOS/POAA in Tween-ms-4ppb~ 10/29/99 IAS

FCMix-99086-43-4,
MeOH Blk

25pph- 9/10/99 RWW

TOX145-PFOSA in Tween-dose-200ppb- 10/29/99 IAS
TOX145-PFOSA in Tween-ms-300ppb- 10/29/99 IAS

FCMix-99086-43-7,
MeOH Blk

FCMix-99086-43-1,
FCMix-99086-43-2,
FCMix-93086-43-3,
FCMix-99086-43-4,
FCMix-99086-43-5,
FCMix-99086-43-6,
FCMix-99086-43-7,
FCMix-99086-43-8,
FCMix-99086-43-9,

250ppb- 9/10/99 RwW

lppb- 9/10/99 RWW

Sppb- 9/10/99 RWW

10ppb- 9/10/99 RwWW
25ppb- 9/10/99% RWW
50ppb- 9/10/99 RWW
100ppb- 9/10/99 RWW
250ppb- 9/10/99 RWW
S00ppb- 9/10/99 RWW
750ppb~ 9/10/39 RWW

Boup 020199: Quantitated and printed by ias on 11/01/99

TYpe

Standard
Standard
Standard
Standard
Standard
Standarad
Standard
Standarxd
Standard

QcC

Qc

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standaxd
Standard

8ta

Conc

1.00
1.00
1.00
1.00
1.00
1.00
1.00
1.00
1.00

1.00

1.00
1.00
1.00
1.00
1.00
1.00
1.00
1.00
1.00

Area
15

4292
4289
4424
4486
4446
4083
2630
1993
1842

2613
1041
2305

2529
1016
1991

2320
2361
2396
2274
24835
2181
20589
1934
1818

Flags

bb

bb
bb

Conc.

0.01

1.48
1.48
1.52
1.54
1.53
1.41
0.91
0.69
0.63

0.90
0.36
0.79

0.87
0.35
0.69

0.80
0.81
0.83
0.78
0.84
0.75
0.71
0.67
0.63

“Dev
-99

000547



Method Report

Method file:
Last modified:

Compound:

Printed:

C:\MASSLYNX\$0up020199.pro\MethDB\102999a.mdb
Men Nov 01 06:21:40 1999

1: PCAA (Chl)

Mon Nov 01 07:36:09 1999

Tas Yeoileg . ), 1'd
/

Page 1

Compound Name:
Internal Ref.:
Quantify Trace:
Conc. of Standards:

User RF Value:
User Peak Factor:
Integrate Window Factor:

Chromatogram mass window:

Retention Time (mins):
Relative Retention Time:
RT Reference:

Time Window {mins):

Peak Selection:

Response Type:
Response:

Polynomial Type:
Point of Qrigin:

Fit Weighting:

Axis Transformation:

Units:

Peak-to-peak amplitude:

Smoothing:

Window size (scans):
Number of smooths:
Smoothing method:

Join valley threshold:
Reduce peak tailing:
Raise baseline maximum:

Draw vertical threshold:
. betect shoulders:
Shoulder threshold:

Relative height:
Absolute height:
Relative area:
Absolute area:

POAA {Chl)
{Nene}
TIC

Conc. A

1.000000, Disabled
1.000000

2.000

1.0000Da

7.173, Enabled
0.000, Disabled
(None)
0.312

Nearest

External
Areas

Linear
Exclude
/7%
None

90

Enabled
2

1

30.00
200.00
5.00

90.00
Disabled
30.00

1.50, Dbisabled
0.00, Disabled
2.00, Disabled
0.00, Disabled

000548



Method Report Page 2

Method file: C: \MASSLYNX\80up020199.pro\MethDB\10299%a.mdb .
Last modified: Mon Nov 01 06:21:40 1999
Caompound: 2: PFOS {(Ch2)

Printed: Mon Nov 01 07:36:09 1999
Compound Name: PFOS (Ch2)
Internal Ref (None]
Quantify Trace: TIC

Conc. of Standards: Conc. B

User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Pactor: 2.000
Chromatogram mass window: 1.0000Da
Retention Time (mins): 7.434, Enabled
Relative Retention Time: 0.000, Disabled
RT Reference: [None]

Time Window (mins): 0.345

Peak Selection: Nearest
Response Type: External
Response: Areas
Polynomial Type: Linear

Point of Origin: Exclude

Fit Weighting: 1/X

Axis Transformation: None

Units:

Peak-to-peak amplitude: 83

Smoothing: Enabled

Window size (scans): 2

Number of smooths: 1

Smoothing method:

Join valley threshold: 30.00

Reduce peak tailing: 200.00

Raise baseline maximum: 5.00

Draw vertical threshold: 80.00

Detect shoulders: Disabled
Shoulder threshold: 30.00

Relative height: 1.50, Disabled
Absolute height: 0.00, Disabled
Relative area: 2.00, Disabled
Absolute area: 0.00, Disabled

000549




Quantify Calibration Report
TOX145-tween 80¢ doss confirmation for POAA, PFOS, & POAA- ext. 10/29/99 ias

Tas /o [91 > [/

Page 1

Compound 1 name: POAA (Cht)

Coefficient of Determination; 0.997121

Calibration curve: 10.0347 * x + 5.23213

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

7.55e3

Response-

0

et et
0.0 100.0 2000 3000 4000

500.0°

T

16000

——r— Conc
700.0

|

Soup 020199: Quantitated and printed Ly ias on 11/01/99
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Quantify Calibration Report
TOX145-twesn 80 dose confirmation for POAA, PFOS, & POAA- ext. 10/29/99 ias

Compound 2 name: PFOS (Ch2)
Coefficient of Determination: 0.996935
Calibration curve: 86.0577 * x + 68.0228
Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
6.50e4-

Page 2

Response-

T

S
00 100.0 2000 | 3000 | 4000

e Conc
500.0 600.0 700.0

Boup 020199: Quantitatsd and printed by ias on 11/01/99
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Quantify Calibration Report
TOX145-tween 80 dose confirmation for POAA, PFOS, & POAA- ext. 10/29/99 ias

Page 2

Compound 3 name: PFOSA (Ch3)
Coefficient of Determination: 0.997261
Calibration curve: 272.189 * x + 203.159
Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
2.05e5

Response-

T T

XX

0.0 1000 2000 | 3000 4000 ' 5000

T

6000

——1—— Conc
700.0

8oup 020199: Quantitated and printed by ias on 11/01/99
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Quantify Calibration Report

TOX145-twesen 80 dose confirmation for POAA, PFOS, & POAA- ext. 10/29/99 ias Fage 4
Compound 4 name: IS (Ch4)
Response Factor: 2904.16
Response type: External Std, Area
Curve type: RF
4.49e3 ;
X
X
X
:
Response- %
X
X
X
X
%
0 T T T T T T T T T 1 _COﬂC
0.0 0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9 1.0

8Soup 020199: Quantitated and printed by ias on 11/01/99
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Laboratory Report
Analytical Report of Data for
PFOSA Pharmacokinetic Study in Rats
(Sera and Liver)

Laboratory Report No. FACT-TOX-145 (W2814)
Requester Project No. T-7132.2

Attachment E
Extraction and Analytical Data




Extraction Worksheet ETS-8-6.0

Study # Tyax - 14T Surrogate Std FC Mix FC Mix FC Mix Comments | Verified By
Matrix 2. ¢ (_, ¥ Approx. ppm |approx.0.5 ppm| approx.5 ppm | approx.50 ppm
Box #_Rox $499-200 Actual ppm |actual ppm |actual ppm jactual ppm
WK/Day Aoy 1 ¢ L4 #94086-13-1] [#9908-47-2 {# 9oy -1 [#9909C 33
DateSpiked/Analyst |-/ 3-92/se |/ 3¢ Hken sri2- 7 s/s |1043-39/ferr
RBL10139-250ppb-CCV-11-110 4 Sul - 10 uL - o/l 4s/f At Al A
9R03230M.Dy1,Control-250ppb-MS/D 11 5ul - 10 uL - ”
9R03235M.Dy4,Control, 250ppb-MS/D12 5ul - 10 ul -
RBL10139-H20 blk-11&12 S5uL - - -
RBL10139-Liver bik-11&12 5ul - - -
RBL10139-5ppb-11812 5uL 2ul - -
RBL10139-10ppb-11812 5uL 4 ul - -
RBL10139-25ppb-11&12 5ulL 10 ul - -
RBL10139-50ppb-11&12 S5ul 20uL - -
RBL10139-100ppb-11&12 5 ul 40 uL - - |
RBL10139-250ppb-118&12 5uL - 10 uL -
RBL10139-500ppb-11&12 5ul - 20 ul -
-1 f|RBL10139-750ppb-11812 5ul - 30 ul -
RBL10139-1000ppb-11&12 5ul - - 4 ul
9R03230M.Dy1.Control 5ul - - - AP
9R03231M,Dy 1, Control 5 uL . - - ) %Rq‘
9R03232M,Dy1,Control 5uL - - -
9R03233M,Dy1,Control 5uL - - - %{-&
9R03234M,Dy1,Control SulL - - -
9R03245M,Dy1,5mg/kg 5ul - - -
9R03246M,Dy1,5mg/kg 5ul - - -
9R03247M,Dy1,5mg/kg 5uL - - -
9R03248M,Dy1,5mg/kg 5ul - - -
9R03249M,Dy1,5mg/kg 5ulL - - -
9R03235M,Dy4,Control 5ul - - -
9R03236M,Dy4,Control 5ul - - -
9R03237M,Dy4,Control 5ul - - -
9R03238M,Dy4,Control S5ul - - - L
Blank - Rabp; t Liver Sto# 9903( /35 amount=y.0 _m___9./g 3 g/ml
Liver Extraction Method ETS-8-6.0 : Date & Initials
Vortex 15 Sec. 121y qq[k_,
Plpette Matrix, spike with appropnate surrogate or FC Mix Volume /O ~
a9
Dispense 5 mi of methyi-t-butyl ether TN-A- 294
Shake 20 min Shaker speed: 300 __ B 0
Centn'fuge 20-25 min. Centrifuge speed: ;S‘Du r’g
[Remove a 4 ml ahquat of organic layer _
Put on Nitrogen Evaporator to dryness Tempe_[_ature: Rggmjemn_ ”
Add methanol Volume /. g mi TN-A- 2445 PRI
Vortex 30 sec. / —
Filter using a 3cc B-D synnge with a 0.2 um filter into an autosampler vial JL v/

¥ wWakehed aund Uui&lne Su.vroa\ﬁl S(:lK-c QWL lo\lth .
FR-1 3mL ol (Dopph *)2 oo Gdded Yme of 1Vpeb dring dmi aligast
o8 craomu Vayer. § mt b§ 1000erb o tink L earrect b, (o-13-¢5 /5

ETS-8-6.0 Form Completion
10/12/99 Draft Attachment A Extraction of PFOS from Liver Verified By qfl



Extraction Worksheet ETS-8-6.0

Study # TOX- 143" Surrogate Std FC Mix FC Mix FC Mix Comments | Verified By
Matrix 2gax Civer Approx. ppm {approx.0.5 ppm| approx.5 ppm | approx.50 ppm
Box#_49- 200 Actual ppm |actual ppm (actual ppm [actual ppm
WK/Day_dy | ¢4 #.99086-13-11 |# A\ #__ #_
DateSpiked/Analyst  |,,,.;7-3% /&~ DA ¥ \* 9\*
9R03239M,Dy4,Control Sul - - . 01359/ e
9R03250M,Dy4,5mg/kg 5ul - - . { |
9R03251M,Dy4, 5mg/kg Sul - - R }
9R03252M,Dy4, 5mgikg 5ul - - . {
9R03253M,Dy4,5mg/kg 5uL - - - /
9R03254M,Dy4, 5mg/kg S5uL - - - [V
Z - =]
- - . //'
. - N - - /
- - i —
- . - I / N
- q’ 5 N
1%/ -

amount = ‘ . mi Q2 (e 9mi

Liver Extraction Method___ ETS-8-6.0 . Date & Initials
pre

[Vortex 15 Sec. 100399 /S~

Plpette Matrix, plk with apropteurroate or FC Mix_ Volume _

Dlsns 5 ml of methylt—butylether r

Shake 20 min Shaker speed: 300

=('{:entn‘fuge 20-25 min. Centrifuge speed: ;3’00

Remove a 4 mi aliquat of organic layer

Put on Nitrogen Evaporator to dryness Temperature: Room Temp.

Add methanol Volume /.0 mi TN-A- ég C] Fd {o -/qqy/éva
Vortex 30 sec. }

Filter using a 3cc B-D syringe with a 0.2 um filter into an autosampler vial 4/

L' ip713-99 S

ETS-8-6.0 Form Com|
10/12/99 Draft Attachment A Extraction of PFOS from Liver Verified By lo l{ q q
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Prep Date(s): 10-12-99

Analyst(s): SEE

Sample Matrix: Rat Liver
Method/Revision: ETS-8-6.0

Sample Weights/ Volumes

Study Number: TOX-145
Equipment Number: 0222-0900
Final Solvent & TN Number: MeOH / TN-A-2945
Matrix Blank/Identifier: Rabbit Liver

.P"Inhcl o-n-9
S

Target Analyte(s): PFOS, PFOSA Box: 99-200
Sample Initial Homogenized By: Verified By: Comments
1D Weight
grams
9R03230M.Dy1.Control 0.99¢2.¢ 0//3]95 - Se—r N Used for MS/D 11
9R03231M.Dy1,Control {[.0179 - NIA
9R03232M,Dy!.Control /. 000 © \
9R03233M,Dy |, Control 0.9928
9R03234M,Dy1,Control {.0/27
9R03245M,Dy ,Smg/kg [-ol7] M“LLQ,[LI./QG
9R03246M,Dy,5mg/kg [.007Y N/ B i
9R03247M,Dy1,Smg/ke Leley 1
9R03248M,Dy|,5mg/kg IN-YIA ‘
9R03249M,Dy!,Smg/kg 0.92%7% d
9R03235M,Dy4,Control [. 004 Used for MS/D 12
9R03236M,Dy4,Control (. 0P 6" Win
9R03237M,Dy4,Control {.002Y
9R03238M,Dy4,Control 0.990%
9R03239M,Dy4,Control .0l
9R03250M,Dy4,Smg/kg /. 003%
9R03251M,Dy4,5mg/kg (.00
9R03252M.Dy4,Smg/kg leox!
9R03253M,Dy4,5mg/kg 0.99978 \
9R03254M,Dy4,5mg/kg 1.0/372 4'
—
l0- b4
o
—
Summary of method:
Notes:
Form Approved by/Date:

Review Date

Rtl10139

Form Complet

Verified a,;%ﬂg/qq

000557



Prinid

10-1yY-1¢

fon Parr Standard Curves--Tissues
Prep Dntefs): v 1489 Study Number: TOX-14S
Analyst(s): SEE Equipment Number: 02220900
Sample Matrix: Rat Liver Final Solvent & TN Number: MeOH/TN-A-2945
Method/Revision: ETS-8-60 Blank Tisswe/ldentifier: Rabbit Liver/9086-11.5
Target Analyte{s): Fc-Mix
Box Number: 99-200
FC Mix Std Approx. 0 500 ppm: 990B6-47-2
FC Mix Std Approx. S 00 ppm: 99086-47-|
FC Mix Std Approx. 50 0 ppm: w9095-33
Surrogate 5td Approx. 100 ppm: 99086-13-11 Blank liver initial density (g) for curves: 0163
Final soivent volume (mL) for curves: 1 000
Actual C of Standards in the FC Mix
PFOS PFOSA PFOSEA PFOSAA EtFOSE-OH MS56 Al All All
Std Conc Std Conc Sud Conc. Std Conc. Std Conc. Std Conc. Am't Spiked Density Vol.
uy/mL ug/mi ug/mL ug/ml ug/mL ug/mbL mL I mL
0.5000 0.5005 0.4997 0.4999 0.5005 0.5010 0.002 0.163 1.000
0.5000 0.5050 0.4997 04999 0.5005 0.5010 0.004 0.163 1.000
0.5000 0.5050 04997 0.4999 0.5005 05010 0.010 0.i63 1.000
0.5000 0.5050 04997 04999 0.5005 0.5010 0020 0.163 1.000
0.5000 0.5050 0.4997 04999 0.5005 4.5010 0.040 0.163 1.000
5000 5.005 497 4.999 5.008 5.010 0.010 0163 - 1.000
5.000 5.005 4.997 4,999 $ 005 5.010 0.020 0.163 1.000
5.000 5.005 4.997 4999 5.005 5.010 4030 0.163 1.000
$0.00 5005 4997 49.99 50.05 50.10 0.004 0.163 1.000
Calculated C ions of Standards in the sample matrix _~ N
PFOS PFOSA PFOSEA PFOSAA EtFOSE-OH M336 Sarrogate ARl
Std Cone. Std Cone Std Cone. Sid Conc. Std Conc Sud Conc. Std Conc. Am't Spiked
ng/g ng/s ag/g oys nys nyg ug/ml mlL
613 6.14 6.13 613 6.14 615 100 0.003
123 124 123 123 123 123 Survogate
307 30 307 307 307 307 Final Conc.
613 620 613 613 614 61.5 ng/g
123 124 123 123 123 123 on
Jo? 307 307 307 o7 307
613 614 613 613 614 615
920 921 920 920 921 922
1227 1228 1226 1227 1228 1229
Calculated Concentrations of Standards in the | .0 mL final solvent volume sm o ee—
PFOS | PFOSA PFOSEA | PFOSAA EAFOSE-OH MSS6 Serrogate Al
Final Conc. Final Conc. Final Conc. | Final Conc. Final Conc. 5ud Conc. $td Conc. Am't Spiked
ng/mL ng/ml ng/mL ng/mL ng/mL ng/mi ug/mL mbL
1.00 1.00 1.00 1.00 1.00 1.00 100 0.005
2.00 202 200 2.00 2.00 200 Surrogate
5.00 5.0 500 5.00 5.0t 50 Final Conc.
to.0 101 100 100 10.0 10.0 ng/mL
200 202 200 200 200 200 302
500 50.1 50.0 50.0 50.1 501
100 100 100 100 100 100
150 150 150 150 150 150
200 200 200 200 200 200
Sample used for MS/MSD: 9R03230M, Dy!. Control Approx. Std Conc.. 5.00 ug/mL
MS/MSD cale. In matrix Initial Wt (g): 0.996 Initial Volume (mlL): 5.00 Am't Spiked (mL} Density
PFOS PFOSA PFOSEA PFOSAA E«FOSE-OH Mssé 0.010 0.166
Final Conc. Final Conc. Finat Cone. |  Final Conc. Final Conc. Std Conc.
g/ ng/s nyg nys ng/g gy
3ot 301 301 301 o 302
301 301 301 301 301 302
Sampie used for MS/MSD: 03230M, Dyt Control Approx. Std Conc.. 5.00 ug/mL
MS/MSD calc. In solvent Initial Wt g 0.996 Initial Volume (mL): § 004_ Am't Spiked (mL) Final Vol.
PFOS PFOSA PFOSEA PFOSAA EtFOSE-OH M3s6 0.010 1.000
Final Conc Final Conc Final Conc. Final Conc. Final Conc Sud Conc. \a o l
ng/y ny/g ny/g ny/s ng/g ny'g onld Med n N
3500 301 500 s%/o 50,1 50.1 “)b on Jim NINM
500 50 1 50.0 $0.0 30.1 50.1
Sample used for MS/MSD: 9R03235M, Dy, control Approx. Std Cone.. 500 ug/mL.
MS/MSD calc. In matrix nitial Wt (g). 1.00t Initial Volume (mL): 5.00 Am't Spiked (mL) Density
PFOS PFOSA PFOSEA | PFOSAA EtFOSE-OH M586 0010 0167
Final Conc Final Conc Final Conc Final Conc Final Conc. Sud Conc.
gy nyg g gy ng/g g
Jol 301 n 301 301 302
30) 301 301 30t 301 302
Sample used for MS/MSD 03235M, Dy4, control Approx. Std Conc.. §.00 ug/mL
MS/MSD caic In solvent Initial Wt 1¢) | 0G1 Inntial Volume (mL): § 00 Am't Spiked (mL) Final Vol
PFOS PFOSA PFOSEA | PFOSAA E(FOSE-OR MSSe 0010 1000
Finat Conc Final Conc Final Conc. Final Conc. Final Conc. Std Conc
ng'y nyy nwy nyy gy wy €My W mbé reed Ny | ﬁ:L ¢ d
sa0 501 500 500 501 501 b I“llq
500 50 | 500 500 30 | 50 |
fon Pair Std Extraction Sheet . Y b
MYy ey

000558
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£§5S5220

Py

DILUTIONS SUMMARY SHEET
Solvent/TN Number: MCOH TN-A- quf Mue {OIIY/“Tq

Study: TOX-045
Dilution Date/Analyst: MCH 10/18/99 s 10]1 5[99 Extraction Date/Analyst: SEE, 10/13/99
Box #: 99-200 Matrix/Timepoint: Rat Liver
sample number DILUTIONS
or descrpition 1:100 I: 1: 1: I: It 1: Comments Verified By
9R03237M. Day 4, Control  |D100 / None, Mus lo!( V{qa N/ n
Wte oROIASM. Day I, Smg/kg  |D100 P i | '

o OR03246M. Day 1, 5mgkg  |D100 I e WHB[GY
9R03247M. Day |, Smg/kg  |D100 Ll
9R03248M. Day 1, Smgkg  |D100 /m 1ol !qq
9R03249M, Day I, Smgkg  |D100 ' ' |
9R0325IM. Day 4, Smgkg  |D100 f
9R03252M, Day 4, Smg/kg  |D100 /
9R03253M, Day 4, Smghkg  |D100 pd i )
9R03254M. Day 4, S make __[D100 5[ L/

l\

\

T lik[aa

\
~

Form Completion
Verified By: o-13-% [ S¢.~

Notes: D100=10 uL sample + 990 uL. MeOH. Ak [o] I€]99)




-

Extraction Worksheet ETS-8-4.1

Cont. Cal. Verifications used same matrix as for std curve.

€ 1o 19-94 Sr

frv - TR fod serem olenks < MY

10/12/99 Draft Attachment A

Study # hx 14 Y Surrogate Std FC Mix FC Mix FC Mix Comments | Verified By
Matrix 2 at Sric mn Approx. ppm |approx.0.5 ppm| approx.5 ppm | approx.50 ppm
Box# GQ-ou\ Actual ppm |actual ppm |actual ppm |actual ppm
WK/Day ¢4 v*4 #YqeR 131 (B Qacie Y1 [# W v [#99095- 33
DateSpiked/Analyst V598 /S L1993 8 DoV S S Lo 148 [~
RBS10199-250ppo-CCV-11-1to 4 5ul - - 5uL P ol e
RTS10199-250ppb-MS/D-11 5uL - - 5ul N
RTS10199-Serum Blank-11&12 5 ulL - - -
RBS10199-H20 blk-11&12 5ul - - -
RBS10199-Serum blk-11&12 5ul - - -
RBS10199-5ppb-11&12 5ul 10 uL - -
RBS10199-10ppb-11&12 5ul 20 uL - -
RBS10199-25ppb-11&12 Sul - 5uL -
RBS10199-50ppb-11&12 5ulL - 10 uL -
RBS10199-100ppb-11&12 S5ul - 20 uL -
RBS10199-250ppb-11&12 5uL - - 5ul
RBS10199-500ppb-11&12 5ulL - - 10 uL
RBS10199-750ppb-11&12 5ulL - - 15 ul
RBS10199-1000ppb-11&12 5ulL - - 20 uL
9R03230M,Dy1,Control 5ul - - -
9R03231M,Dy1,Control 5ul - - -
9R03232M,Dy1,Control 5ul - - -
9R03233M,Dy1,Controi 5ulL - - - Wit “2[ Iﬂ'ﬂ"‘l
9R03234M,Dy1,Control SuL - - - i
9R03245M,Dy1,5mg/kg 5ul - - - \
9R03246M,Dy1,5mg/kg 5ulL - - -
9R03247M,Dy1,5mg/kg 5uL - - -
9R03248M,Dy1,5mg/kg 5ulL - - -
9R03249M,Dy1,5mg/kg 5ul - - -
9R03235M,Dy4,Control 5ul - - -
9R03236M,Dy4,Control 5ul - - -
9R03237M,Dy4,Control 5ul - - -
9R03238M,Dy4,Control Sul - - - R
BlankRai: & -e% Soum Std# 0230 amount=_1.O ml___ I
ion Me : Date & Initiais

Vortex15 Sec \g-\o-cq]é(

5MTBA pH 10 pH= - duclo[l5 [
Pipette 2 mi of 0 25 M Nazco,/o 25 M NaHCO; buffer . gg& g & {
Dispense 5 mi of methyi-t-butyl ether TN-A- iqg g g/
Shake 20 min Shaker speed: i
Lgentnfuge 20-25 min. Centrifuge speed: g&, ) YL
Remove a 4 m| a_liquat of organic layer _ (Y
Put on Nitrogen Evaporator to dryness Temp(:"ature: §Qo.mlemn. wiR
Add methanol Volume_1 O TN-A- é""—_“_j-z-_ "
Vartex 30 sec. %"&m
Filter using a 3cc B-D syringe with a 0.2 um filter into an autosampler vial A M 10/14149

ETS-8-4.1
Extraction of PFOS from Serum

0 Wwue om eontnl rak Swuna QQQL,zlf? L PRLY S

Form Completion |
Vertied By_llLY% 1014144

000560



Extraction Worksheet ETS-8-4.1

Study # Tox 1oS8” Surrogate Std FC Mix FC Mix FC Mix Comments | Verified By
Matrix_ Rgd Serwan Approx. ppm |approx.0.5 ppm| approx.5 ppm | approx.50 ppm
Box#_949. Jue Actual ppm Jactual ppm jactual ppm jactual ppm
WK/Day_4., [*4 #Q9086-13-1_ [#___ia # Ny e
DateSpiked/Analyst |,5-,g-95/5 r~Y v ol
9R03239M,Dy4,Control 5 uL - N
9R03250M,Dy4,5mg/kg 5ulL - -
9R03251M,Dy4,5mg/kg 5 ulL -
9R03252M,Dy4,5mg/kg SuL - B
9R03253M,Dy4,5mg/kg 5 ul R . |
9R03254M.Dy4 5mg/kg 5ul ;
- - ————’._‘—7
. - - L 1
: : =
. - . /’ .
5 Y 2
: : o : :
. . “ s yvj,ﬁ/ -
- D A - -
- - ; - -
- - ———— e, - pser— -
Std# qf;o(‘,rgq amount =__/.{2 ml
T ——— ——
on M ” : Date & Initials
Vortex 15 Sec. 10-19-93/. o
Plpette Matrix, spike with appropriate surrogate or FC Mix Volume é ﬂg mi
y /S Std. # 99026 - .
Pipette 2 mi of FEL Na203/0 25 M Ncho, buffer T Std. #_9%0RL - 14-
Dispense 5 mi of methyl-t-butyl ether TN-A- é;gg
Shake 20 min Shaker speed: ‘ |
Centrifuge 20-25 min. Centrifuge speed: gs;o
Remove a 4 ml aliquat of organic layer
Put on Nitrogen Evaporator to dryness Temperature. Raom lemp.
Add methanol Volume_J o TN A 2y
Vortex 30 sec.
Filter using a 3cc B-D syringe with a 0.2 um filter into an autosampler vial \J v

Cont. Cal. Verifications used same matrix as for std curve.

10/12/99 Draft Attachment A

ETS-8-4.1
Extraction of PFOS from Serum

Form Completion
Verified By {E “'{ e “m‘[ VH

000561



Sample Weights/ Volumes

Prep Date(s): 10/19/99
Analyst(s): SEE

Sample Matrix: Rat Serum
Method/Revision: ETS-8-4.1
Target Analyte(s): PFOS, PFOSA

Study Number: TOX-145
Box: 99-206

Final Solvent & TN Number: McOH/TN-A-2945
Matrix Blank/Identifier: Rabbit Serum/99062-39
Rat Serum/99062-88

Sample Initial
ID Vol.

Verified By:

Comments

9R03230M,Dy,Control LOmbL

NI R

v/t

9R03231M,Dy1,Control

9R03232M,Dy1,Control

9R03233M,Dy1,Control

9R03234M,Dy1,Control

9R03245M,Dy1,5mg/kg

9R03246M,Dy1,5mg/kg -

9R03247M,Dy1,5mg/kg

9R03248M,Dy1,5mg/kg

9R03249M,Dy1,5mg/kg

9R03235M,Dy4,Control

9R03236M,Dy4,Control

9R03237M,Dy4,Control

9R03238M,Dy4,Control -
9R03239M,Dy4,Controi ’

9R03250M,Dy4,5mg/kg

9R03251M,Dy4,5mg/kg

9R03252M,Dy4,5mg/kg

9R03254-1M,Dy4,Smg/kg

9R03254-2M,Dy4,5mg/kg

/
\
\
l
|
/
l
J
—///

=

Summary of method:

Notes:

Review Date

Rts10199

verited v JIUAHID] 11 |4

.

000552



lon Pasr Standard Curves--Fluds

Prep Date(s): 16719199 Study Number: TOX-145
Anslyst(s): SEE Equipment Number:
Sample Matrix: Rat Serum Final Selvent & TN Number: MeOH/TN-A-2945
Method/Revisien: ETS-8-4 | Blank Tisswe/ldeatifler: Rabbit Serum/99062-39
Target Analyte(s): PFOS, PFOSA Rat Serum/99062-33
Box Number: 9-206
FC Mix Std Apprex. 0 500 ppm: 99086-47-2
FC Mix S1d Approx. 5.00 ppm: M086-47-1
FC Mix Std Approx. 50.0 ppm: 99095-33
Surrogate Std Approx. 100 ppm: 99086-13-1 1 Blank serum initial velume (mL) for curves:
Final selvent volume {mL) for curves:
Acrual Concenuations of Standards in the FC Mix
PFOS PFOSA PFOSEA PFOSAA | E1FOSE-OH M3%6 Al All
Std Conc. Std Conc. Std Conc Sud Conc. Sid Conc. 5ud Cone. Am't Spiked nitial Volum
ug/mL ug/ml ug/mL ug/mbL uy/mL ug/mL ml ml
0.5000 0.5005 04997 0.4999 0.5005 0.5010 0.010 1.018
0.5000 0.500% 0.4997 04999 0.5008 0.5010 0.020 1.02%
5.000 5.005 4.997 4999 5 005 5.010 0.005 1.0t0
5000 5.005 4997 4.999 5.005 5.010 0.010 1.015
5.000 5.005 4.997 4.999 5.005 5.010 0.020 1.025
50.00 50.05 49.97 49.99 50.0% 50.10 0.005 1.010
50.00 50.05 4997 49.99 50.05 50.10 0.010 1018
50.00 50.05 4997 49.99 50.05 50.10 0.015 1.020
50.00 50 05 4997 49 99 $0.05 50.10 0.020 1.028
Caiculated Concentrations of Standards is the sampie matrix —
PFOS PFOSA PFOSEA PFOSAA | E(FOSE-OH MsSe Survogate AN
Std Conc. Std Cone. Sud Conc. Sud Conc. |~ Sid Conc. $td Conc. Std Conc. Am't Spiked
ng/ml ag/mb ng/mL ng/mL ng/mL vg/mL mL
493 493 492 493 49) 454 101 0.008
976 9.77 975 9.75 LA oN Surregate
248 248 247 24.7 248 248 Final Conc.
493 493 492 493 493 494
976 97.7 9.5 9715 977 978 496
248 243 247 247 248 248
493 493 492 493 493 4954
38 736 T35 735 36 n?
976 977 975 975 977 973
Calculated Concentrations of Standards ia the 1.0 ml. final soivent volume
PFOS PFOSA PFOSEA PFOSAA | EtFOSE-OH M356 Sarregate —Al
Final Conc. Final Conc. Final Conc. Final Conc. | Final Conc. Sud Conc. Std Conc. Am't Spiked
ng/mL ng/mL ng/mL ng/mL ng/ml mL mi.
5.00 501 5.00 5.00 501 s.ol 10t 0.005
10.0 10.0 100 100 10.0 10.0 Surregate
250 25.0 25.0 25.0 250 251 Final Conc.
500 50.1 300 50.0 s0.1 50.1 npy/mb
100 100 100 100 100 100 503
250 250 250 250 250 251
500 s01 s00 500 s01 so1
750 751 750 750 751 752
1000 1001 999 1000 1001 1002

Sample used for MS/MSD: Rai control serum/99062-33

Initial Volume !nL): 1.00

MSIMSD_Cm in the sample mawrix

Approx. Sud Conc.: 50.0 ug/mL

PFOS PFOSA PFOSEA PFOSAA EtFOSE-OH Mssé
Final Conc. Final Conc. Final Cooc. Final Conc. | Final Coec. Std Conc.
nml ngmL oymL | oyl | agmi |
243 243 247 247 u s
248 248 247 247 243 248
Sample used for MS/MSD: Rat contro) serum/99062-38 Approx. Std Conc.:
MS/MSD Conc. in the final solvent Initial Vohume (mL): 1.00
PFOS PFOSA PFOSEA PFOSAA LtFOSE-OH Mssé
Std Conc. Std Conc. Sud Conc. Std Conc. Sud Conc. Sud Conc. us ““'
ug/mL _uyml ug/mL ug/mlL upml € Shouwd
250 250 250 250 250 251 “‘“
250 250 250 250 250 251 )
e
Ris1019¢

Am't Spiked
Vol. (mL)
0.005

$0.0 ug/ml.

Am't Spiked
Vol. (mL)
0.005

Final Vol. (mL)

1.00

Prinkd v/ 19/
3

el 1014/

000563



DILUTIONS SUMMARY SHEET

Study: TOX-145 A Solvent/TN Number: MeOH, TN-A-2945

Dilution Date/Analyst: MCH, 10/21/99/(/“’“0/,,/ /51”) Extraction Date/Analyst: SEE, 10/19/99
Box #: 99-206 | Matrix/Timepoint: Rat Sera Days 1&4
sample number : DILUTIONS
or descrpition 1:50 I: 1: l: 1: I 1: Comments Verified By
9R03245M, Day 1, Smg/kg  |DS0 - - - - - - N /k GHL_[o2llA
OR03246M, Day 1, Smg/kg |D50 - . - . - - | /A

9R03247M. Day 1, Smg/kg ]D50 - - - - - -

9R03248M, Day 1, Smg/kg |D50 - - - ; . .

YR03249M, Day 1, Smg/kg  |DSO - - - - . .

9R03250M, Day 4, Smg/kg  |DSO - - ) . . .

9R03251M, Day 4, Smg/kg  |DS0 - - . R . .

9R03252M, Day 4, Smg/kg |D50 - - - - - -

9R03254-1M, Day 4, Smg/kg|D50 - . - - . . [ /
9R03254-2M, Day 4, Smg/kg|D50 - - ; R - . \\/ \
———
]
atl D/ aiiq/
| A
"]
/

_—

/

s\\.

A —

¥95000

Notes: D50=20 uL sample + 980 uL. MeOH. 4\ 0 (D)’N/QQ

Form Completion

Verified By: &ML /0/{[77




Extraction Worksheet ETS-8-6.0

() Kok = 20/05/55

Study #_/ Ox /&2 Surrogate 5td © FC Mix | FC Mix FC Mix Comments | Verified By
Matrix_ 2404+ Lo -¢  |Approx. ppm |approx.0.5 ppm, approx.5 ppm | approx.50 ppm
Box#__9¢-2o0c Actualf ppm |actual ppm iactual ppm jactual ppm
WK/Day__ NV /4 # Popgi-17 /% &zfz--ﬁ-f # Bobe oS- M 95074 -yu-)
DateSpiked/Analyst /a/; ey NI r0/23p5As~ | ) ofbskes - e
2731 1022 ¢ -H208Blk =/ 5.0ul /i) P |
-LiverBlk - [ 50ul - /7 7 ]
-6ppb-1 5.0 ul 7~ 2ul 7 7 7
-12ppb-1 5.0 ul | 4 ul / 7
-30ppb-1 50ul | 10 ul 7/ 7
60ppb-1 5.0 ul 20 ul 4 7
-120ppb-1 5.0ul 40 ul > V2 [
-300ppb-1 5.0ul i P 10 ul =~ i
-600ppb-1 5.0ul ! / 20 ul / \
! -900ppb-1 5.0 ul / 30 ul / X
N -1200ppb-1 5.0 ul P 4 ul { \
/- R )-“
N
\ =
AN
\
S~
\\ .
~—_ ;
\Q/) )/q g
| ,n “L'/\\ —
\
\\
—
—— '}—S
Blank - Stdf @5pJ5-/7-S amount=/ o ml A4/¢3 g/ml
[Civer ExtractuonMethod — E15-8-6.0 ; Date & Initials
Vortex 15 Sec. /g% zz W/
Plpette Matrix, sptke wnh appropnate surrogate or FC-Mix Volume [
Dlspense 5mi of methyl-t-butyl ether TN-A- éggé
Shake 20 min Shaker speed: S |
ge 20-25 min. Centrifuge speed., Z /; é é
[Remove a 4 m) aliquat of organic layer
Put on Nitrogen Evaporator to dryness Temperature: Koom lemp,
Add methanol Volume_(¢ & mi IN-A-_L%4 1 /a/éf/‘if —La
Vortex 30 sec. )
[Filter using a 3cc B-D syringe with a 0.2 um filter into an autosampler vial N2

Cont. Cal. Verifications used same matrix as for std curve.

ETS-8-30 Form Completion
10/12/99 Draft Attachment A Extraction of PFOS from Liver Verified By See. 10/25/97

0A0565




lon Pair Standard Curves—Tissues

IPSE-10259Liv-99086-44- | xls

Prep Date(s): 10/25/99 / B /9 5 Study Number: TOX148
Analyst(s): RWW /V;‘U v fe// Equipment Yflumher:
Sample Matrix: Rabbit Liver Final Solvent & TN Number: MeOH/TN-A-2945
Method/Revision: ETS-8-6.0 Rabbit Liver/99086-13-5
Target Analyte(s): See below
Box Number: 99-206
FC Mix S«d Approx. 0.500 ppm: 99086-44-3
FC Mix Sud Approx. 5.00 ppm: 99086-44-2
FC Mix Std Approx. 50.0 ppm: 99086-44-1
Surrogate Std Approx. 101 ppm: 99086-13-11 Blank liver initial density (g) for curves: 0.163
Finat solvent volume (mL) for curves: 1.000
Actual C: of Standards in the FC Mix
PFOS PFOSA EtFOSE-OH M356 M570 MeFOSE-OH POAA PFHS All All All
Std Conc. Std Conc. Std Conc. Std Conc Std Conc. Sid Conc. Std Conc. Std Conc. Am't Spiked Density Vol.
ug/mL ug/ml ug/mL ug/mL ug/mL ug/mL ug/mL ug/mL mL g mL
0.5004 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.002 0,163 1.000
0.5004 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.004 0.163 1.000
0.5004 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.010 0.163 {.000
0.5004 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.020 0.163 1.000
0.5004 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.040 0.163 1.000
5.004 5.000 5.000 5.000 5.000 5.000 5.000 5.000 0.010 0.163 1.000
5.004 5.000 5.000 5.000 5.000 5.000 5.000 5.000 0.020 0.163 1.000
5.004 5.000 5.000 5.000 5.000 5.000 5.000 5.000 0.030 0.163 1.000
50.04 50.00 30.00 50.00 50.00 50.00 50.00 50.00 0.004 0.163 1.000
Calculated C: of Standards in the sample matrix
PFOS PFOSA EtFOSE-OR| M3s6 MS70 MeFOSE-OH POAA PFHS Surregate All
Std Conc. Std Cone. Std Conc. Std Conc. Std Conc. Std Conc. Std Cong. Std Conc. Std Cone. Am't Spiked
ng/g ng/g ng/g nyg ng/g ng/g ng's ng/g ug/ml mL
6.14 6.13 6.13 6.13 6.13 6.13 6.13 6.13 101 0.005
123 123 12.3 123 123 123 123 123 Surrogate
307 30.7 30.7 30.7 30.7 30.7 30.7 307 Final Conc,
614 61.3 61.3 61.3 613 61.3 613 61.3 ng/g
123 123 123 123 123 123 123 123 3098
307 307 307 307 307 307 307 307
614 613 613 613 613 613 613 613 e —
921 920 920 920 920 920 920 920
1228 1227 1227 1227 1227 1227 1227 1227
Calculated C. of Standards in the 1.0 mL final solvent volume
PFOS PFOSA EtFOSE-OH MSSs M570 MeFOSE-OH POAA PFHS Surregate All
Final Conc. Final Conc. Final Conc. |  Final Conc. Final Conc. Std Coac. Std Conc. Std Cone. Std Conc. Am't Spiked
ng/mL ng/mL ng/mlL ng/mL ng/mL ng/ml, ng/mL ng/mL ug/mL mL
1.00 1.00 1.00 1.00 1.00 1.00 .00 1.00 101 0.008
2.00 200 2.00 200 200 200 2.00 2.00 Surrogate
5.00 5.00 5.00 5.00 5.00 5.00 $.00 5.00 Final Conc.
100 0.0 100 10.0 10.0 10.0 10.0 10.0 ng/mL
20.0 200 20.0 200 200 200 20.0 200 505
500 50.0 500 50.0 50.0 50.0 50.0 50.0
100 100 100 100 100 100 100 100
150 150 150 150 150 150 150 130
200 200 200 200 200 200 200 200
Sample used for MS/MSD:  No MS/MSD Approx. Std Conc.: 5.00 ug/ml
MS/MSD cakc. In matrix Initial Wt. (g): 1.000 Initial Volume (mL): 5.00 6.00 Am't Spiked (mL)  Density
PFOS PFOSA EtFOSE-OH Ms5356 M5S0 MeFOSE-OH POAA PFHS 0.010 0.167
Final Conc. Final Conc. Final Conc. Final Conc. Final Conc. Std Conc. Std Conc. Std Conc.
ng/s nyg ng/g op/g L 4] ny/g ng/g ng/g
300 300 300 300 300 300 300 300
300 300 300 300 300 300 300 300
Sample used for MS/MSD:  No MS/MSD Approx. Std Conc.: $.00 ug/mL
MS/MSD cale. In solvent Initial Wt, (g): 1.000 Initial Volume (mL): 5.00 6.00 Am't Spiked (mL) Final Vol.
PFOS PFOSA tFOSE-OH MS36 M570 MeFOSE-OH POAA PFHS 0.010 1.000
Final Conc. Final Conc. Final Conc. Final Conc. Final Conc. Std Conc. Std Conc. Std Conc.
ng's ny's ngg ng/g ngg ng'g ogg ng/g ¢ 3; P shoeld Cued
30 350 50 50 50 0 so 50
50 50 50 50 50 50 50 50 Nyttt g )46 g0
{ ol Ay l 14



Extraction Worksheet ETS-8-4.1

Study #_7 2 x / 7/: Surrogate Std FC Mix FC Mix FC Mix Comments | Verified By
Matrix__/7, -2 |Approx. ppm |approx.0.5 ppm| approx.5 ppm | approx.50 ppm
Box # 9-2oc Actual ppm Jactual ppm |actual ppm |actual ppm
WKDay___ A A #_SleTei) o v Rogy A4-5|# ?g[ix‘”-i #_Seki-vo-/
DateSpikediAnalyst |/o/2./o5-#ats | /ofsa/55 P | fufosos—Ruvo | otulss —Run/
K53 (e 22 5 -H20Bkk - | 50u [ ayn Wi wia \ [
-SeraBlk - J 50 ul ; \
-5ppb —/ 5.0 ul g 10 ul \
-10ppb -/ 5.0 ul 20 ul A \
| -25ppb -/ 5.0ul nNin 5ul
[ -50ppb - / 50ul 10 ul
[ -100ppb. / 5.0 ul 20 ul 4
-250ppb - / 5.0 ul oln S5ul
-500ppb ~ / 5.0 ul 10 ul
-750ppb ~ / 50ul 15 ul \
v -1000ppb -/ 5.0 ul \ 20 ul / {
\ \
—
e
la
K& 2/
Ly S |
i \
| \\
| T~
\‘
N
ok JT07 7 37y SUF Z30d 7757  swon-ZZml_ -
Serum Extraction Method_ ETS-8-4.1 : Date & Initials
Vortex 15 Sec. Lo22059 —~ 20 ./
Pipette Matrix, spike with appropriate surrogate or FC-Mix Volume é'g o m I
Pipette 1 ml of 0.5 M TBA, pH 10. pH=/¢ o, 99-Ron/ Std. # ’ &n
Pi .25 M Na,C0,/0.25 M NaHCO, buffer 7
Dispense 5 mi of methyl-t-butyl ether . TN-A-__ 2
Shake 20 min Shaker speed: J¢¢
'ﬁentn’fuge 20-25 min. Centrifuge speed_ 3 J 20
‘Remove a 4 mi aliquat of organic layer
Put on Nitrogen Evaporator to dryness Tempezfafure: Room Temp. {
Add methanol Volume_ 0 » 1 TN-A-_ 27¢75 /p/é Y59 -../Jﬁ!rj‘}u/
Vortex 30 sec. )
Filter using a 3cc B-D syringe with a 0.2 um filter into an autosampler vial NZ

Cont. Cal. Verifications used same matrix as fer sid curve.

ETS-2-41 Form Completion
10/12/99 Draft Attachment A Extcaction of PFSS trom Serum Verified By_>¢+~ jo/a$

000557




lon Pair Standard Curves--Fluids

Prep Date(s): 10/25/99 /; & Study Number: TOX143
Annlyst(s): RWW /.'(, v /"/} a4 Eyuipment Number:
Sample Matrix: Rabbit Serum Finnl Solvent & TN Number: MeOH/TN-A-2948
Method/Revision:  ETS-3-4.1 Blank Tissue/ldentifier: Rabbit Sera/TNA-2382
Target Analyte(s): Below
Box Number: 99-206
FC Mix Std Approx. 0.500 ppm: 99086-44-3
FC Mix Std Approx. 5.00 ppm: 99086442
FC Mix Sid Approx. 50.0 ppm: 9908644 1 .
Surcogate Std Approx. 101 ppm: 99086-13-11 Biank serum initial valume (mL) for curves: 1.00
Final solvent volume (mL) for curves: 1.00
Actual Concentrations of Standards in the FC Mix
PFOS PFOSA EtFOSEOH Mis6 Ms70 MeFOSEOHR POAA PFHS Al All Alt
Std Conc. $td Conc. Std Conc. Std Conc. Std Conc. Std Conc. Std Conc. Std Conc. Am't Spiked Initial Volume Final Vol.
ug/mL ug/mL ug/mlL ug/mL ug/mL ug/mL ug/mL ug/mL mL mL mlL
0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 #VALUE! 1.000
0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.010 1018 1.000
0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.020 1.025 1.000
5.000 5.000 5.000 5.000 5.000 5.000 5.000 5.000 0.005 1.0t0 t.000
5.000 5.000 5.000 5.000 5.000 5.000 5.000 5.000 0.010 1.015 1.000
5.000 5.000 5.000 3.000 5.000 5.000 5.000 5.000 0.020 1.025 1.000
50.00 50.00 50.00 50.00 50.00 50.00 50.00 50.00 0.005 1.010 1.000
50.00 50.00 50.00 50.00 50.00 50.00 50.00 50.00 0.010 1.015 1.000
50.00 50.00 50.00 50.00 50.00 50.00 50.00 50.00 0.015 1.020 1.000
50.00 30.00 50.00 50,007 50.00 50.00 50.00 50.00 0.020 1.028 1.000
Calculated Concentrations ofwds in the sample matrix o
PFOS PFOSA EtFOSEQH MSS6 Ms70 MeFOSEOH POAA PFHS Surrogate All
Std Conc. Std Conc. Std Conc. Std Conc. Std Conc. Sud Conc. Std Conc. Std Cone. Std Conc. Am't Spiked
ng/mL ng/mL ng/ml ng/mL ng/mlL ng/mL mlL ng/mL ug/mL ml
#VALUE! WVALUE! #VALUE! ¥VALUE! #VALUE! ¥VALUE! #VALUE! #VALUE! 101 0.005
4.93 493 4.93 4.93 493 493 493 493 Surrogate
9.76 9.76 9.76 9.76 9.76 9.7 9.76 9.76 Final Conc.
248 248 248 243 243 24.8 243 248 nymL
433 493 493 493 493 493 493 49.3 498
97.6 97.6 97.6 97.6 976 976 976 97.6
248 248 248 248 248 248 248 248 b
493 493 493 493 493 493 493 493
35 735 735 735 735 738 s 735
976 976 976 976 976 976 976 976
Calculated C of Standards in the 1.0 ml. final solvent volume
~ PFOS PFOSA EtFOSEOH MS56 MS70 MeFOSEOH  POAA PFHS Surrogate All
Final Cone. Final Conc. Final Conc. Final Conc. Final Conc. Std Cone. Std Conc. Std Conc. Std Comc. Am't Spiked
ng/mL ng/mL ng/mL mL ng/mL og/mL ug/mL ml
#VALUE! ¥WVALUE! ¥VALUE! WVALUE! | #VALUE' | WVALUE! #VALUE! #VALUE! 101 0.005
5.00 5.00 5.00 5.00 5.00 5.00 5.00 5.00 Surrogste
10.0 100 100 100 10.0 100 10.0 10.0 Final Conc.
25.0 250 250 250 250 250 25.0 250 ng/mL
50.0 300 50.0 50.0 0.0 500 500 50.0 505
too 100 100 100 100 100 100 100
250 250 250 250 250 250 250 250
500 500 500 500 500 500 500 500
750 750 750 750 750 730 7% 750
1000 1000 1000 1000 1000 1000 1000 1000
Sample used for MS/MSD: No MS/MSD Approx. Std Conc.: 50 ug/ml Am't Spiked
MS/MSD Conc. in the sample matrix Initial Volume (ml): 1.00 2.00 Vol. (mL)
PFOS PFOSA EtFOSEOH MS556 MSs70 MeFOSEOH POAA PFHS 0.005
Final Cone. Final Conc. Final Conc. Final Conc. Final Conc. Std Conc. Std Conc. Std Conc.
ng/mL ng/mL ng/mL ng/mi ng/mi. ng/ml ng/ml. ng/mL
248 248 248 248 248 248 243 243
243 248 2438 248 248 248 243 248
Sample used for MS/MSD: No MS/MSD Approx. Std Conc.. S0ug/ml Am't Spiked
MS/MSD Conc. in the final solvent Initial Volume (mL): 1.00 2.00 Vol. (mL)
PFOS PFOSA EtFOSEOH M356 MS70 MeFOSEOH POAA PFHS 0.008
Std Cone. Std Conc. Std Conc. Sid Conc. Sud Conc. Sid Cone. Std Conc. Std Conc. Final Vol. (mL)
ug/ml. ug/ml. ugfml ug/ml ug/mL ug/mlL ugmb ug/mL 1.00
256 350 250 lgso 50 g.lso e !2/50 M) ImL ghguta
bl b 2 2 2 2
150 250 250 250 250 250 250 250 foed nylme Wy [9$ 3~

IPSE-10259Ser-99086-44-1 xls

Sl'fc;/a ¢l

Q06568




Sample Extraction Sheet

Prep Date(s): ///Il/f’ ::(ud.y .Vumt;er: hTo)(/l/s’
Analyst(s): “quipment Number:
Sample Matric: Jocen £0 Notebook# and Page:

Method/Revision:

Final Solvent: g s 72/-4 2r7iF
Target Analyte(s): ?ﬁS/P’Aﬂ'

Procedure Detail

Posn [Pros — ZoL8 -~ 37-2 éi Poan = Sjo — s
Oy

T27D — Pokd =3, /0/77,.

To¢ [Poas

—
= -‘/“'5 yl2lia)

/

/
/
< E——

Extraction-1 Template
Review Date EmporeExtractionP3 xls Page | of

000569




Sample Extraction Sheet

Prep Date(s): /y”/f’ Study Number: Tox/YS
Analyst(s): Zas Equipment Number:
Sampie Matrix: 7" . Nutehook# and Page:
Method/Revision: Final Solvent: kot - WA ’d?‘{
Target Annly(c(s):ﬁ; Q/hM
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Procedure Detail
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Prep Date(s): "3/23/75
Analyst(y): Tas

Ssmpie Matrix: Toer
Viethod/Revision:

Target Analyte(s): FFosa

Foka JPF>

Sample Extraction Sheet

:

Study Number: Fiox /o5
Equipment Number:

Notebookd snd Page

Final Solvent: Masiv T A - FIF

Procedurs Detail
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FN-i

Fn

Extraction Worksheet ETS-8-4.1

o

|Study # TQX 145 Surrogate Std FC Mix ~ FC Mix FC Mix Comments | Verified By
Matrix. Rat Sera Approx.100ppm | approx.0.5 ppm| approx.5 ppm | approx.50 ppm
Box # 99-208 Actualic| ppm  jactual¢.~5 ppm Jactual 5.C ppm |actual<< cppm
WK/Day: Day 29 #HIXK ~ (> || [#MDE -4]-d [#99. Se-47-1 |95 - 33

DateSpiked/Analyst |41/44 /{07 /94 > (UL i1 [pi[ 94
RBS511039-250ppb-CCV& 10 5 ul - - 5ul s X
RTS11039-SeraBlk-9&10 5ul - - - ‘f'&
RTS11039-250ppb-MS9 5 uL - - Sul /
RTS11039-250ppb-MSD10 5ulL - - 5ulL
RBS11039-H20BIk-9&10 S5ul - - -
RBS11039-SeraBlk-9&10 5uL - - - ]
RBS11039-5ppb-9&10 5uL 10 uL - - |
RBS11039-10ppb-9&10 5ubL 20 uL - - |
RBS11039-25ppb-9&10 5ul - 5ul -
RBS11039-50ppb-9410 S5ul - 10 uL -
RBS11039-100ppb-9&10 5uL - 20 ul -
RBS11039-250ppb-9&10 5 ul - - 5ul
RBS11039-500ppb-9&10 5uL - - 10 uL
RBS11038-750ppb-9&10 5ul - - 15 ul
RBS11039-1000ppb-9&10 5uL - - 20 ul
9R03240M-0-Day 29 5uL - - - { Irg/qg 5
9R03241M-0-Day 29 5uL - - - \ )
9R03242M-0-Day 29 5uL - - - \
9R03243M-0-Day 29 5ul - - - \ WA
9R03244M-0-Day 29 5ul - - - \
9R03255M-5mg/kg-Day 29 5 ulL - - - \
9R03256M-5mg/kg-Day 29 _ 5 ul - S - -
9R03257M-5mg/kg-Day 29 5ul - - -
9R03258M-5mg/kg-Day 29 5ul - - - J)
SR03259M-5mg/kg-Day 29 5uL - - - y
Blank. Rabbit Sera Std# O 3 - G4 amount= |.0_ ml _
Serum Extraction Method ETS-8-4.1 : Date & Initials
Pipette Matrix, spnke with appropriate surrogate or FC Mix Volume P
Pipette 1miof 0.5 M TBA, pH 10. pH= ] 7
Pipette 2 ml 0f 0.25 M Na,C0y0.25 M NaH003 i
Dispense 5 mi othyl-tyl ether N v 4,
Shake 20 min : T lA
Centrifuge 20-25 min. Centrifuge speed. 3500 pm
Remove a 4 ml aliquat of organic layer 4
Put on Nitrogen Evaporator to dryness m 12]95 Cae
Add methanol olume_:C__m TN-A- &. e
Vortex 30 sec. 1,
L-F—?ilter using a 3cc B-D syringe with a 0.2 um filter into an autosampler vial Y

Cont. Cal. Verifications used same matrix as for std curve.

FN-1: The MS/MSD and associated sera blanks were taken from control rat sera TCR A4Ci 2 §C - Mada (163 )90

FN-2 - R230030 - ‘,COCﬁg\o - - T

Blusn dowr

10/12/99 Draft Attachment A

ncteea after ac\c\\an MeChr That saemple Wwad aot Lom‘:\etetj
vhowace On AECANA Fashed vt Methed a$ 1
Ui |\|05|f1¢\

-—
I—Pm

ETS-8-4.1
Extraction of PFOS from Serum

Form Completion
Verified By 77 Sea
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Prep Date(s): 11/03/99
Analyst(s): MCH

Sample Matrix: Rat Sera
Method/Revision: ETS-8-4.1
Target Analyte(s): PFOS, PFOSA
Box Number: 99-208

FC Mix Std Approx. 0.500 ppm: 99086-47-2
FC Mix Std Approx. 5.00 ppm: 99086-47-1
FC Mix Std Approx. 50.0 ppm: 99095-33

lon Pair Siandard Curves--Serum

.

Study Number: TOXi45

Equipment Number:

Final Solvent & TN Number: McOH TN-A-2997
Blank Tissue/Identifier: Rabbit Sera TCR99062-94

Surrogate Std Approx. 100 ppm: 99086-13-11 Blank serum initial volume (mL) for curves: 1.00
Final solvent volume (mL) for curves: 1.00
Actual C of Standards in the FC Mix —
PFOS PFOSA PFOSAA EtFOSE PFOSEA M586 Al All Al
Std Conc. Std Conc. Std Conc. Std Conc. Std Conc. Std Conc. Am't Spiked Initial Volum Final Vol.
ug/mL ugmL ug/mL ug/mL ug/mL ug/mL mL mL mL
0.5000 0.5005 0.4997 0.4999 0.5005 0.5010 0.010 1.015 1.000
P 0.5000 0.5005 0.4997 0.4999 0.5005 0.5010 0.020 1.025 1.000
5.000 5.005 4997 4.999 5.005 5.010 0.005 1.010 1.000
5.000 5.005 4997 4.999 5.005 5.010 0.010 1015 1.000
5.000 5.005 4.997 4.999 5.005 5.010 0.020 1.025 1.000
50.00 50.08 49.97 49.99 50.05 50.10 0.005 1.010 1.000
50.00 50.05 49.97 - 4999 50.05 50.10 0.010 1.015 1.000
50.00 50.05 49.97 49.99 50.05 50.10 0.015 1.020 1.000
50.00 50.05 49.97 49.99 $0.05 50.10 0.020 1.025 1.000
Calculated C of Standards in the sample matrix
PFOS PFOSA PFOSAA EtFOSE PFOSEA M356 Surrogate All
Std Conc. Std Cone. Std Cone. Std Conc. Std Conc. Std Conc. Std Conc. Am't Spiked
ng/mL ng/mL ng/mL ng/mL ng/mL ng/mL ug/ml mL
4.93 493 492 493 493 494 101 0.005
9.76 9.77 9.75 9.75 9.77 978 Surrogate
24.8 248 24.7 247 248 24.8 Final Conc.
493 493 492 493 493 494 ng/mL J
97.6 97.7 97.5 97.5 N7 97.8 498
248 248 247 247 248 248
493 493 492 493 493 494
735 736 735 735 736 737
976 977 975 975 977 978
: Calculated C of Standard: 'm!hel.‘o_ml.ﬁmlsolvcmvolun_x_e
1 PFOS PFOSA PFOSAA EtFOSE PFOSEA MSS6 Surrogate All
Final Conc. Final Conc. Final Conc. Final Cone. Final Conc. Std Conc. Std Conc. Am't Spiked
ng/mlL ng/mL ng/mL ng/mL ng/mL ng/mL ug/mL mL
5.00 5.01 5.00 5.00 5.01 5.01 101 0.005
10.0 100 100 10.0 10.0 10.0 Surrogate
25.0 250 25.0 25.0 250 25.1 Final Conc.
50.0 50.1 50.0 50.0 50.1 50.1 ng/ml
100 100 100 100 100 100 505
250 250 250 250 250 251
500 501 500 500 501 501
750 751 750 750 751 752
1000 1001 999 1000 100! 1002
Sample used for MS/MSD:  TCR99062-30 Approx. Std Counc.: 50.0 ug/mL Am’t Spiked
MS/MSD Conc. in the sample matnix Initial Volume (mL): 1.00 Vol. (mL)
PFOS PFOSA PFOSAA EtFOSE PFOSEA MSs6 0.005
Finaj Conc. Final Conc. Final Conc. Final Conc. Final Conc. Std Conc.
ng/mL ngmlL ng/mL ng/mL ng/mL ng/mi.
248 248 247 247 248 248
248 248 247 247 248 248
Sample used for MS/MSD:  TCR99062.30 Approx. Std Conc.: 50.0 ug/mL Am't Spiked
MS/MSD Conc. in the final solvent Initial Volume (mL): 1.00 Vol. (mL)
PFOS PFOSA PFOSAA EtFOSE PFOSEA M5Ssé 0.005
Std Conc. Sud Conc. Sud Conc. Std Conc. Std Conc. Std Conc. Final Vol. (mL)
ug/mL ug mL ug/mL ug/ml ug/mL ug/mL 1.00
250 250 250 250 250 251
250 250 250 250 250 251
Yor. h“’ll /M
b “ﬁ) : AJ
Toxi45 } J,J
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DILUTIONS SUMMARY SHEET

Study: TOX145 nls / 44 Solvent/TN Number: MeOH TN-A- 3330
Dilution Date/Analyst: 11/5/99 MCH M 'l Extraction Date/Analyst: MCH 11/3/99
Box #: 99-208 Matrix/Timepoint: Rat Sera Day 29
sample number DILUTIONS
or descrpition 1:10 Loy I N I: N& I: pp INa I N Comments Verified By
9R03255-5mg/kg-Day 29 D10 - - - - - - N 50 w\s\an
9R03256-5mg/kg-Day 29 D10 - - - - - - 1
9R03257-5mg/kg-Day 29 D10 - . ; . . .
9R03258-Smg/kg-Day 29 D10 - - - q - -
9R03259-Smpg/kg-Day 29 D10 - . N - . .
—_— ]
—

\ 41’// \J/ \V

Notes: D10=100 uL sample + 900 uL. McOH. jux 1[5 |7
Form Compjgtion
Verified By ¢ 1iyvlaq




Extraction Worksheet ETS-8-6.0

a1/ 5 /25

Pronin =01y 155 Mo

Study #_TOX-145 Surrogate Std FC Mix FC Mix FC Mix Comments | Verified By
Matrix_Rat Liver Approx. ppm |approx.0.5 ppm| approx.5 ppm | approx.50 ppm
Box # 99-211 Actual /#/ ppm |actual ppm jactual ppm |actual ppm
WK/Day_Day 29 #.;M #fzwf #ﬁa_zzz fﬁz&zz[
DateSpiked/Analyst |i/vhs —pavclipltls A wra) Y/ —tui |2ho5 —2un) | fdoc
KALI(09 5 ~ -COV-{/gf-7_ 5.0 ul 10 ul R LR
-MS- 5.0 ul 4 10 ul / |
1?[//,@ -MSD- 5.0 ul ey 10 ul / v
 Jio Y 9 -H20BIk-1&2 5.0 ul - / / Lo [1os/qk
-LiverBIk-182 5.0 ul / / / NS
-6ppb-1&2 5.0ul 2ul / /
-12ppb-18&2 5.0 ul 4yl / /
-30ppb-1&2 5.0ul 10 ul / /
-60ppb-142 5.0 ul 20 ul / L
-120ppb-1&2 5.0ul 40 ul / Y
) -300ppb-1&2 5.0 ul 10 ul /
| -600ppb-1&2 5.0 ul ) 20 ul {
} -900ppb-1&2 50ul _ pd 30ul /
J -1200ppb-1&2 5.0 ul / = 4 ul ,
/ / v
Sample numbers and weights noted on a separate page - add 570 ul surrogate to all samples.
- >
—
" P—
- LV /5 3
U Vi
/
———
Bark-p. 7] 7 Zigev o087 7S amount=Z 2 m___ 3.77 7 gim TS
Liver Extrgcﬁon Method ETS-8-6.0 Date & initials
Vortex 15 Sec. /399 _ pleon
Pipette Matrix, spike with appropriate surrogate or FC-Mix Volume v
Pipette Tmiof 0.5 M 1BA, pH 10, pri=. S0 p ™ I
Pipette 2 ml of 0.25 M Nas G070 25 M Na |
[Dispense 5 mi of methyl-t-butyl ether Vv
|Shake 20 min _Shaker speed_7 U
Centrifuge 20-25 min, Centrifuge speed: BN,
Remove a 4 ml aliquat of organic layer
Evaporator (o dryness :
Add methanol Volume /.0 mi TN-A-_ L5567 liw yfedhd
Vortex 30 sec. P
T’Tter using a 3cc B-D syringe with a 0.2 um filter into an autosampler vial \'%

Cont. Cal. Verifications used same matrix as for std curve.

ETS-8-6.0

10/12/99 Draft Attachment A Extraction of PFOS from Liver

Form Completion
Verified By,

oo
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Prep Date(s): 11/3/99
Analyst(s): RWW

Sample Matrix: Rat Liver
Method/Revision: ETS-8-6.0

&/‘l’/n./-///,V/fﬁ ./Q}‘/

Sample Weights/ Volumes

Study Number: TOX145
Equipment Number:

Final Solvent & TN Number: MQ Water
Matrix Blank/Identifier: Rabbit Liver/99086-13-§

Target Analyte(s): PFOS, PFOSA Box: 99-211
Sample Initial MQ Water Verified By: Comments
ID Wt mil
g

9R03240/M/Day29/Control 0202 S ml ——
9R03241/M/Day29/Control i 5 mi /
9R03242/M/Day29/Control [ OA2 5 S mi — -
9R03243/M/Day29/Control /1) 77 5 ml WHAT Je s
9R03244/M/Day29/Control /1 02/ 5 ml “) /1T
9R03255/M/Day29/5mg/kg /2270 S ml
9R03256/M/Day29/5mg/kg 1 /200 Sml P
9R03257/M/Day29/Smg/kg [ OAZ ) S ml e
9R03258/M/Day29/5mg/kg Lple s S ml /
9R03259/M/Day29/Smg/kg L oY/7 5ml <

[ —S

/ /
//
) — o o
Lo T
7.5
_— [T

/

/

/

[

Summary of method:

Notes:

Review Date

Weight Volume Sheet-101299.xlIs

Form Approved by/Date:

Form Completion
Verified By: ML@; “ ’(ZH ‘ﬁ 9
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C’flgﬂn J/ - ///)’/9;

fon Pair Standard Curves--Tissues

.

Prep Date(s): 117499 / /";' Study Number: TOXI145
All::yll(l): RWW Rewws -7 y 7z / Equipment Number:
Sample Matrix: Rabbit Liver Final Solvent & TN Number: MecOH/TN-A-2997
Method/Revision: ETS-8-6.0 Rabbit Liver/99086-13-5
Target Analyte(s): See below
Box Number: 99-211
FC Mix Std Approx. 0.500 ppm: 99086443
FC Mix Std Approx. 5.00 ppm: 99086-44-2
FC Mix Std Approx. 50.0 ppm: 99086-44- |
Surrogate Std Approx. 10! ppm: 99086-13-11 Blank liver initial density (g) for curves: 0.163
Final solvent volume (ml.) for curves: 1.000
Actual Concentrations of Standards in the FC Mix
PFOS PFOSA E«FOSE-OH M3iss Ms70 MeFOSE-OH “POAA PFHS | All All All
Std Conc. Std Conc. Sid Conc. Std Conc. Std Cone. Sud Conc. Std Conc. Std Cone. Am't Spiked Density Vol.
ug/ml ug/mL ug/mL ug/mL ug/ml, ug/mL ug/ml. ug/mlL mbL 4 mL
0.5004 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.002 0.163 1.000
0.5004 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.004 0.163 1.000
0.5004 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.010 0.163 1.000
0.5004 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.020 0.163 1.000
0.5004 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.040 0.163 1.000
5.004 5.000 5.000 5.000 5.000 5.000 5.000 5.000 0.010 0.163 1.000
5.004 5.000 5.000 5.000 5.000 5.000 5.000 5.000 0.020 0.163 1.000
5.004 3.000 5.000 3.000 5.000 3.000 5.000 5.000 0.030 0.163 1.000
30.04 $0.00 30.00 30.00 30.00 50.00 30.00 $0.00 0.004 0.163 1.000
Calculated Concentrations of Standands in the sampile matrix
PFOS PFOSA EtFOSE-OH| M3s6 M570 MeFOSE-OH POAA PFHS Surrogate Al
Std Conc. Std Cone. Std Conc. Std Conc. Std Cone. Std Conc. Std Cone. Std Conc. Std Conc. Am't Spiked
ng/g ng/g og/g ng/g ng/g ag/g ng/s ng/g ug/mb mL
6.14 6.13 6.13 6.13 6.13 6.13 6.13 6.13 [} 0.005
12.3 123 123 123 123 12.3 12.3 123 Surrogate
307 307 307 30.7 307 30.7 30.7 307 Final Cone.
614 613 613 61.3 613 613 613 61.3 ng/g
123 123 123 123 123 123 123 123 3098
307 307 307 307 307 307 307 307
614 613 613 613 613 613 613 613 e
921 920 920 920 920 920 920 920
1228 1227 1227 1227 1227 1227 1227 1227
Calculated Co of Standards in the 1.0 mL final solvent volume
PFOS PFOSA EtFOSE-OH MSsé MSs70 MeFOSE-OH POAA PFHS Surrogate Al
Final Conc. Final Conc. Final Conc. | Final Conc. Final Conc. Std Conc. Std Conc. Std Conc. Std Conc. Am't Spiked
ng/mL ng/ml ng/ml. ng/mL ng/mL ng/mL og/mL ag/ml. ug/mL mL
1.00 1.00 1.00 1.00 1.00 1.00 1.00 1.00 101 0.005
2.00 2,00 2.00 2.00 2.00 2.00 2.00 2.00 Surrogate
5.00 5.00 5.00 3.00 5.00 5.00 5.00 5.00 Final Conc.
10.0 10.0 100 10.0 10.0 10.0 10.0 100 ng/mL
200 200 200 200 200 20.0 20.0 200 508
50.0 30.0 30.0 50.0 500 30.0 50.0 500
100 100 100 100 100 100 100 100
150 150 150 150 150 150 150 150
200 200 200 200 200 200 200 200
Sample used for MS/MSD: 9R03240 Approx. 51d Conc.: 5.00 ug/mL
MS/MSD calc. In matrix knitial We. (g): 1.020 Initial Volume (mL): 5.00 6.00 Am't Spiked (mL)  Density
PFOS PFOSA EtFOSE-OH M3s6 Ms70 MeFOSE-OH POAA PFHS 0.010 0.169
Final Conc. Final Conc. Final Conc. | Final Conc. Final Conc. Std Conc. Std Conc. Std Cone.
ng/g ngg ogs ng/g ng/s ng/g nyg s
295 295 295 295 295 295 295 295
295 295 295 295 295 295 295 295
Sample used for MS/MSD: 9R03240 Approx. Std Conc.: 5.00 ug/mL
MS/MSD calc. In soivent Initial We (I): 1.020 [nitial Volume (mL): 5.00 6.00 Am't Spiked (mL)  Final Vol.
PFOS PFOSA EtFOSE-OH Mss6 Ms70 MeFOSE-OH POAA PFHS 0.010 1.000
Final Conc. Final Conc. Final Conc. |  Final Conc. Final Conc. Std Conc. Std Conc. Std Conc.
g g o8/8 ny/g g nglg ng's ng/g
3500 50.0 500 50.0 50.0 50.0 50.0 30.0
50.0 50.0 50.0 50.0 50.0 50.0 50.0 30.0

\:O.th-wi b\ﬂ :
IPSE-10259Liv-99086-44-1.xis M'u,} “[(;L{ l 49
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Study: TOX-145

DILUTIONS SUMMARY SHEET

Solvent/TN Number: MeOH TN-A- 33 R,
Extraction Date/Analyst: RWW 11/4/99

Dilution Date/Analyst: SAL 11/9/99

Box #: 99-211

Matrix/Timepoint: Rat Liver Day 29, Grp 6

sample number DILUTIONS
or descrpition l:{op I: 1 I 1: 1: Comments Verified By
9R03255/M/Day29/5mg/kg | D100 = VA M1l 84
9R03256/M/Day29/Smg/kg. | i
9R0O3257/M/Day29/5Smg/kg [
9R03258/M/Day29/Smg/kg ' I
9R03259/M/Day29/5Smg/kg N A —t— ‘1/ \/
=
/
/
/ i
o di AT
- verd
O
/ |
/
//
o

Notes: 0100 W 051/»\?_ /()J»(z/

SiCrpliard 405l il

Form Completion
Verifiad B 1714 11

/G /C.\r.



FACT: DATA REVIEW SUMMARY FORM

Date: /7/27 22 N
Data Analyst: Tas

FACT Study #: oy e

Matrix/Timepoints: [a/Sepe — Ei‘ 134 - pouhs /z' dhse —ect %/n See
Sample List: lo/9%5h

Set-up Analysis

Date/Analyst: / '//7/77 MK

Instrument;

é%aza/ 27

Anatyte: _ foax (CHD@

Acceptable Linear Range: _AA — See Copmends
LOQ: __ AA Extraction Blank: _ MA

R"2: AA Matrix Blank __ NA

Calibration Checks: NA

MSMSD: B Commenks.

Data Stntus:® 9\3: el A& 10/2)99
Analyte: _Fros (t#z)@

| Acceptable Linear Range: J?éf,g — % /?L

LoQ:__ 4% 954 Extracted Blank: _/pss Alan 232
R"2: _ (918540 Matrix Blank: s L%
Calibration Checks: ¢ «ésg o L= [
MS/MSD: v]'4 JUe

|Data Status: Dh\u\im: Ghim \9[11[

—

Analyte: __FEoSA (aya)

Acceptable Linear Range: __ ¥ 43 ,’EL_’ yf%
LOQ: Extracted Blank: _Jess fex /0@
R2:_) PEiz¢ Matrix Blank: fess Yhaa £0Q

Calibration Checks: K - &Ajl Lo —J3% —> /%
MS/MSD: Ok ] 7uc_
10)21]43 | wh'hiﬁ

Data Satus:

‘ Anlly:t Review

Zas ’74‘/97 P lof2
|

Data Review Sign-Off

Name/Date: _Z&S /%z0/29

Technical Review

Name/ Date: & Jo 24

Quality Assurance Review o

Name/ Date: .
pakany__[AC. 1p[21/99
Comments / Justifications:

@ AC“’U( i4zs Lo#’ Finu Qﬂ ?14—

of Pors__ The dete js 4

¢ 14 a are,

— Jas /9 Zo/ﬂ

Arafvsis

O T 4% pi_puint wes dhogecd.
s, ™
Cav, ') s
vibakble Tas ofre/4
7 . e dose Shhopﬁs end i

He Mook blenks [//u/,u e /.gi
Sunshe Mory of ,144%4 hoo

5 dﬂ.o/ HXre Du/wt/e

ﬁ raR ? f fm 1#4.71101'. "’JTQ-SI./*/ﬁ
———ﬁ%éxi%;
e cpped o e e rase

cay,

% /7%1 2&)41;/: ‘#l Ah.lar V‘L:f‘,
Mh‘/ é/ué: Aé /‘;M‘Z’;ﬁ‘ /tl;é »

Lewls of Frosa = TAs 1o, /ts

Quanttution so necdsd: new cunes Shmdd 2

ﬂMMm&mwlér&)
A Lo, Atorelun undi buted Qivens

R T.YS Wn l2o(q45

000579



FACT: DATA REVIEW SUMMARY FORM

Date: / ‘7/ ta/ 94
Data Analyst: Tas
FACT Study #: Toxlys

Matrix/Timepoints: Zadse,q — gf 124 ~Conbed } dose. - od_‘Pofor TE

Sample List: Wilids A

Set-up Analysis

Date/Analyst: Lfa/ 9 Muy
Instrument:

§a.7, 225/ %¢

Tas h/‘ (24 7 Az
Data Review Sign-Off

‘ An-llyu Review .
Name/Date: _ Tas I:/Q’[g

Technical Review

Name / Date: Sa paoy | af2 WL (o)uag
Quality Assurance Review
Name / Date:

Data Eany: [AC iof/21] 49

Comments / Justifications:

( )@ @ Tl&ﬂ!ef 5}[/0}15 (’.uuuls Au,é

Apatyte: __ Fs (cid ,
) loncistoot. _AY Su-f&s Lavpes, § cof
Acceptable Linear Range: __ A/A ]
e (%ecé QJ /zwa.//ons 0/ FoUh or /esﬁ.
hOQ MNA Extraction Blank: _A~/A _
—Ins “f/es
RA2: A Matrix Biank: __~A
Calibration Checks: NA
7
MS/MSD: — /
Data Status: " /
Analyte: / /
Acceptable Linear Range: / . /
»,
[Loq \/
V4

R™2: 9
Calibration Checks: - / -
{MssD: G‘/
Data Status: //
Analyte:

Acceptable Linu7/ge:
LOQ:
LR"Z: /

Cali

igh Checks:

Extracted Blank:

Matrix Blank:
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Quant{fy Compound Summary Report rage 1
TOX145-vat sera, 4ay 1 & 4, coatrol & dose- ext. 10/19/99 SEX

Sanple List: C: \MASELYNX\ scup~-rats. pro\ SamplebB\101999b
Last modified: Wed Oct 10 07:37:3) 1999

Mathod: €:\MASSLYMX\ S0UD-FACS . Do\ MethDBE\101999b
Last moditied: Wed Oct 20 07:16:48 1999

Job Code:

Priated: Wed Oct 20 08:08:10 1999

Compound 1: POAA (Chl)

2 Mame Samplelist Text TYD® #td Conc rT Axrea Flags conc. WDav
1 101999032 MeOH Blank
2 101999013 MeOH Blank
3 101999014 MeOH Blank
4 101999015 TOX145-RBS10199-H20 Blank-11, SEX 7.085 37 0.88 -12
5 101999016 TOX145-RBS10199-Sera Blank-11, SEB 7.133 38 0.91 -9
6 101999017 TOX145-RTS10199-Sera Blank-11, SEE 7.121 34 0 0.1 -19
7 101999018 TOX145-RTS10199-Sexa Blank-12, SEZ 7.112 38w 0.90 -10
B8 101999019 TOX145-RBS10199-5ppb-11. SEEB Standard 1.00 7.084 35 bb 0.83 -17
9 10199%020 TOX145-RBS10199-10prb-11, SEB Standard 1.00 7.1 42 b Q.99 -1
10 101999021 TOX145-RBS10199-25ppb-11, SeR Standard 1.00 7.10% 33 b 0.77 -23
11 101999022 TOX145-RBS10199-S0ppb-11, SEEB Standard 1.00 7.100 42 bb 1.00 [
12 101999023 TOX145-RES10199-100ppb-11, SERE Standard .00 7.112 3% bb 0.92 ~8
13 101999024 TOX145-RBS10199-250ppb-11, SRE Standard 1.00 7.110 3% bb 9.93 -7
14 101999025 TOX145-RBS10199-500ppb-11, SEX Standaxd 1.00 7.111 51 MM 1.21 21
15 101999026 TOX145-RBS10199-750ppb-11, SRR Standard 1.00 7.112 42 b 1.00 0
16 101999027 TOX145-RBS10199-1000ppb-11, SER Standaxd 1.00 7.111 60 M 1.41 41
17 101999028 MeOE Blank
18 101999029 TUX145-RTS, 9R03230M, Dyl, Control,-10/19/99 SEE 7.090 30 0.7 -29
19 101999030 TOX145-RTS, JR03231M, Dyl, Control,-10/19/99 SEE 7.131 37 bb 0.87 -13
ks 20 101999031 TOX145-RTS, 9RD3232M, Dyl, Control,-10/19/99 SRR 7.130 36 bb 0.85 -15
o 21 101999032 TOX145-RTS, 9R0I23IN, Dyl, Control,-10/19/99 SXE 7.086 42 W 1.00 -0
22 101999013 TOX145-RTS, SROI2I4NM, Dyl Control,-10/19/99 SER 7.11) 43 mx 1.02 2
21 101999024 TOX145-RBS10199-250ppb-CCY-11-1, SEE Qc 1.00 7.089 34 M 0.8 -19%
24 101999038 MeOH Blank
25 101999038 TOX145-RTS, 9RI32ISM, Dyd, Contrel,-10/19/99 SER 7.133 39 bb 0.68 -32
26 101999037 TOX145-RTS, IR0323I6M, Dyé, Contrel,-10/19/99 SEE 7.112 37 M 0.88 -12
27 101999038 TOX145-RTS, IROIZITM, Dy4. Concrol,-10/19/99 SkE 7.129 3¢ M 0.81 -1%
28 101999039 TOX145-RTS, SR03IISM, Dyd, Control.-10/19/99 SE% 7.112 33 bb 0.727 -23
29 101999040 TOX145-RTS, 9RD3I21IIM, Dyd, Control,-10/19/99 SER 7.106 30 W 0.72 -28
30 101999042 TOX145-RBS10199-2SCpph- CCV 11-2, sEB Qoc 1.00 T.105 40 Mn 0.96 -4
31 101999042 MeCH Blank
32 101999043 TOX145-RTS10199-250ppb-MS-11, 10/19/99 SEX 7.132 56 1.32 32
3] 101999044 TOXI45-RTS10199-250ppb~MSD~11, 10/1%/99 SKB 7.123 35 bb 0.83 -17
34 101959045 TOX145-RTS, 9R0I2I5M, Dyl, S mg/kg 10/19/99 SEE 7.090 308 b 7.28 628
35 101999046 TOX145-RTS, 9JR0I246M, Dyl. 5 mg/kg 10/19/99 SER 7.111 42% bb 10.96 906
36 101999047 TOX145-RTS, 9R03247M, Dyl. S mg/kg 10/19/99 SEB 7.112 360 bb 8.52 752
37 101999048 TOX145-RB510199-250ppb-CCV~11-1, SER QC 1.00 7.107 42 bb 1.00 -0
38 101999049 MeCH Blank
39 10199%050 TOX145-RTS, 9R33248M, Dyl, S mg/kg 10/19/99 SER 7.104 291 bBd 6.88 588§
40 101999051 TOX145-RTS, 9IRD3245M, Dyl, S mg/kg 10/19/99 SEB ?7.090 340 b 8.04 704
41 101999052 TOX145-RTS, 9RO3I50M, Dyé, 5 mg/kg 10/19/99 SKB 7.108 210 bb 4.97 3197
42 101599053 TOX145-RTS, 9RV3I31M, Dyd, S mg/kg 10/19/99 Sxx 7.103 209 bb 4.93 393
43 101999054 TOX145-RTS, 9R0II52M, Dyd, 5 mg/kg 10/19/99 SEB 7.110 260 bk 6.15 518
44 101999055 TOX145-RBS101399-25Cppb- CCV 11-4, SEX Q< 1.00 7.113 11 » 0.73 -~27
45 101999056 MeCH Blank
46 101999057 TCX145-RTS, . 5 mg/kg 10/1%/99 SER 7.110 248 bb 5.88 488
47 101999058 TUX135-RTS, . S mg/kg 10/19/99 SEX 7.113 234 bb 5.55 4SS
48 101999059 TOX145-RBS10 lfpb-CCV-11-1, SEX Q< 1.00 7.111 39 bb 0.92 -8
49 101999060 MeCH 3lank
50 101999061 TCX145-RBS10199-HIO Blank-11, SEB 7.109 28 0.66 -34
51 101999062 TOX145-RBS12199-Sers Blank-11, SEB 7.129 38 bb g.8% -11
52 101999063 TCX145-RTS512133-Sera Blank-1l, SEE 7.110 28 bb 0.66 -34
5) 101999064 TCX145-RTS10139-Sera Blank-12, SEE 7.091 4 m 1.04 4
54 101999065 TOX145-RBS10153-Sprhb-11, SER Standard 1.00 7.113 31w 0.7} -27
55 101999066 TCX145-RBS10199-10pcb-11, SEE Standard 1.00 7.134 317 @ 0.87 -~13
56 101999067 TOX145-RBS10199-25ppb-11, SEE Standard 1.00 7.132 34 e 0.81 -19
57 101999068 TOX145-RBS10199-S0ppb-11. SEE Standard 1.00 7.111 40 W 0.95 -5
$8 101999069 TOX145-RBS10199-100ppb-11, SER Standard 1.00 7.126 37 W 0.88 -12
§9 101999070 TOX145-RBS10199-250ppb-11, SEE Standard 1.00 7.112 45 W 1.07 7
. 60 101999071 TCXL145-RBS10153-50Cppb-11, SER Standard 1.00 7.111 a7 0.87 -1}
61 101999072 TCX145-RBS10199-750ppb-11, SEX Standaxd 1.00 7.107 53 bb 1.26 26
. 62 101999073 TOXI45-RBS10199-1000ppb-11, SEX Standard 1.00 7.110 64 bd 1.51 51

}\)o)f G ']'O.rgL_]' anala)«,f DG‘)‘A n& uid.
10/21/7?

Soup 0201%9: Quantified and printed Ly ias on 10/19/9%
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Quantify Compound Bummary Report
TOX145-rat sexrs, day 1 & 4, control & dose- axt. 10/13/99 sgx

Sample List:

C: \NASSLYRX\S0up-Tat s . pro\SamplelB\101999)

Last modified: Wed Oct 20 07:37:3) 1999

Method:

C:\MASSLYMX\s0up-racs.pro\MethiDI\101999b

Last modified: Wed Oct 20 07:36:48 1999
Code:

Job

Printed:

Wed Oct 20 08:08:10 1999

Page 2

Compound 2: PFOS (Chl)

Name

101999012
101999013
101999014
101999015
101999016
101999017
101999018
101999019
101999020
101999021
101999022
101999023
101999024
101999028
101999026
101999027
101995028
101999029
1019990130
101999031
101999032
101999033
101999034
101999035
101999036
101995037
101999038
101999039
101999040
101999041
101999042
101999043
101999044
101999045
101999046
101999047
101999048
101999049
101999050
101999051
101999052
101999053
101999054
101999085
101999056
101999087
101999058
101999059
101999060
101999061
101999062
101999063
101999064
101999065
101999066
101999067
57 101999068
5B 101999069
59 101599070
60 101995071
61 101999072
62 101999073
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Samplelist Tent

MeGH B3lank

MeOH B8lank

MeOH Blank

TOX145-RBS10199-HiO Blank-11, SEE
TOX145-RBS101%7-Sera Blank-11, SEE
TOX145-RTS101%9-S2ra Blank-11, SEE
TOX145-RTS10199-Sera Blank-12, SRE

TOX145-RBS10199 $h-11, SEB

TOX145-RBS10159 -11, SBE
TOX145-RAS10193 ~11., SEE
TOX145-RBS10159~ -11, SEE

TOX145-RBS10199-1000pb-11, SEE
TOX145-RB510199-250ppb-11, SEE
TOX145-RBS10199-502cpb-11, SEE
TOX145-RBS10199-750ppb-11, SEE
TOX145-R8510199-1000ppb-11, SEB
MeOH Blank
TOX145-RTS, 9R03I23I0M, Dyi, Control, -10/19/99
TOX145-RTS, 9R3231M, Dyl, Control,-10/19/%9
TOX145-RTS, 9R03232M, Dyl, Conmtrol,-10/19/99
TOX145-RTS, 9R03233IM, Dyl, Control,-10/19/5%
TOX145-RTS, 9R032)4M, Dyl, Control,-10/19/99
TOX145-RBS10199-2599pb-CCV-11-1, SRR
MeCH Blank
TOX145-RTS, 9PI3235M, Dyd, Control,-10/19/9%
TOX145-RTS, 9R01I235M, Dyd, Conmtrol,-10/1$9/99
TOY145-RTS, SRIIZI7M, Dyd. Control,-10/19/99
TOX145-RTS, 573)I3SM, Dyé, Control.-10/19/99
TOX145-RTS, 2*M, Dyd, Control,-10/19/99
TOX145-RBS101¢3-7Cpph-CCV-11-2, SEE
MeCH Blank
TOX145-RTS10199-250;pb-MS-11, 10/19/99 SEE
TOX145-RTS101%3 pb-HMSD-11, 10/19/93 SEE
TOX145-RTS, 97032 . Dyl, S mg/kg 10/19/99
TOX145-RTS, 97331354, Dyl., S mg/kg 10/19/99
TOX145-RTS, 9R03I247M, Dyl, S mg/kg 10/19/99
TOX145-RBS10129-257:pb-CCV-11-3, SER
MeCH Blank
TOX145-RTS, 977 . Dyl, 5 mg/kg 10/19/99
TOX145-RTS, 9R . Dyl, 5 mg/kg 10/19/99
TOX145-RTS, 9713 . Dyd, 5 mg/kg 10/19/99
TOX145-RTS, . byd, 5 mg/kg 10/19/99
. 4, 5 my/kg 10/19/99
spb-CCV-11-4. sEx

£pb-CCV-11-1, SEB

3lank-11, SEE
3 Blank-11, seg
1 Blank-11., SEE
3 Blank-12, SEE
2-11. sSEE

b-11. SEE
b-11. SEE
vb~11, sSEX
*eb-11, SEE
Ppb-11, sk
Fpb-11, SER
spb-11, SEE

TO:145-RBS101% 3~ ppb-11, SEE

Soup 020199: Quanti’ied and priatec by {as on 10/1%/99

SZB
SR
SKE
S22
SER

1M, Dyd. 5 mg/kg 10/19/99 SEE
M, Dys, S mg/kg 10/19/99 SBE

#td Comc

493.00
735.00
976.00

348.00

248.00

248.00

248.00

7.246
7.249

§

ingggggg;§gﬁggsgaggsszgsxgggnignszzizs!!!s!sgxzzssgginigz!:
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Quantify Compound Summary Report Page 3
TOX14S-7at sers, day 1 & 4, corcrol & dose- ext. 10/19/99 ==

Sample Lise: C€: \MASSLYMX\30ur -rats.pro\SampleDs\101999% 4
Last modified: Wed Oct 20 07:37:13 1999

Method: C1\MABSLYNX\s0ur -rats.pro\MethDB\1019990

Last modified: Wed Oct 20 07:3c:48 1999

Job Coda:

Printed: Wed Oct 20 O8:0E:10 199¢

Compound 3: PFOSA (Ch))

2 Mame Sarplalist Text TYPe ta Comc »? Ares Plags Conc. NDev
1 101999012  MeCH Blank 7.836 2723 W 13.20
2 101999013  MeOK Blank 7.806 539 ot 2.28
3 101999014  MeCH Blank 7.883 294 M 1.06
4 101939015  TOX145-MBS101:3-H.: Blank-11, SEE ‘ 7.833 171 0.45
5 101999016 4S-RBS101¢)-Sera Blank-11, SEE 7.839 154 8¢ 0.36
6 101999017 4S-RTS171°:-Se-a Blank-11, SEE 7.822 159 0.39
7 101999018  TOX145-RTS101¢)-Sera Blank-12, SEE 7.83¢ 145 w0 0.32
8 101999019 TON145-RBS131 b-11, SEE Standard 4.93  7.808 1074 w¢ 4.96 1
9 101999020 pb-11, seE Standard 9.77  7.813 2036 s 9.76 -0
16 101999021 pb-11. SER Standard 24.80  7.010 5196 mx 25.8¢ 3
11 101999022 pb-11, SEE Standard 49.30  7.802 9515 MM 47.10 -4
12 101999023 Ppb-11, SEB Standard 97.70  7.814 16241 M 80.69 -17
13 101999024 TOX145-RBS101¢3-250ppb-11, SEE Standard 240,00 7.811 49679 247.65 -9
14 101999025  TOX14S-RBS101°3-SGippb-11, SEE Standard 493.00 7.809 100839 10¢ 503.11 2
15 101999026  TOX145-RBS101%3-750ppb-11, SER Standard 736.00  7.814 117401 o $85.80 -20
16 101999027  TOX145-RBS1015)-10J0ppb-11, SKE standard 877.00  7.81) 149225 W0x 746.71 24
17 101999028  MeCH Blank 7.877 993 4.55
18 101999029  TOX145-RTS. 9R9I21IN, Dyl, Control,-10/19/99 SR 7.826 363 1.4
19 101999030  TOX14S-RTS, 9RJ3231M, Dyl, Control,-10/19/99 SEE 7.834 226 W 0.72
20 101999031  TOX14S-RTS, 9RI323I2M, Dyl. Control,-10/19/99 SEE 7.808 247 0.33
“wo 21 101999032 TOX145-RTS, 9R0323IM, Dyl, Control,-10/19/99 SER 150 ¢ 0.34
: 22 101999033  TOCX145-RTS, 9R0I2I4M, Dyl, Control,-10/19/99 SEE 142 o 0.30
23 101999034  TOX145-RBS101%3-2:0ppb-CCV-11-1, SEE oc 248.00 49041 ¢ 244.47 -1
24 101999035  MeCH Blank 312 . 1.18
25 101999036  TC: . Dy, Control,-10/19/99 SER 163 ot 0.43
26 101999037  TC 1238M, Dy4, Control,-10/19/99 sEm 139 0.29
27 101999038  TC I7M. Dy4, Control,-10/19/99 SEE 167 M 0.43
28 101999038 1TC . Dyd, Control,-10/19/99 gER 146 0.32
29 101999040 ™ . Dyd, Control,-10/19/99 SER . 136 0.27
30 101999041 LS ppb-CCV-11-2, SEE Q¢ 248.00  7.806 43165 ¢ 215.13 -13 W
31 101999042 Me 7.85¢4 215 ot 1.17 En
32 101999043 ppb-MS-11, 10/19/99 SEE 7.789 48811 243.32 ‘_A(,
33 101999044 Sppb-MSD-11, 10/19/99 SER 7.803 52881 M0( 263.64
34 101999045 . Dyl, S mg/xg 10/19/99 SEE 7.791 52155 260.01 lDlll qti
35 101999046 i232:5M, Dyl, 5 mg/kg 10/19/99 SRx 7.790 87504 ¢ 436.52
36 101999047 7.332:7M. Dyl, 5 mg/kg 10/19/99 SRE 7.814 51116 44 254.8)
37 101999048 3-237ppb-CCV-11-3, SER ac 248.00  7.809 45904 W 248.78 ¢
38 101999049 c 7.881 34 1.51
39 101999080  T¢ . Dyl, S mg/kg 10/19/99 $EE 7.805 67032 dab 334.30
40 101999051 T . Dyl., S mg/kg 10/19/99 SER 7.791 $5570 M 277.07
41 101999052 ™ Dyé, S mg/kg 10/19/99 SER 7.810 12358 mu 61.30
42 101999053 T . Dyd, S mg/kg 10/19/99 SER 7.804 11759 ad 53.31
43 101999084 T . Dyd. S mgskg 10/19/99 SEE 7.789 15158 M 75.28
44 101999055 T TPb-CCV-11-4, SEE o 248.00  7.814 46625 et 232.41  -§
45 101999056 M. 7.856 307 1.13
46 101999057  T- 1M, Dyd, 5 mg/kg 10/19/99 SER 7.813 12235 ba 60.69
47 101999058  T¢ 2M. Dys, S mg/kg 10/19/99 SER 7.792 11895 $8.99
48 101999059 T~ PPb-CCV-11-1, SEE o« 248.00  7.811 50283 Mu 250.67 1
45 101999060  M-° 7.857 148 M 1.33
50 101999061  To Blank-11, SEE 7.854 145 2 0.32
$1 101999062 ™~ & Blank-11. SER 7.8%51 126 M 0.23
$2 101999063 ™ a Blank-11, SEE 7.833 120 Mot 0.19
53 101999064  T¢ a Blank-12, SEE 7.859 148 mx 0.34
$4 101999065 T -7 sb-11, SER Standard 4.93  7.814 1139 wu 5.28 ?
S5 101999066  TC =pb-11. SRE Standard 9.77  7.813 2063 Mx 9.90 1
56 101999067 17 Standard 24.90  7.811 $615 M 27.63 11
57 101999068 T Standard 49.30  7.013 10041 49.73 1
58 101999069 T Standard 97.70  7.805 18028 89.61 -8
59 101999070 T Standard 248.00  7.81) 51069 00 254.60 3
60 10199$071 1 Standard 493.00 7.791 100103 M 499.43 1
61 101999072 ppb-11, SEX Standard 736.00  7.786 122134 Jox 609.44 17
62 101999073 1:)0ppb-11, sE® Standard 977.00 7.811 153334 0k 765.23 -322

Soup 032019%: Quantified and Pr.ize: by ias on 10/19/99
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Quantify Campound Swmtary Repc:: Page ¢
TOX145-Tat sera, day 1 & 4, coriral & dose- ext. 10/19/99 SEX

Sswple List: C: \MASSLYMX\30u> ~Ta5.PTo\SempleDB\101999b

Last modified:

Mathod:
Last modified:
Job Code:

Frinted:

Wed Occ 20 08:C:i:

10 1999

Compound 4: I8 (Chd)

& Name BSawplelist Text type ftd Conc »T Arsa Flags Conc. NDev
1 101999012 MeOH Blank

2 101999013 HeOH Blank

3 101999014 NeOH Blank

4 101999015 TOX145-RBS10I -3-H2D Blank-11, SEZ 7.080 1064 bb ¢.70 =10
5 101999016 TOX145-RBS1ICI 3-8 Blank-11, SKX 7.094 1185 bb 0.78 -22
6 101999017 TOX243-RTS10: Blank-11, SEE 7.093 1198 bb ¢.79 -21
7 101999018 TOX145-RTS1C -Sera Blank-12, SEE 7.083 1222 bb Q.81 -19
4 101995019 TOX1:i5-RES10Z Standard 1.90 7.079 1311 b q.87 -13
9 101999020 1'0!.1-5 RBS1OL Standard 1.00 7.10% 1493 ba 0.99 -1
10 101999021 b Standard 1.00 7.104 1689 hb 1.12 12
11 101999022 Standard 1.00 7.095 1526 bb 1.01 1
12 101995023 Standard 1.00 7.107 1402 ¢ 0.93 -7
13 101999024 Standard 1.00 7.10% 1774 bb 1.17 17
14 101999025 Ippb-11, SER Standard 1.00 7.10% 1625 bb 1.08 8
15 101999026 TOX1:5-RBS10.°3-73Jppb-11, SER Standard 1.00 7.106 1338 bb 0.88 -12
16 101999027 TOX1:5-RBS10. -3-1200ppb-11, SEE Standard 1.00 7.106 1369 bb g.91 -9
17 101999028 MeOH Blank

18 101999029 TOX145-RTS, 5713230M, Dyl,. Contrel,-10/19/99 SER 7.084 1680 bd 1.11 11
19 101999030 TOX1:S-RTS, % 13231M, Dyl, Control,~-10/19/%9 SEB 7.105 1602 bb 1.06 6
20 101999031 TOX1¢5-RTS, £:)32:12M, Dyl, Control,-10/19/99 SER 7.103 1633 bb 1.08 8
21 101999032 TOX1I&5-RTS, 3323)8, Dyl, Control.-10/19/99 SEX 7.104 1598 bd 1.06 6
22 101599033 TOXILS-RTS, 14M, Dyl, Control,-10/19/99 SER 7.107 1543 bb 1.02 2
23 101999034 TOX1ILS-RBS10C - Jppb-CCV-11-1, SKE o 1.00 7.105 1570 b 1.04 4
24 101999035 HeOH Sllnk

25 101999036 Dyd, Control,-10/19/99 SEX 7.104 1324 bb 0.88 -12
26 10199%037 Dyd. Control,-30/19/99 SEX 7.107 1367 bd 0.90 -10
27 101999038 Dy4, Control.-10/19/99 328 7.10) 1577 bd 1.04 4
28 101999039 , Dy4, Control,-10/19/99 SRR 7.106 1301 bb 0.86 -1¢
29 101998040 Dy4, Control,-10/19/99 SER 7.100 1102 bb 4.7} -27
30 101999041 pph-CCV -11-2, SER Qo 1.00 7.099 1422 bb .94 -6
31 101999042

32 101999043 Cppb-MS-11, 10/19/99 SEB 7.105 1547 bb 1.02 2
33 101959044 TOX1:35- RT..I z Jppb-MSD-11, 10/19/99 SEB 7.117 1588 bb 1.08 5
34 101999045 TOX123-RTS, , Dyl, S mg/kg 10/19/59 3XB 7.083 1497 bb 0.99 -1
35 101999046 les -RTS, . Dyl, 5 og/kg 10/19/9% SER 7.105 1433 bb 0.95 -5
36 101999047 M, Dyl, 5 mg/xg 10/19/9%9 SRR 7.106 1329 bb 0.88 -12
37 101999048 Jppb-OCV-11-3, SEE Qc 1.00 7.102 1570 bb 1.04 4
38 101999049

3% 101999050 3N, Dyl., 5 mg/kg 10/19/39 SER 7.09¢ 1180 ot 0.78 -22
40 101999051 3M, Dyl. S mg/kg 10/19/99 SER 7.106 1165 bd .77 -23
41 101999052 . Dyd, 5 mg/kg 10/19/99 SEE 7.103 1142 bb 0.76 -24
42 101999053 . Dy4. S mg/kg 10/19/99 SER 7.097 1172 bd 0.78 -22
43 101999054 M, Dy4. S mg/kg 10/19/99 SEE 7.083 1254 bb 0.8 -17
44 101999055 lppb- CCV-].I 4, SEX c 1.00 7.107 1502 »b 0.99% -1
45 101999056

€6 101899057 i-1M, Dyd, 5 mg/xg 10/19/99 SEX 7.105 13118 o 0.87 -13
47 101999058 4~2M, Dyd. 5 mg/kg 10/19/99 SEB 7.085 1238 nb 0.82 -8
48 101999059 lppb-CCV-11-1, SEE Q« 1.00 7.105 1488 bb 0.99 -1
45 101999060

50 101999061 7 Blank-1l, SEE 7.102 1192 bk 0.7% -21
51 101999062 ra Blank-1l, SER 7.100 1485 bb 0.98 -2
52 101939063 Blank-11, SRR 7.105 1543 bb 1.02 2
53 101999064 Blank-12, SEBE 7.085 1541 bb 1.02 2
54 101999065 ~11, SRE Standard 1.00 7.107 1540 bb 1.02 2
55 101999066 b-11, SEE Standard 31.00  7.106 1561 bb 1.03 3
56 101999067 opb-11, SEE Standard 1.00 7.104 1595 bb 1.06 6
$7 101999068 Ppb-11, SIE Standard .00 7.083 1499 bb 0.99 -3
S8 101999069 lppb-11, SEB Standard .00 7.098 1357 bb 0.9 -10
$9 101999070 Jppb-11, SER Standaxd 1.00 7.106 1689 bb 1.12 12
60 101999071 Jppb-11, SEE Standaxd 1.00 7.106 1574 b 1.04 4
61 1019939072 Ippb-11, SEE Standard 1.00 7.101 141% bb 0.954 -6
62 101999073 TOX1: *-R2S10. -J0ppb-11. SEE Standaxd 1.00 7.104 1441 bb 0.95 -5

Dot & hrad— ana)alc« Data noJ’

Boup 03019%: Quantifie! an: p:-

<
0y
o~
b

AC 1ofalq

BEST COPY AVAILABLE

.tel by ias on 10/13/99
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TIws 152 /249 - lof ¥

Quantify Calibwration Raport Page 1

TOXI43-rat sera, day 1 & 4, control & dose- ext. 10/19/99 Sx%

Compound 1 name: POAA (Ch1)
Response Factor: 42.2698
Response type: External Std, Area
Curve type: RF
63.8 x
X
X
X
X
X
¥
X
X
Response-| X
X
o T T T T T T T T v Conc
0.0 0.1 0.2 0.3 0.4 0.5 0.6 07 0.8 0.9 1.0

Soup 020199: Quantified and printed by ias on 10/19/99
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Quantify Calibration Report
TOX14S-rat sexra, day 1 & ¢, control & dose~ axt. 10/19/9% SER

Page 2

Compound 2 name: PFOS (Ch2)
Coefficient of Determination: 0.988440
Calibration curve: 22.5689 * x + 138.989
Response type: External Std, Area

2.22e4

Response-

/

3

0

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

00 2000 4000

P e CONC
600.0 800.0

Soup 020199: Quantified and ;rinted by ias on 10/19/99
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Quantify Calibration Report
TOX1435~Tat sera, day 1 & 4, control & dose- sxt. 10/19/99 sX®

Compound 3 name: PFOSA (Ch3)

Coefficient of Determination: 0.998624

Calibration curve: 200.271 * x + 81.0911

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans:

1.96e5+

Page 3

None

Response-

e 0 L e B e e e o s RN 010 1
00 200.0 400.0 600.0 800.0

Soup 020199: Quantified and irinted by ias om 10/19/99
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Quantitfy Calibration Raport vage ¢
TOX145~-rat sera, day 1 & &, control & dose- ext. 10/19/99 Exm

Compound 4 name: IS (Ch4) i
Response Factor: 1510.76
Response type: External Std, Area
Curve type: RF
1.77e3—~’ x
i x
| x
3 X
| %
x
%
%
X
X
|
Response-
|
0 T Conc
00 01 02 03 04 05 06 07 08 09 10

Soup 020139: Quaatified and printed by ias oo 10/19/99
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BEST COPY AVAILABLE

Nethc! fepore

Methe ! file:
Last fied:

Compc ir.:

Print:d e d

;Oup-rats.pro\MechDB\101999h. mdb
:36:48 1999

e 20 $:19:55 1999

y rolza/ﬂ

Soup 020] 7%

p fofd
/

Zus 12f2:)59

Page 1

User RF Value:
User Peak Factor:
e Windcw Facteor:

Peak lclacticn:

gram mass wini J:

‘OAA (ChD)
Nene]

1.000000, Disabled
..000000

2.000

-.0000Da

T.133, Enabled
.000, Disabled
tione)

338

2avest

nabled

.50, Disabled
©.00, Disabled
Z.00, Disabled

.00, Disabled

000589



DEOI LU Y AVAILADLLE

1 Peporet Page 2
Mezh:si file: C:\MASSLY!.. :up-rats.pro\MethDI\101999b.mdb
Last ~olifiaed: Wed Oct 20 :136 1999 !
Conpe .ol 2: PFOS (¢
1nead: ved Oct 27 .7:10:55 1999 s
oup 020/ 7% Thk& l?’?:/ﬂ

~.000000, Disabled
».000000

.00

..0000Da

Tl 5.00
:sabled
2.00

..50, Disabled
-0C, Disabled
.00, Disabled
.00, Disabled

000590




BEST COPY AVAILABLE

el Cet 2
1:oPEISA

el fer 24

MASSLY! .

‘U ~Tats.pro\MethDB\101999h.mdb
T:36:48 1999

)

:10:56 1999

I&S 1of;, /91

Page 3

AFOSA {(Chl)
None]

ey {od

lonc. €

..000000, Disabled
1. 000000

1.000

~.0000Da

".857, Enabled
.00, Disabled
.dore)
T.738

‘earest

zabled

.3.00
-30.00
.a0

+0.00
“isabled
0.00

.50, Disabled
.00, Disabled
-.00. Disabled

-3¢, Disabled

Sau;p 022i72

000591



BESI CUPY AVAILABLE

C:AMASSLY:

1 oo 2¢
i: IS {Ch:
Wed Cet 20

Toup-rats.pro\MecthDB\101999b. mdb
T:36:48 1999

1:10:56 1999

7.152, Enabled
-000, Disabled
None}

'.323

earest

“0.00
20.00
T.00

'0.30
Jisabled
:0.00

1.50, Disabled

.00, Disabled
1.00, Disabled
T.00, Disabled

6,,1’; 220189 Tws 12/z0fos

000592
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! SOUP 020199: FACT Equipment

Log 99092 PAGE 111
Quattro I1, #6414E
DATE:_10/19/99
ANALYST:mmh

STUDY NUMBER: TOX145 MATRIX: rat sera DESCRIPTION;Days 1.4
FACT Method: ETS-8-5.1

Injection volume:_10 ul, Cycle time: 10 min, Electrode: Z-Spray

Mobile Phase: (A)2.0 mM NHACH3CO2 (B).MeOH
TN-A- or stndrd number (A) 99085-10-14 =~ (B).TN-A-2997
Prepared (date/by): (A)10/16/9mmbh (B)_10/16/99 sah
Expires: (A).04/00 (B)_2010

Store at room temp? @ oo N Other:

Guard column: None

Part number: na Lot number: na

Analytical column: Keystone Betasil

Size: 2 x 50 mm Type: C18 Sphere size: 5 um
Part number: 055-70]-2 Lot number: P9E]1 ] Serial number:05918047
Analytical parameters:

Drying gas (L/hr): 350 ESI nebulizing gas (L/hr)_13 Sheath gas (L/hr) O
' b LC Flow rate: 300 ul/min. Back pressure:_65 bar

HPLC solvent gradient: 10min-10-95

B.): B
1)0.00 10.0
2)1.00 10.0
3)35.50 93.0
4)1.30 93.0
5)8.00 10.0

0C0593




BEST COPY AVAILABLE

So79F
Tuning Method Report ' Page 1
Method: C: \MASSLYNX\SOUP-RATS.PRO\ACQUDB\PFos3
Printed: Tue Oct 19 15:40:03 1999

SOURCE ( ESP- ) Set Rdbk MS1 Set Rdbk
Capillary 3.00 3.01 LM Resolution 14.0
Cone 40 -41 HM Resolution 14.0
Extractor 5 ~8 Ion Energy 0.9
RF Lens 0.2 Ion Energy Ramp 0.0
Source Block Temp. 150 150 Lens 6 4 3
Desolvation Temp. 250 251 Multiplier 650
Pressures Rdbk MS2 Set Rdbk
LM Resolution 14.0
Analyser Vacuum 5.5e-5 HM Resolution 14.0
Collision 10 8
Gas Cell 4.1le-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens 8 40 38
Lens 9 0 1
Multiplier 650

000594




Scanning Method Repoxt

€3 \MASSLYNX\SOUP-RATS . PRO\ACQUDS\ 1 OMIN-PFOS~-POAA-PFORA- 18/

Mathod;
Last Modified: ¥Fri Oct 15 11:35:03 1999

Printed: Tue Oct 19 15:40:29 1999

Solvent Delay ( mine ) :
Prunction : 1 WM o 1 Mass

Intex Channel Delay { Secs ) :
Span ( Dsltons ) :
Start Time { Mins ) :
Enad Time { Mins ) :
Repeats :
Channel Parent Daughter

1 413.00 169.00

Function 1 2 MM of 1 Mass

Inter Channel Delay ( Secs )
Span ( Daltons )
Start Time ( Mins ) :
End Time ( Mins )
Repasts
Channel Parent Daughter

1 499.00 99.00

Punction : 3 MM of 1 Mmss

Inter Channel Delay ( Secs ) :
Span ( Daltons ) :
Start Time ( Mins }
End Time ( Mins ) :
Repeats :
Channel Parent Daughter

1 438.00 78.00

Function : 4 MRM of 1 Wass

Inter Channel Delay ( Secs ) :
Span ( Daltons ) :
Start Time ( Mins ) -
End Time ( Mins ) :
Repeats :
Channel Parent Daughter

1 427.00 80.00

0.00
Pair ¢

xr- )

{Secs)

zsr- )

{Secs)

(Secs)

=P~ )

{Secs)

Coll Enezgy (eV)
k1]

Coll Energy (eV)
45

Coll Energy (eV)
(1]

Coll Energy (eV)

40

Cone ( V)
15

Cone ( V)

Cons ( V)
60

Cone ( V)

60

000595
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Massiynx - Sample List

Sample List: C:WASSLYNX\soup-rats.pro\SampleDB\1019989b.SPL’
Printed: Tue Oct 19 15:42:35 1999

Page 1

Page Position: (1, 1)

File Name

1 101999012
2 1019998013
3 101999014
4 101999015
5 101999016
6 101999017
7 101999018
8 101999019
9 101999020
10 101999021
1" 101999022
12 101999023
" : 13 101999024
. i 14 101999025
15 101999026
16 101999027
17 101999028
18 101999029
19 101998030
20 101995031
21 101999032
22 101999033
23 101999034
24 101999035
25 101999036
26 101999037
27 101999038
28 101999039
29 101999040
30 101999041
31 101999042
32 101999043
33 101999044
34 101995045
35 101999046
36 101999047
37 101999048
38 101999049
39 101999050
40 101999051
: 41 101999052
e 42 101999053
43 101999054
44 101999055
45 101899056
46 101999057
47 101999058
48 101999059
49 101999060
50 101999061
51 101999062
52 101999063
53 101999064
54 101999065
55 101999086
56 101999087
57 101999068
58 101999069
58 101999070

Flle Text

MeOQOH Blank

MeOH Biank

MeOH Blank

TOX145-RBS10199-H20 Blank-11, SEE
TOX145-RBS10199-Sera Blank-11, SEE
TOX145-RTS10199-Sera Blank-11, SEE
TOX145-RTS10199-Sera Blank-12, SEE
TOX145-RBS10199-5ppb-11, SEE
TOX145-RBS10199-10ppb-11, SEE
TOX145-RBS10199-25ppb-11, SEE
TOX145-RBS10199-50ppb-11, SEE
TOX145-RBS10199-100ppb-11, SEE
TOX145-RBS10199-250ppb-11, SEE
TOX145-RBS10199-500ppb-11, SEE
TOX145-RBS10199-750ppb-11, SEE
TOX145-RBS10199-1000ppb-11, SEE

MeOH Blank

TOX145-RTS, SR03230M, Dy1, Control,-10/19/99 SEE
TOX145-RTS, 9R03231M, Dy1, Control,-10/19/99 SEE
TOX145-RTS, 9R03232M, Dy1, Control,-10/19/99 SEE
TOX145-RTS, 9R03233M, Dy1, Control,-10/19/99 SEE
TOX145-RTS, 9R03234M, Dy1, Control,-10/19/99 SEE
TOX145-RBS10199-250ppb-CCV-11-1, SEE

MeOH Blank

TOX145-RTS, 9R03235M, Dy4, Control,-10/19/99 SEE
TOX145-RTS, 9R03236M, Dy4, Control,-10/19/89 SEE
TOX145-RTS, 9R03237M, Dy4, Control,-10/19/89 SEE
TOX145-RTS, 9R03238M, Dy4, Control,-10/18/98 SEE
TOX145-RTS, 9R03239M, Dy4, Control,-10/19/99 SEE
TOX145-RBS10199-250ppb-CCV-11-2, SEE

MeOH Blank

TOX145-RTS10199-250ppb-MS-11, 10/19/99 SEE
TOX145-RTS10199-250ppb-MSD-11, 10/19/99 SEE
TOX145-RTS, 8R03245M, Dy1, 5 mg/kg 10/19/99 SEE
TOX145-RTS, 9R03246M, Dy1, 5§ mg/kg 10/19/99 SEE
TOX145-RTS, 9R03247M, Dy1, 5 mg/kg 10/19/99 SEE
TOX145-RBS10199-250ppb-CCV-11-3, SEE

MeOH Blank

TOX145-RTS, 9R03248M, Dy1, 5 mg/kg 10/19/99 SEE
TOX145-RTS, 9R03249M, Dy1, 5 mg/kg 10/19/99 SEE
TOX145-RTS, 8R03250M, Dy4, 5 mg/kg 10/19/99 SEE
TOX145-RTS, SR03251M, Dy4, 5 mg/kg 10/19/99 SEE
TOX145-RTS, 9R03252M, Dy4, 5 mg/kg 10/19/99 SEE
TOX145-RBS10199-250ppb-CCV-11-4, SEE

MeOH Blank

TOX145-RTS, 9R03254-1M, Dy4, 5 mg/kg 10/19/89 SEE
TOX145-RTS, 9R03254-2M, Dy4, 5 mg/kg 10/19/99 SEE
TOX145-RBS10199-250ppb-CCV-11-1, SEE

MeOQOH Blank

TOX145-RBS10199-H20 Blank-11, SEE
TOX145-RBS10199-Sera Blank-11, SEE
TOX145-RTS10199-Sera Blank-11, SEE
TOX145-RTS10199-Sera Blank-12, SEE
TOX145-RBS10199-5ppb-11, SEE
TOX145-RBS10199-10ppb-11, SEE
TOX145-RBS10199-25ppb-11, SEE
TOX145-RBS10199-50ppb-11, SEE
TOX145-RBS10199-100ppb-11, SEE
TOX145-RBS10199-250ppb-11, SEE

s s S 1

MS File

10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS

10MIN-PFOS-POAA-PFOSA-IS:

10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFQSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS

000596
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Masslynx - Sample List

Sample List: C:\MASSLYNX\soup-rats.pro\SampieDB\101999b.SPL

Printed: Tue Oct 19 15:42:35 1999

Page 2

Page Position: (2, 1)

ORANONLWN =

Inlet File

10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-85
10min-10-95
10min-10-95
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-95
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95

Bottle

ROR- R RRRBRERLERBLBNBRNSABNLBcBEZIsarBangdeeNonren-00Q

=W

inject Volume

10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10
10

Sample Type

-——

8
a
>

8 T T T T T O O O O
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Masslynx - Sample List Page 3

Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB\101999b.SPL’ Page Position: (1, 2)
Printed: Tue Oct 19 15:42:35 1999

File Name Flle Text MS File
60 101999071 TOX145-RBS10199-500ppb-11, SEE 10MIN-PFOS-POAA-PFOSA-IS
81 101999072 TOX145-RBS10199-750ppb-11, SEE 10MIN-PFOS-POAA-PFOSA-IS
62 101999073 TOX145-RBS10199-1000ppb-11, SEE 10MIN-PFOS-POAA-PFOSA-IS

000598
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Masslynx - Sampls List Page 4
Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB\101999b.SPL Page Position: (2, 2)

Printed: Tue Oct 19 15:42:35 1999

Inlet File Bottle Inject Volume Sample Type Conc A

60 10min-10-95 11 10 -—-- —
61 10min-10-95 12 10 - -
62 10min-10-95 13 10 -- -

000599




FACT: DATA REVIEW SUMMARY FORM

Date: %/t
Data Analyst Tas
FACT Study #: Tox /4%

Matrix/Timepoints: gﬁm Dillutioms -)g,{ f/‘/,. 2t /7//fAf

Sample List: /922934

Set-up Analysis
Date/Analyst: 19/23 /43 T S
Instrument: M/_a. 2%z487

Anstyte:  J0Ax Cen) D

[Acceptable Linear Range: Ha
LOQ: __AM Extraction Blank: __#/4
R"2: ANA Matrix Blank: __ A4

Calibration Checks: A4
MS/MSD: Npd w]-w.ol
Data Status: Ded Q\M

f&a&, lof 2
Data Review Sign-Off Ue
ata Review Sign-
10/ 26/4+
' Analyst Review :
Name/Date: Tas /’/2‘/71
Technical Review
Name/ Date: J24% lués,/{m
Quality Assurance Review
Name / Date:
Data Enwr_M_tnLﬂd_m_md_aLW
otxjge
Comments / Justifications:

Y /A MeE Mo Ouype cup pith
{Le sc«/-,é <t hy Pan. Db

-Lﬂ&‘éLIéL_QK&_%M_
Vc/éqzzéu rees _axd  coxe. éﬁ_

sbuld nod be used Moy
Ae e >

'/[lv foas Céﬂa/ R‘.kj 5[—‘«/‘/

Analyte: __7Fos Ctl/z)@

Acceptable Linear Range: __ & é"’ Fé i ﬁi;ér

LoQ:__ 493 Extracted Blank: _/ees Hles (20
R~2: _ 0. 975295 Matrix Blank: x LoQ
Calibration Checks: -[m./c/

imm;ﬂa&EMQP_ugdmﬂ

Data Status: "

be /ygséi;éé[ —Tas /‘/z.f/éy
@ LlLhitin phocks Ly Pas
Juiled  T# io Snspected Hod
wiechons Aold Do ol clioke
D b Lok o ool TG

2 ﬁ/SE;[ / /
Zma//u Provde b ;.5[ [iitas

4 s L and L

Analyte: _ /¥4 CC}N)@

Acceptable Lincar Range: %73/ —— 373/ ;AL

LoQ: __ ¥4s Extracted Blank: fans Aas{0Q
R2:_0-789/5¢ Matrix Blank: fass Han 200

Calibration Checks: 1[044{

MSMSD: _ Nud do uma]au. 2 Wi |QZ;s[99

Data Satus: %

//le Cavye ).9[&,14 ‘A &% ov /"5
M;'\- . /ﬂ kas ‘%w’éc/ A

AR /W‘/ic
fess Shran

:LZOQ. ﬂu sut He /atutr
EI"'A /-<a/ -/aJu?O% Or Mare
/gémﬁms 74* 0?4«//&;.44 /A ‘724.

Carve.

( b-) Suesrsr DEYEIImin ReASIN FaR (9L CHEEI [A/LyRE AND TN LA Jppsysi s

OF 77t Somas SE7 YE 195 /99,

@ T wodd Suggest mc‘a"‘s— sample edhrccts + Wimg mid Po...’r:Com shd turme as the Coh)wh-a ca'ilv:-.lm
”‘“Q‘Caﬁ'ﬂ“- " Ao, thy M Cevr exdhackd with ¢ itmples Omf.\nau. pror 4 bf:ddma turt o thf\o Cone

AC wjva.

000600



FACT: DATA REVIEW SUMMARY FORM

Date: /‘f/zf/ff

Data Analyst: Tas

FACT Study #: Tox s

Matrix/Timepoints: Lot Seva EM,E Lg /‘ ’71 et /1/ff
Sample List: Jor293, @)

SD:tt:mycm ”/’”/ff Tns

Instrument: j’ﬂ—l{a ofz¥7C

Analyte: Is (dlﬁ
Acceptable Linear Range: ___ A4

LoQ: ___Ma Extraction Blank: _A/A
R2: __Ala Matrix Blank M4
Calibration Checks: _ MA

MS/MSD: R

[Data Status: T

Acceptable Linear Range: /

LOQ: Extracted Blank;
RA2: Matrix B
Calibration Checks:

MS/MSD: /£‘ w/es /29
Data Status: /

Ansye: /

fa?y, 2,82
Data Review Sign-Off AL
* Analyst Review ]D/-U[‘)i
Name / Date: _Il—sfa/&f/ﬁ
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Quantify

Compound Summary Report
T0X145-rat serum dilutions, day 1 & 4- ext. 10/19/99 St

sample List: €: VASSLX\analia-rats . PRO\SampleDB\102299a

last modified: Mon Oct 25 06:43:36 1999
C:\MASSLYNX\amali te . PRO\ \1

Mathod:
Last modified: Mon Oct 25 06:39:35 1.”
Job Code:

. Printed: Mon Oct 23 06:59:42 1999

Compound 1: POAA (Chl)

2 Name Samplelist Text TYPe std Conc RY Area Conc. Tlags SDev
1 102259001 NeOH Blank

2 102299002 NeOH Blank

3 102299003 TOX145-RBS10199-H20 Blk-12, SEL 6.990 120 1.04 bd 4
4 102299004 TOX145-RBS10199-Serum Blk-12, SEE £.997 109 0.94 bb -6
5 102299008 TOX145-RTS10199-Serum Blk-12, SEE 7.015 115 0.99 MM -1
6 102295006 TOX145-RBS10199-5ppb-12, SEL Standard 1.00  7.000 110 0.95 bb -5
7 102299007 TOX145-RBS10199-10ppb~12, SEE Standard 1.00 7.027 125 1.08 bb 8
8 102299008 TOX145-RBS10199-25ppb-12, SEE Standard 1.00 T.010 110 0.95 bb -5
9 102299009 TOX145-RBS10199-50ppb-12, SEE Standard 1.00 6.998 97 0.84 db -16
10 102299010 TOX145~ABS10199~-100ppb~12, SEE Standard 1.00 6.989 15 0.6S bd -35
11 102299011 TOX145-RBS10199-250ppb-12, SEE Standard 1.00 6.995 119 1.02 bb 2
12 102299012 TOX145-RBS10199-500ppb-12, SEE Standard 31.00 6.998 142 1.22 bb 27
13 102299013 TOX145-RRS10199-750pph-12, SEE Standard 1.00 6.996 76 0.66 bb -34
14 102299014 TOX145-RBS10199-1000ppb-12, SEE Standard 1.00 7.006 158 1.37 bb 37
15 102299015 MeOH Blank

16 102299016 TOX145-RTS-9R032454, Dayl, Smg/kg, DSO-ext10/19/99 6.997 24 0.21 bb =79
17 102299017 TOX145-RTS-IN03246M, Dayl, Smg/kg, D50-ext10/19/99 6.974 34 0.29 bb -n
18 102299018 TOX145-RTS-SN03247M, Dayl, Smqg/kg, D50-ext10/195/9% 6.994 36 0.31 bb -69
19 102299019 TOX145-RTS-9R0I240M, Dayl, Smg/kg, DSO-extl0/19/9% 6.995 29 0.25% bb ~75
20 102299020 TOX14S-RTS-9R03249, Dayl, Smg/kg, DS0-extl10/19/99 6.965 26 0.2 bb ~17
21 102299021 TOX145-RBS10199-250ppb~CCV-11-1, SEE Q< 1.00 6.996 M 0.66 bb -34
22 102299022 NeOH Blank

23 102299023 TOX145~RTS-9R03250M, Dayd, Smg/kg, D50-extl0/19/9% 7.018 20 0.17 db -83
24 102299024 TOX145-RTS-9R03251M, Day4, Smg/kg, D50-ext10/19/99 7.000 25 0.21 bb -79
25 102299025 TOX143-RTS-9R03252M, Day4, Seg/kg, DSO-ext10/19/99 6.972 26 0.23 bb -1
26 102299026 T0X145-RTS-9R03254-1M, Days, Smg/kg, D50- 10/19/99 6.992 22 0.19 bb -8l
27 102299027 TOX145~RTS-9R03I254-2M, Day4, Smg/kg, D50- 10/19/99

28 102295028 TOX145-RBS10199-250ppb-CCV-11-2, SEE Qc 1.00 6.997 52 0.45 bb ~55
29 102299029 MeOH Blank 7.094 11 0.10 bb -9%0
30 102295030 TOX145-ABS10199~H20 Blk-12, SEE - 6.993 117 1.01 bb 1
31 102299031 TOX145-RBS10199-Serum Blk-12, SEE 6.999 119 1.0 by 3
32 102299032 TOX145-ATS510199-Serum Blx-12, SEE 6.9950 94 0.81 bb -19
33 102299033 TOX145-RBS10199-5ppd~12, SEE Standard 1.00 6.996 105 0.91 bb -9
34 102299034 TOX145-RBS10199-10ppb-12, SEE Standard 1.00 7.001 138 1.19 bd 19
35S 10229903% TOX145-RBS10199-25ppb-12, SEE Standard 1.00 7.022 17 1.01 bb 1
36 102299036 TOX145-RBS10199-50ppb-12, SEE Standard 1.00 6.996 104 0.90 bd -10
37 102299037 TOX145-RBS10199-100ppb-12, SEE Standard 1.00 7.001 73 0.63 db -37
38 102295038 TOX145-RBS10199-250ppb~12, SEE Standard 1.00 7.016 130 1.19 bb 19
39 102299039 TOX145-RBS10199-500ppb-12, SEE Standard 1.00 6.998 160 1.38 bb e
40 102299040 TOX145-RBS10199-730ppb-12, SEE Standard 1.00 6.997 95 0.82 bb -18
41 102299041 TOX145-RABS10193~1000ppb-12, SEE Standard 1.00 6.980 143 1.24 bb 24
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Quantify Compound Susmary Report
TOX145-rat serum dilutions, day 1 & 4- ext. 10/19/99 BRE

Sample List: €1 \MASSLNIOC\ame} 1 a-rate . PRO\SanplabDB)\ 102299
Last modified: Mon Oct 23 06:43:56 1999

Mathod: c:m\mlu-nu.m\n-m\lozzu-
tast modified: Mon Oct 2% 06:39:55 1999

Job Code:

Printed: Mon Oct 25 06:59:42 1999

Compound 2: PFOS (Ch2)

? Nama Samplelist Text Type std Conc T Ares Conc. Flage SDeav
1 102299001 MeCH Blank 7.190 119 0.24 MM
2 102299002 MeOH Blank 7.183 82 0.00 MM
3 102299003 TOX145-ABS10199-820 Blk-12, SEL 7.186 112 0.08 MM
4 102299004 TOX145~RBS10199-Serum Blk-12, SEE 7.170 88 0.00 MM
5 102299005 TOX145-RTS10199-Serum Blk-12, SEE 7.162 263 3.44 bb
6 102299006 TOX145-RBS10199-5ppb~12, SEE Standazd 4.93 7.1 330 4.94 bb o
7 102299007 TOX145-RB510199-10ppb~12, SEE Standard 9.76 7.176 528 9.34 bd -4
§ 102299008 TOX145-RBS10199-25ppb~12, SEE Standard 24.80 7.184 119% 24.22 bk -2
9 102299009 TOX145~RBS10199-50ppb-12, SEE Standard 49.30 7.173 1909 40.12 bd -19
10 102299010 TOX145-RBS10199~100ppb-12, SEE Standard 97.60 7.164 $512 120.40 bb 23
11 102299011 TOX145-RBS10199-250ppb-12, SEE Standard 248.00 7.166 11228 247.73 bb -0
12 102299012 TOX145-R8S10199-500ppb-12, SEE Standard 493.00 7.169 22030 480.41 bb -1
13 102299012 TOX145-RB510199-750ppb-12, SEE Standard 735.00 7.169 28219 626.31 bbX -15
14 102299014 TOX145-RBS10199-1000ppb-12, SEE Standard 976.00 7.179 36823 618.00 bbX -16
15 102299015 MeCOH Blank 7.172 109 0.01 MM
16 102299016 TOX145~ATS-IN0I245M, Dayl, Smg/kg, D50-ext10/19/99 7.169 4125 89.49 bb
17 102299017 TOX145-RTS-3R0I24M, D50~ext10/19/99 7.1713 6459 141.49 bb
18 102293018 TOX145~RTS-SR0I24™, D50-ext10/19/99 7.143 5637 123.18 bb
et " 19 102299019 TOX145~RTS-IR03240M, D50-ext10/19/9% 7.168 3710 80.22 bb
W = 20 102299026 TOX145~-RTS-9R0324W, D50~-ext10/19/99 7.161 4380 95.16 bb
21 102299021 TOX145-RBS10199-250ppb-CCV-11-1, SEE Qc 248.00 7.168 166 1.33 bb -99
22 102299022 MeOH Blank 7.165 40 0.00 MM
23 102299023 TOX145-RTS-9R03I250M, Dayd, Smg/kg, DS0-ext10/19/99 7.168 4350 94.50 bb
24 102299024 TOX145-RTS-9R03251M, Dayd, Smg/kg, D30-ext10/18/99 7.172 4238 92.01 bb
25 102299025 TOX145-RTS-SR03252M, Dayd4, 5mg/kg, DS0-extl0/19/99 7.168 6453 141.35 bd
26 102299026 TOX145-RTS-9R03254-1M, Dayd, Smg/kq, D50- 10/19/98 7.164 8257 114.70 bb
27 102299027 TOX145-ATS-9R03254-24, Day4, Smg/kg, D3O~ 10/19/99 7.169 4193 91.01 bb
28 102299028 TOX145~-ARS10199-250ppb-CCV~-11-2, SEE Qc 248.00 7.170 217 2.42 bb -99
29 102299029 MeCH Blank 7.171 23 0.00 MM
30 102299030 TOX145-RBS10199-HZ20 Blk-12, SEE 7.165 15 0.00 MM
31 10229903} TOX145-RBS10199-Serum Blk-12, SEE 7.172 96 0.00 MM
32 10229%032 TOX145-RTS10199-Serum Blk-12, SEE 7.1863 262 3.43 bb
33 102299033 TOX145-RBS10199-5ppb-12, SEE Standard 4.93 7.169 336 5.07 bb 3
34 102299034 TOX145-RBS10199-10ppb-12, SEE Standard 9.76 7.173 521 $.20 bb -6
35 102299035 TOX145~-ABS10199-25ppb-12, SEE Standard 24.00 7.194 1235 25.11 bb 1
36 102299036 TOX145-RAS10199-50ppd-12, SEE Scandard 49.30 7.169 2005 42.26 bb -14
37 102299017 TOX145-RBS10199-100pph-12, SEL Standard 97.60 7.173 S514 120.43 bb 23
38 102299038 TOX145-RBS10199-250ppb-12, SEE Standard 249.00 7.189 11233 247.486 bb -0
39 102299039 TOX145-RBS10199-500pph~12, SEE Standard 493.00 7.171 21189 469.68 bb -5
40 102299040 TOX145-RBS10199-750ppb-12, SEE Standard 735.00 7.169 29094 645.8]1 bbX -12
41 102299041 TOX145-RBS10199-1000ppb-12, SEE Standard 976.00 7.17% 37681 837.11 bbX -14
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Quantify Compound Susmary Report Page 3
TOX145-Tat serum dilutions, day 1 & 4- ext. 10/19/99 sit

Sample List: C: \MASSLYNX\amal ia-rats . PFRO\SampleDB\ 102299
tast modifisd: Mon Oct 23 06:43:56 1999

Hathod: C: \MASSLNOC\amel i a-rate . PRO\MethDR\ 1022992
Last modified: Mon Oct 25 06:39:55 1999

Job Code:

Prainted: Hon Oct 25 06:59:42 1999

Compound 3: PFOSA (Chd)

¢ Name Samplelist Text TYP® std Conc T Area Conc. Flags tDev
1 102299001 MeQH Blank 7.046 465 4.23 bd
2 102299002 HeOH Blank 7.840 331 3.42 bd
3 102299003 TOX145-RBS10199-H20 Blk-12, SEE 7.843 152 2,33 M
4 102299004 TOX145-RPS10199-Serum Blk-12, SEE 7.850 151 2,33 MM
5 102299005 TOX145~RTS10199-Serum Blk-12, SKE 7.843 95 1.99 MM
6 102299006 TOX145-RBS10199-5ppb~12, SEE Standard 4.9 7.826 815 6.36 bb 29
7 10229%007 TOX145-RBS10199~10ppb-12, SEE Standard 9.77 7.8 1344 $.57 bb -2
8 1022993008 TOX145-RBS10199-25ppb-12, SEE Standard 24.080 7.840 3615 23.35 bb -6
9 102299009 TOX145-RBS10199-50ppb-12, SEEC Standard 49.30 7.828 5624 35.54 bb -28
10 102299010 TOX145~-RB510199-100ppb~-12, SEE Standard 97.70 7.821 19036 110,89 bb 13
11 102299011 TOX145-RBS10199-250ppb-12, SEE Standard 246.00 7.820 39992 244.14 bd -2
12 102299012 TOX145-ABS10199-500ppb-12, SEE Standard 493.00 7.026 80286 537.25 bdX 9
13 102299013 TON145-RBS10199-750ppb~12, SEE Standazd 736.00 7.826 126147 767.03 bbX 4
14 102299014 TOX145-RBS10199-1000ppb-12, SEE Standard 977.00 7.83% 170989 1039.19 bbX 6
15 102299015 MeOH Blank 7.85) 424 3.98 bb
16 1022990186 TOX145-RTS-9R03245M, Dayl, 5mg/kg, DS0-ext10/19/99 7.825 1404 $.94 bb
17 102299017 TOX145-RTS-9R0I246M, Dayl, Smg/kg, D50-ext10/15/99 7.828 2212 14.8) bb
18 102299018 TOX145-RTS-9R03247M, Dayl, Smqg/kg, D50-ext10/19/99 7.82% 1199 8.69 bb
. 19 102299019 TOX145-RTS-9R03248K, Dayl, Smg/kg, DS0-extl10/19/99 7.825 1612 11.19 bb
S e 20 102295020 TOX145-RTS-9R03249M, Dayl, Smg/kg, DSO-ext10/19/99 T.042 1370 9.72 bb
= : 21 102299021 TOX145-RBS10199-250ppb-CCV-11~1, SEE Q 248.00 7.024 218 2.73 bb -99
22 10229%022 MeOH Alank 7.068 37 1.63 bb
23 102299023 TOX145-RTS-9ROI2SOM, Dayd, Smg/kg, D50-extl0/19/99 7.848 330 3.2 m
24 102299024 TOX145-RTS-9R03251M, Day4, Smg/kg, D50-extl10/19/99 7.83) 316 31.33 be
25 102299025 TOX145-RTS-9R03252M, Dayd, Smg/kg, D50-extl10/19/99 7.848 aes 31.82 bb
26 102299026 TOX145-RTS-9R03254-1M, Dayd, Smg/kg, D50- 10/19/99 7.845 422 3.97 MM
27 102299027 TOX145-RTS-9R03254~2M, Dayd, Smg/kg, D50~ 10/19/99 7.850 337 3.46 bb
28 102299028 TOX145-RBS10195-250pph-CCV-11-2, SEE [» o 248.00 7.828 283 3.13 bb ~99
29 102295029 MeOH Blank 7.852 25 1.56 ob
30 102299010 TOX145-RBS10199-H20 Blk-12, SEE 7.846 61 1.78 MM
31 102299031 TOX145-RBS:0199-Serum Blk-12, SEE 7.853 47 1.70 MM
32 102299032 TOX145-RTS10199~Serum 81k-12, SEE 7.843 56 1.75 MM
31 102299033 TOX145-RBS10199-5ppb-12, SEE Standard 4.93 7.826 730 5.84 bb 19
34 102299034 TOX145~RBS10199-10ppb-12, SEE Standard 9.77 7.027 1319 .41 bb -4
3% 102299035 TOX145-RBS10199-25ppb-12, SEE Standard 24.00 7.851 425 22.20 bb -10
36 102299036 TOX145-RBS10199-50ppb-12, SEE Standard 49.30 7.828 5469 34.60 bb =30
37 102299037 TOX145-RBS10199-100pph-12, S Standard 97.70 7.830 18963 116.50 bb 19
38 102293038 TOX145-RB510199-250pphb-12, SI'.E Standard 248.00 7.846 41057 250.60 bb 1
39 102299023 TOX145-RBS10199~500ppb-12, SEE Standard 493.00 7.828 89564 538.93 bbX 9
40 102299040 TOX145~RBS10199-750ppb-12, SEE Standard 736.00 7.827 125699 764.31 bbX 4
41 102299041 TOX145-RBS10199-1000ppb-12, SEE Standard $77.00 7.832 168896 1026.4% bbX 5

Amalia 062498: Quantitated and Printed by ias 10/25/99
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Quantify Compound Bussmry Report
TOX145-rat serum dilutions, day 1 § 4- ext. 10/19/99 SEL

Sample List: C: \MASSLNO\ansl ia-rats . FRO\Sampl aDB\102299a ‘
Last modified: Mon Oct 23 08:4):56 1999

Mathod: C: \MASSLIC(\amel ia-rats . PRO\MathDBE\ 102258

Last modified: Mon Oct 25 06:39:55 1999

Job Code:

Pranted: Mon Oct 25 06:39:42 1999

Compound 4: IS8 (Ch))

4 Name Samplelist Text TYPe std Conc RT Area Conc. Flage %Dev
1 102299001 MeOH Blank
2 102299002 MaOH Blank
3 102299003 TOX145-RB510199-H20 Blk-12, SEE 7.001 3036 1.13 bd 13
4 102299004 TOX145-RBS10199-Serum Blk-12, SEE 6.9684 2591 0.96 bb -4
5 102295005 TOX145~-RTS10199-Serum Blk-12, SEL 7.002 2853 1.06 bb [
6 102295006 TOX145-RBS10199-5ppb-12, SEE Standard 1.00 6.988 2708 1.00 bb Q
7 10229%007 TOX145-RBS10199-10ppb-12, SEE Standard 1.00 7.014 280% 1.04 bb 4
8 102299008 TOX145~-RBS10199-25ppb-12, SEE Standazd 1.00 6.997 2491 0.93 bb -7
9 102299008 TOX145-RBS10199-50ppb-12, SEE Standard 1.00 7.009 2154 0.80 bb -20
10 102299010 TOX145-RBS10199-100ppb-12, SEE . Standard 1.00 7.000 2052 1.06 bb 6
11 102299011 TOX145-RBS10199-250ppb~12, SEE Standard 1.00 6.903 2009 1.04 bb 4
12 102299012 TOX149-RBS10199-500ppb-12, SEE Standard 1.00 6.985 3031 1.13 dd 13
13 102299013 TOX145-RBS10199-750ppb~-12, SEE Standard 1.00 6.983 3075 1.14 bd 14
14 102299014 TOX145-RBS10199-1000ppb-12, SEE Standard 1.00 6.994 2977 1.1 MM 11
15 102299015 MeOH Blank
16 102299016 TOX145~RTS-9R0I245M, Dayl, Smg/kqg, DS50-ext10/19/99 €.964 89 0.03 MM -97
17 102299017 TOX145~RTS-9R03246M, Dayl, Smg/kg, D30-ext10/19/99 6.985 83 0.03 MM -97
. 18 102299019 TOX145-RTS-9R03247M, Dayl, Smg/kg, DSO-extl0/18/99 6.982 16 0.03 bd -97
19 102299019 TOX145-RTS-9R03248N, Day), Smg/kg, DSO-ext10/18/99 6.982 76 0.03 bd -97
20 1022959020 TAX145-RTS-9R03249, Dayl. Smg/kg, DS0-ext10/19/99 6.978 69 0.03 bb -97
21 102299021 TOX145~RBS10199-250ppb-CCV-11-1, SEE o 1.00 €.982 2290 0.85 bb ~-15
22 102299022 MeOH Blank
23 102299023 TOX145-RTS-9R03250M, Day4, %mg/kg, DS0-ext10/19/9% 6.962 B4 0.03 bb -97
24 102299024 TOX145-ATS-9R03251M, Dayd, Smg/kg, DSO-ext10/19/99 6.987 50 0.02 bd ~98
25 102299025 TOX145-RTS-9R0I252M, Day4, Smg/kyg, D50-ext10/19/99 6.983 80 0.0 MM -97
26 102299026 TOX145-RTS-9R0I254~1M, Day4, Smg/kg, D50- 10/19/99 7.002 66 0.02 bd ~98
27 102299027 TOX145~-ATS-9R0I254~2M, Dayd, Smg/kqg, D3%0- 10/19/99 §.99] 70 0.03 bd -97
28 102299028 TOX145-RBS510199-250ppb-CCV-11-2, SEE [+ o 1.00 6.985 1889 0.70 bb -30
29 102299029 MeOH Blank
30 102299030 TOX145-RBS10199-H20 Blk~12, SEE 6.981 2798 1.04 bd L)
31 102299031 TOX145-RBS10199-Serum Alk-12, SEE 6.987 2329 0.86 bb -14
32 102299032 TOX145~-RTS10199-Searum Blk-12, SEE 7.001 2521 0.94 bb -6
33 102299033 TOX145~RBS10199-Sppb~12, SEE Standard 1.00 6.963 2515 0.93 bd =7
34 102299034 TOX145-RBS10199-10ppb-12, SEE Standard 1.00 6.968 2308 0.86 MM -14
35 102299035 TOX145~RBS10199-25ppb-12, SLE Standard 1.00 7.009 2391 4.89 bd -11
36 102299036 TOX145-RBS10199-50ppb-12, SEE Standard 1.00 7.007 2192 0.981 bd -19
37 102299017 TOX145-RBS10199-100ppb-~12, SEE Standard 1.00 7.012 2855 1.06 bb [
38 102299038 TOX145-RBS10199-250ppb~12, SEE Standard 1.00 7.004 2958 1.10 bd 10
39 102299039 TOX145-RBS10199-500ppb-12, SEE Standard 1.00 7.008 2896 1.08 bd 8
40 102299040 TOX145~RBS10199-750ppb-12, SEE Standazd 1.00 7.008 2813 1.04 bd 4
41 102299041 TOX145-RBS10199-1000ppb-12, SEE Standard 1.00 6,991 2853 1.06 bb [

Amslia 062499: Quantitated and Printed by ias 10/23/9%

000605




ze@@@f_uy

Quantify Calibration Report Page 1
T0X145-rat serum dilutions, day 1 & 4- ext. 10/19/9% SI%

[Compound 1 name: POAA (Chl)
[Response Factor: 115.846
'Response type: External Std, Area

'Curve type: RF
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BEST COPY AVAILABLE

Quantify Calibration Report
T0X145-rat serum dilutions, day 1 & 4- ext. 10/19/99 SEX

Page 2

iCompound 2 name: PFOS (Ch2)
iCoefficient of Determination: 0.995295
ICalibration curve: 44.8833 * x + 108.462
Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
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Quantify Calibration Report Page 3
TOX14S-rat serum dilutions, day 1 & 4~ ext. 10/19/99 siE

Compound 3 name: PFOSA (Ch4)
'Coefficient of Determination: 0.989156
ICalibration curve: 164.764 * x +-232.515

‘Response type: External Std, Area
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
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Quantify Calibration Report Page ¢
T0X145-rat serum dilutions, day 1 & 4- ext. 10/19/99 83X

i{Compound 4 name: IS (Ch3) ’ —— - e
{Response Factor: 2692.44

Response type: External Std, Area

‘Curve type: RF
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“

| 0 ‘ , | 3
| 00 01 02 03 04 05 06 07 08 09 Lébncg

Amslia 062499: Quantitated and Printed by ifas 10/25/99
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Mathod Report

Tas ‘7/5/11 /z- [t

Hclo 062498 Tws 1ofecfos

Page 1

Msthod file: C:\MASSLYNX\amelis-rats. PRO\MethDB\10229%a.ndb
Last modified: Mon Oct 25 06:39:55 19935C
Compound: 1: POAA {Chl)

Printed: Mon Oct 25 07:03:23 1999
Compound Nama: POAA (Ch1)
Internal Re [¥one)
Quantify Trace: TIC

Conc. of Standards: Fixed

User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da

Peak Location

Retention Time {mins): 6.994, Enabled
Relative Retention Time: 0.000, Disabled
RT Reference: (Nene)

Time Window (mins): 0.203

Peak Selection: Nearest
Response

Response Type: fxternal
Response: Azeas
Calibration Curves

Polynomial Type: Linear

Point of Origin: Exclude

Fit Waighting: /%

Ax1s Transformation: None
Concentration

Units:

Noise

Peak-to~peak amplitude: 95

Smooth

Smoothing: Disabled
Window size (scans): 2

Number of smooth 1

Smoothing method:

Baselines

Join valley threshold: 30.00

Reduce peak tailing: 200.00

Raise baseline maximus: $.00

Peak Separation

Draw vertical threshold: $0.00

Detect shoulders: Disabled
Shoulder threshold: 30.00

Response Threshold

Relative height: 1.50, Disabled
Absolute height: 0.00, Disahled
Relative area: 2.00, Disabled
Absclute area: 0.00, Disabled
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Method Raport

Page 2
Hethod file: C:\MASSLYNX\amelia-rats.PRO\MethDB\1022992.adb
Last modified: Non Oct 25 06:39:55 1999C 4
Compound: 2: PFOS {Ch2)
Printed: Mon Dct 25 07:03:23 1999

Huele 242485 a9

Compound Name: PFOS (Ch2)
Internal Ref {None}
Quantify Trace: T1C

Conc. of Standards: Conc. A

User RF Value:

User Peak Factor:
Integrate Window Factor:
Chromatogram mass window:
Peak Location

Retention Time (mins):
Relative Retention Time:

1.000000, Disabled
1.000000

2.000

1.0000Da

7.178, Enabled
0.000, Disabled

RT Raferencs: [None)
Time Window (mins): 0.262
Peak Sslection: Nearest
Responae

Response Typa: External
Respon Areas
Calibration Curves

Polynomial Type: Linear
Paint of Origin: Exclude
Fit Weighting: 1/X

Axis Transforsatiom: Nona
Concentration

Units:

Noise

Peak-to~peak amplitude: 2300
Smooth

Smoothing: Disabled
Window size (acans): 2

Number of smooths: 1
Swoothing method:

Baselines

Join valley threshold: 30.00
Reduce peak tailing: 200.00
Raise baseline maximum: 5.00
Peak Separation

Draw vertical threshold: 90.00
Detect shculders: Disabled
Shoulder threshala: 30.00

Response Threshold
Relative height:

1.50, Disabled

Absolute
Relative
Absolute

height:
ares:
ares:

0.00,
2.00,
0.00,

Disabled
Disabled
Disabled
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Method Report Page 3

Mathod file: C:\MASSLYNX\aselia-rats.PRO\MethDB\102299s . mdb
Last modified: Mon Oct 2% 06:39:5% 1999C ¢
Compaund: 3: PFOSA [Ch4)
Printed: Mon Oct 25 07:03:23 1998 -
fuela aiivtg rx'/z:/zz
Comapound Name: PFOSA (Chd)
Internal Ref.: {None)
Quantify Trac TIC
Conc. of Standards: Conc. B

User RF Value:

1.000000, Disabled

User Peak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da

Peak Location

Retention Time (mins):
Relative Retentian Time:

7.646, Enabled
0.000, Disabled

RT Reference: [None]
Time Window (mina): 0.273
Peak Selection: Nearest
Response

Response Typs: External
Response: Arsas
Calibration Curves

Polynomial Type: Linear
Point of Origin: Exclude
Fit Waighting: /%
Axis Transformation: None
Concentration

Units:

Noise

Peak-to-peak amplituda: 161
Smooth

Smoothing: Enabled
Window size {scans): 2
Number of smooths: 1
Smoothing method:

Baselines

Join valley threashold: 30.00
Reduce peak tailing: 200.00
Raise baseline maximum: $.00
Peak Separation

Draw vertical threshold: 90.00
Deteact shoulders: Disabled
Shoulder threshold: 30.00

Response Threshold

Relative height:
Absolute height:
Relative
Absolute

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled

000612



Method Report

Method file: C:\MASSLYNX\anelia-rats.PRO\MathDB\102299s.0db
Last modified: Mon Oct 25 06:19:55 19950
Compound: 4: 1S

Printed: Mon Oct 25 07:03:23 1999

Page ¢

Lrele csztr s ool

Compound Name:
Internal Ref
Quantify Trace:

Conc. of Standards:

User RF Valus:

User Peaak Factor:
Integrate Window Factor:
Chromatogram mass wiadow:
Peak Location

Retention Time {Bins):
Relative Retention Time:
RT Refersnce:

Time Window (mins):

Pesk Salection:
Response

Response Type:
Response:
Calibration Curves

Polynomial Type:
Point of Origin:

Fit Weighting:

Axis Transformatiom:
Concentration

Units:
Noise

Peak-to-paak amplitude:
smooth

Smoothing:

Window size (scans):
Number of smooths:
Smcothing method:
Baselines

Join valley threshold:
Reduce pesk tailing:
Raise baseline maximum:
Peak Separation

Draw vertical threshold:
Detect shoulders:
Shoulder threshola:
Response Threshold

Ralative height:
Absolute height:
Relative ar
Absolute ar

IS (Chl)
(Nonel
TIC
Fixed

1.000000, Disabled
1.000000

2.000

1.0000Da

7.040, Enabled
0.000, Disabled
(None]
0.239

Nearest

External
Areas

Linear
Exclude
Y23
None

9

Disabled
2
1

30.00
200.00
5.00

90.00
Disabled
30.00

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled
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AMELIA 062498: FACT Equipment Log 99114 PAGE
Quattro I, #6448E

DATE: 10/22/99

ANALYST: ias

STUDY NUMBER: TOX145 MATRIX: Ratsera DESCRIPTION: Day 1&4 dilutions

FACT Method: ETS-8-5.1

Injection volume: 10 uL Cycle time:_10 min. Electrode: Z-Spray
Mobile Phase: (A)2.0 mM NH4CH3CO2 (B) MeOH
TN-A- or stndrd number (A) 99085-10-14 (B)_TN-A-2945
Prepared (date/by): (A) 10/16/99 sah (B)_10/20/99 ias
Expires: (A) 04/00 (B)_04/00
Store at room temp? [¥] or N Other:

Guard column: None

Part number: na Lot number: na

Analytical column: Keystone Betasil

Size: 2 x 50 mm Type: C18 Sphere size: 5 um
Part number: 055-701-2 Lot number: P9E11 Serial number:0591816Z
Analytical parameters:

Drying gas (L/hr): 300 ESI nebulizing gas (L/hr) 10 Sheath gas (L/hr) 0

LC Flow rate: 300 ul/min.  Back pressure: 62 bar

HPLC solvent gradient: 10min-10-95

Time (min.) %B
1) 0.00 10.0
2)1.00 10.0
3)5.50 95.0
4)17.50 95.0
5) 8.00 10.0

an
A ‘\}S

14



BEST COPY AVAILABLE

Tuning Method Report ) Page 1
Method: C:\MASSLYNX\AMELIA-RATS.PRO\ACQUDB\PFOSI-GKV
Printed: Fri Oct 22 09:58:58 1999

SOURCE ( ESP- ) Set Rdbk MS1 Set Rdbk
Capillary 1.60 1.60 LM Resolution 15.0
Cone 40 -14 HM Resolution 15.0
Extractor 5 -4 Ion Energy 2.0
RE Lens 0.2 Ion Energy Ramp 0.0
Source Block Temp. 150 149 Lens 6 4 7
Desolvation Temp. 250 253 Multiplier 650
Pressures Rdbk MS2 Set Rdbk
LM Resolution 14.0
Analyser Vacuum l.2e-4 HM Resolution 14.0
Collision 10 41
Gas Cell 4.3e-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens B 40 38
Lens 9 0 40
Multiplier 650
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Scanning Method Report Page )

Mathod: €: \MASSLYIX\AHELIA-RATS . PROVACOUDB\ 1. OMIN-PFOS -POM-13-PTOdA
Last Modified: Mon Oct 11 08:22:17 1999

Printed: ri Oct 22 09:59:09 1999
Solvent Delay ( ains ) : 6.00
Function : 1 M of 1 Mass Pair ( K39~ )
Inter Channel Delay ([ Secs } : 0.03
Span | Daltons )} : 0.00
Start Timea ( Mins } : 0.00
End Time ( Mins ) : 10.00
Repesats : 1
Channel Parsnt Daughter Dwell (Secs) Coll Energy {eV) Cone {( V)
1 413.00 169.00 0.30 30 15
Function : 2 MM of 1 Mass Pair ( ESP- )
Inter Channal Delay { Secs ) : 0.03
Span ( Daltons ) : 0.00
Start Time ( Mins ) : 0.00
End Time { Mins ) : 10.00
Repeats : 1
Channsl Parsnt Daughter Dwell (Secs) Coll Energy (eV) Cone ( V)
e 1 499.00 99.00 0.30 ©as 60
- Function : 3 MWt of 1 Wass Fair ( KSP- )

Inter Channel Delay ( Secs )} : 0.03

Span ( Daltons } : 0.00
Start Time ( Mins ) : 0.00
End Time ( Mins ) ¢ 10.00
Repeats :

1
Channal Parent Daughter Dwall (Secs) Coll Energy (sV} Cone ( V)

1 427.00 80.00 0.30 40 &0
Function : 4 M of 1 Mass Pair ( ESP- )
Inter Channel Delay [ Secs ) : 0.03
Span ( Daltons } : 8.00
Start Tise { Mina ) : 0.00
End Time ( Mins ) : 16.00
Repeats : 1

Channel Parent Daughter Dwall (Secs) Coll Energy (eV) Cone ( V)
1 498.00 78.00 0.40 45 60

000616




Method Report

Method File: c:\masslynx\amelia-rats.pro\acqudb\10min-10-95
Last Modified: Friday., October 22, 1999 09:56:36
:
Printed: Friday, October 22, 1999 09:59:25
HP1100 LC Pump Initial Conditions
Solvents
A% 90.0
BS% 10.0
Cs 0.0
D% 0.0
Flow (ml/min) 0.300
Stop Time (mins) 10.0
Min Pressure (bar) 0
Max Pressure (bar) 400
Oven Temperature Left (°C) 30.0
Oven Temperature Right (°C) 30.0
EP1100 LC Pump Gradient Timetable
The gradient Timetable contains 5 entries which are :
Time A% B% C% D% Flow Pressure
0.00 90.0 10.0 0.0 0.0 0.300 400
1.00 90.0 10.0 0.0 0.0 0.300 400
5.50 5.0 95.0 0.0 0.0 0.300 400
7.50 5.0 95.0 0.0 0.0 0.300 400
8.00 80.0 10.0 0.0 0.0 0.300 400
HP1100 LC Pump External BEvent Timetable
The Timetable contains 3 entries which are :
Time Column Switch Contactl Contact?2 Contact3 Contact4
Initial Off Off Off Off Off
0.00 Off On On Of £ On
0.10 Off off Of £ Off Off

HP1100 Autosampler Initial Conditions

Draw Speed 200.0
Eject Speed (pl/min) 200
Draw Position (mm) 0.00
Stop Time (mins) 9.00
Injection Volume(ul) 10.0
e, Vial Number 13
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Masslynx - Sample List

Sample List: C:\MASSLYNX\amelia-rats.PRO\SampleDB\102299a.5PL
Printed: Fri Oct 22 09:58:46 1999

Page 1
Page Position: (1, 1)

OONONAEWN-2

File Name

102299001
102299002
102299003
102299004
102299005
102298006
102299007
102299008
102299009
102299010
102298011
102299012
102298013
102299014
102299015
102299016
102299017
102299018
102299019
102299020
102299021
102299022
1022989023
102299024
102299025
102299026
102299027
102299028
102299029
102299030
102299031
102299032
102299033
102299034
102299035
102299036
102298037
102298038
102299039
102299040
102299041

File Text

MeOH Bilank

MeOH Btank

TOX145-RBS10199-H20 Bik-12, SEE
TOX145-RBS10199-Serum Blk-12, SEE
TOX145-RTS10199-Serum Bik-12, SEE
TOX145-RBS10199-5ppb-12, SEE
TOX145-RBS10199-10ppb-12, SEE
TOX145-RBS10199-25ppb-12, SEE
TOX145-RBS10199-50ppb-12, SEE
TOX145-RBS10198-100ppb-12, SEE
TOX145-RBS10199-250ppb-12, SEE
TOX145-RBS10199-500ppb-12, SEE
TOX145-RBS10199-750ppb-12, SEE
TOX145-RBS10199-1000ppb-12, SEE

MeOH Blank

TOX145-RTS-8R03245M, Day1, Smg/kg, D50-ext10/19/99
TOX145-RTS-9R03246M, Day1, S5mg/kg, D50-ext10/19/99
TOX145-RTS-8R03247M, Day1, 5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03248M, Day1, 5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03248M, Day1, 5mg/kg, D50-ext10/19/99
TOX145-RBS10199-250ppb-CCV-11-1, SEE

MeOH Blank

TOX145-RTS-9R03250M, Day4, 5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03251M, Day4, Smg/kg, D50-ext10/19/09
TOX145-RTS-9R03252M, Day4, S5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03254-1M, Day4, 5mg/kg, D50- 10/19/99
TOX145-RTS-9R03254-2M, Day4, Smg/kg, DS0- 10/19/99
TOX145-RBS10199-250ppb-CCV-11-2, SEE

MeOH Blank

TOX145-RBS10199-H20 Blk-12, SEE
TOX145-RBS10199-Serum Bik-12, SEE
TOX145-RTS10199-Serum Bik-12, SEE
TOX145-RBS10199-5ppb-12, SEE
TOX145-RBS10199-10ppb-12, SEE
TOX145-RBS10199-25ppb-12, SEE
TOX145-RBS10199-50ppb-12, SEE
TOX145-RBS10199-100ppb-12, SEE
TOX145-RBS10199-250ppb-12, SEE
TOX145-RBS10199-500ppb-12, SEE
TOX145-RBS10199-750ppb-12, SEE
TOX145-RBS10199-1000ppb-12, SEE

MS File

10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-1S-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-1S-PFOSA
10MIN-PFOS-POAA-1S-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
1OMIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-1S-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
1OMIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-1S-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS:PFOSA
10MIN-PFOS-POAA-IS-PFOSA
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Massiynx - Sample List
Sample List: C:\MASSLYNX\amelia-rats. PRO\SampleDB\102299a.SPL

Printed: Fri Oct 22 09:58:46 1999

Page 2
Page Position: (2, 1)

-h
3vevonrwNna

Inlet Fiie

10min-10-85
10min-10-95
10min-10-95
10min-10-85
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
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10min-10-95
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FACT: DATA REVIEW SUMMARY FORM

Datc: DAl % )
Data Analyst:

FACTSwdy#: Ty /LS5~

vastmepios: foL Nz Sy oS Dioton]

Sample List: LORSFG f

Set-up Analysi

e S S
msment S0 A0/FT

[naatys P,ZaS 733 o f%‘ms

DmSutus:éiz Wi oot nzedid  IAC 10]a9/9d

Analyte: ?%H
{Acceptable Linear Range: 477 4?7/)/)/4@
Lw:ﬂi}m Extracted Blank: e < /ZLO&

R 7 D0 Matrix Blank < 15 (LOQL
Calibration Checks: J}/(
MS/MSD: Do‘lva nolr used SInip cl.l

Data Review Sign-Off

. Anslyst Review

Name/Date: /O~ A& 57 /7@)(/

Eﬂﬁmj@@ “ﬁ'h 10012199

Quality Assurance Review
Name / Date:

Data Entry: (AC. 1()/19/9?

Comments / Justifications:

Wﬁ | L%

Gty ///f KK /ﬁ@f% 4

1]
Analyte: _Q Yoy 4
-
J—
Acceptable Lincar Range:
e -
LOQ: Extracted Blank:
R"2: I Matrix Blank: __
- . P el
Calibration Checks:
MS/MSD:
—
Data Satus:
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Quantify Compound Mummary Repoxt
Tox 143: Rat Sera, Dey 154 dilutioms, Ext 10/19/99

Sample List: C: \MASSLYNX\ soup020189.pro\SampleDB\ 1025990
Last modified: Mon Oct 35 16:33:42 1999

(-3 Al 199 .pro\ b
Last modified: Tue Oct 18 09:11:31 1998
Job Cods:
Pringed: Tue Oct 26 10:51:19 1999

Compound 1: PFOR

5 Mame Samplelist Taxt TYDe #td Conc L o3 Area 7iags Conc. NDev
1 102599039 MeOH Blank 7.31) 40 bb 2.1
2 102599040 MeOH Blank 7.416 50 bb 3.09
3 102599041 TOX145-RBS10199-120 Blk-12, SEX 7.424 54 bb .22
4 102599042 TOX145-RBS10199-Serum Blk-12, SER 7.402 43 W 3.84
5 102595043 TOX145-RTS10199-Sexrum Blk-12, SER 7.427 86 bb 4.462
6 102599044 TOX145-RBS10199-5pph-12, SER Standard 4.93 7.426 134w §.17 as
7 102599045 TOX145-RBS10199-10pph-12, SRB Standard 9.76 T.442 258 W 10.76 10
8 102599046 TOX145-RBS10199-25ppb-12, SKB Standard 24.80 739 $78 bb 22.87 -9
9 102599047 TOX145-RBS10199-50pph-12, SEB Standard 4%.30  7.398 943 bb 36.04 -27
10 102599048 TOX145-RBS10199-100ppb-12. SEB Scandard $7.60 7.420 2693 bb 100.56 3
11 102599049 TOX145-RBS10199-250ppb-12, SKR Standard 248.00 7.420 6270 bb 232.47 -6
12 102599050 TOX145-RBS10199-500ppb~-12, SEB Standard 493.00 7.418 13830 bb 513.46 4
13 102599051 TOX145-RBS10199-750ppb-12. SEE Standard 738.00 7.394 19051 bb 703.80 -4
14 102599052 TOX145-RBS10199-1000ppb-~12, SEE Standard 976.00 7.433 27424 bb 1012.57 4
15 102599053 HeOR Blank 7.376 202 bb .70
16 102599084 TOX145-RT5-9R03245M, Dayl. Smg/kg, D50-extl0/19/99 7.330 3728 bb 130.73
~ . 17 102599055 TOX145-RTS-9R03346M, Dayl, Sag/kg, D50-extl0/19/99 7.441 5832 bb 316.30
EE ] 18 102599056 TOX145~-RTS-IR0OIZ47H, Dayl, Seg/kg, D50-extl0/19/99 7.178 5036 bd 186.95
A 19 102599057 TOX145-RTS-9R0I248M, Dayl, Smg/kg, D50-ext10/19/99 7.360 3572 bb 132.99
s A 20 102599058 TOX145-RTS-IRCI24IM. Dayl. Smg/kg, D50-ext10/19/99 7.313 3945 bb 146.71
" Py 21 102599059 TOX145-RBS10199-250pph-CCV-11-1, SEE Q« 244.00 7.350 6204 bb 230.03 -7
22 102599060 TOX145-RBS10199-250ppb-12, SER [+ 1 248.00 7.33? 5979 bb 221.72 -11 El\
23 102599061 MeOR Blank 7.347 47 W 2.99
24 102599082 TOX145-RTS-9R0I2S0M, Dayd, Smg/kyg, DS0-extl0/19/99 7.382 4185 bd 15%8.58
25 102599063 TOXI45-RTS-IR0I2SIM. Daysd, Swg/kg, DS0-extl/19/99 7.288% 4024 bb 149.65
26 102599064 TOX145-RTS-9R03I2S2M, Dayd, Smg/kg, D30-extl0/19/99 7.219 6096 bd 236.05
27 102599065 TOX145-RT5-9R03254~1M, Dayd, S5Smg/kg, D50- 10/19/99 7.238 4634 ba 173.14
28 102599066 TOX145-RTS-9R03254-2M, Dayd, Smg/kg, D30- 10/19/99 7.219 4255 bb 158.17
29 102599067 TOX145-RBS10199-250pph-CCV-11-2, SEE QC 248.00 7.199 4647 W 172.63 -30
30 10259%088 TOX145-RRS10199-250ppb-12, SER QC 248.00 7.221 €747 b 250.05 1
31 102599069 TOX145-RBS10199-250pph~CCV-11-3, SEB Qc 248.00 7.287 7505 bb 278.00 12
32 102599070 TOX145-RBS10199-250pph-CCV-11-4, SEE < 248.00 7.224 8184 bb 303.08 22
33 102599071 MeOHR Blank 7.267 66 bd 3.67
34 102599072 TOX145-RBS10199-K20 Blk-12, SEE 7.245 76 bb 4.04
358 102599073 TOX145-RBS10199-Serum Blk-12, SER 7.257 69 bb 3.80
36 102599074 TOX145-RTS10199-Serum Blk-12, SER 7.234 181 wot 7.954
37 102599075 TOX145-RBS10199~-5ppb-12, SKEB Standard 4.9 7.263 233 bbx 9.84 100
38 102599076 TOX145~RBS10199-10ppb-12, SKE Standard 9.76 7.259 369 bbXx 14.86 82
39 102599077 TOX145-RBS10199-25ppb-12, SEE Standard 24.80 7.266 935 bAX 37.87 21
40 102599078 TOX145-RBS§10199-50ppb-12, SEE Standard 4%.30 7.25%9 1430 bbx 5§5.83 13
41 102599079 TOX145-RBS10199-100ppb-12, SEB Standard 97.60 7.244 4608 WX 171.16 75
42 102599080 TOX145-RBS10199-250ppb-~12, SER Standard 248.00 7.247 10314 mWx 381.61 sS4
43 10259%081 TOX145-RBS10199-500ppb-12, SKE Standard 493.00 ?.227 21815 mex 80S8.73 63
44 102599082 TOX145-RBS10199-750ppb-12, SER Standard 735.00 7.246 31783 wix 1173.29 §0
45 102599083 TOX145-RBS10199-1000ppb-12, SER Standard 976.00 7.242 42982 Mux 1586.30 (1]

Soup 020199: Quantified and primted by WME on 10/26/99
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Quantify Compound Summary Report Page 2

Tox 145: Rat Sera, Day l&d dilutions, Ext 10/19/99

Sample Listc: C: \MASSLYNX \s0up020199 . pro\ SampleDB\ 1023990
Last modified: Mon Oct 23 16:32:42 1999

Method: C:\MASSLYRX\scupd20199 . pro\MerhDB\ 1025990
Last modified: Tue Oct 26 09:11:31 1999

Job Code:

Printed: Tue Oct 26 10:51:19 1999

Compound 1: PFrosa

§ Rame Samplelist Text YD Sta Conc Area Flags Coma. WDev
1 102599039 MeOH Blank 101 bb 3.13
2 102599040 MeOH Blank 153 Bb 3.2
3 102599041 TOX145-RBS10199-H20 Blk-~12, SRE 178 bb 3.38
4 102599042 TOX145-ABS510199-Serum Blk-12, Sk 194 W 3.40
$ 102599043 TOX145-RTS10199-Sarum Blk-12. SEE 245 db 3.98
6 102599044 TOX145-ABS10199-Sppb-12, SEX Standard 4.93 1430 wox 6.97 41
7 102599045 TOX145~RBS10199-10ppb-12, SKB Standard 9.77 3834 M 10.17 4
3 102599046 TOX145-RBS10199-25ppb-12, SER Standard 24.80 6861 MM 22.63 -9
$ 102599047 TOX145-RBS10199-50ppb-12, SKEE Standard 49.30 11166 M 3s.12 -29
10 102599048 TOX145-RBS10199-100ppb-12, SER Standard 37.70 30268 MM 113.77 16
11 102599049 TOX145-R3S10199-230ppb-12, SER Standard 248.00 23269 W 243.%9 -2
12 103599050 TOX145-RBS10199-500ppb~12, SEB Standarxd 493.00 161220 wx 468.97 -S
13 102599052 TOX145-RBS10199-730ppb-12, SES Standard 736.00 236588 Y 686.89 -7
14 103599052 TOX145-RBS10199-1000ppb-12, SEE Standard $77.00 313964 W 910.61 -7
15 102599053 MeOH Blank 1523 7.34
16 102599054 TOX145-RTS-5R031245M, Dayl, Smg/kg, D50-extl0/19/99 2311 M 9.52
17 102599055 TOX145-RTS-9R0I246M, Dayl, Smg/kg, D50-extl0/19/99% 3545 W 13.09
18 102559056 TOX145-RTS-IR0324TM, Dayl, Smg/kg. D50-ext10/19/%% 1969 mx 8.59
19 102599087 TOX145-RTS-IR0I248N, Dayl, Seg/kg, D50-extlD/19/9% 2622 W 10.42

el 20 103559058 TOX145-RTS-IJROIZ4IN, Dayl, Smg/kg, D50-extl0/19/99 2129 wx 8.99
21 102599059 TOX145-RBS10199-250ppb-CCV-11-1, SER Q© 248.00 86047 MM 251.6 1
22 102599060 TOX145-RBS10199-250ppb-12, SEE Q< 248.00 84647 W 247.50 -0
23 102599061 MeOH Blank 442 Wx 4.12
24 102599062 TOX145-RTS-IR03IASON, Dayd. 5mg/kg, D50-ext10/19/99 $77 &b 4.79
25 102599063 TOX145-RTS-9R0I2SIN, Dayd, 5Smg/kg, DP50-extl10/19/99 633 W 4.67
26 102399064 TOX145-RTS-9R03I252M, Dayd, Smg/kg, D50-ext10/19/99 28 db 5.23
27 102599065 TOX145-RTS-9R03254-1M, Days, Seg/kg, D50- 10/19/99 599 W 4.57
28 102593066 TOX145-RTS-9R03254~-2M, Dayd, Smg/kg, D50- 10/19/99 607 ad 4.59
29 102599067 TOX145-RBS10199-250ppb-CCV-11-2, BEE Qc 248.00 81385 Mx 238.15 -4
30 102599068 TOX145-RBS10199-250ppb-12, SRR Qoc 248.00 91754 0 268.13 1]
31 102599069 TOX145-RBS10199-2S0ppb-CCV- 3. Sxe Qc 248.00 19388 W 261.29 5
32 102599070 TOX145-RAS10199-250ppb-CCV-11-4, SKE oc 248.00 06953 Wt 284.25 3
33 102599071 MeCH Blank 344 bb 3.8
34 102599072 TOX145-RBS10199-820 Blk-12, SER 302 Wn 3.7
35 102599072 TOX145-RBS10199-Sexrum Blk-12, SEX 233 3.51
36 102599074 TOX145-RTS10199-Serum Blk-12, SER 298 ot 3.70
37 102599075 TOX145~-RBS10199-5ppb-12, SEE Standard 4.9 16567 20X T.66 E1]
38 102599076 TOX145-RBS10199-10ppb-12, SBE Standard .77 2861 Mx 11.11 14
319 10259%077 TOX145-ABS10199-25ppb-12, SER Standard 24.00 7460 W 24.41 -2
40 102599078 TOX145-RBS10199-50ppb-12, SEE Standard 49.30 11958 W 37.431 -34
41 102599079 TOX145-RBS10199-100ppk-12, SER Standard 97.70 42260 W 125.02 a8
42 102599080 TOX145-RB510199-250pph-12, SKE Standard 248.00 89431 Mx 261.41 s
43 102599081 TOX145-RBS10199-500ppb-12, SRR Scandard 493.00 179977 WM 523.21 [
44 102593082 TOX145-RBS10199-750pph-12, SER Standard 736.00 262487 761.77 4
45 102599083 TOX145-RBS10199-1000ppb-12, SRR Scandard 977.00 7.801 356987 M 1035.00 6

Dilubions weenot nadd - PFosA, undil  velwes N.forltd From ID//Q}Q?
Onalyies.  Thue daka not Usd.
WL 1p]|29/99

Soup 03019%: Quantified and printed by MME oo 10/36/9%
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Quantify Compound Sumsary Raport Page 3

- Tox 145: Rat Sera, Day 1&4 dilutioms, Ext 10/19/9%

Sample List: CI\MASSLYNX\s0oup020139 . pro\SampleDR\102529D
Last modified: Mon Oct 23 16:32:42 1999

Mathod: C:\MASSLYNE \scupl20199 . pro\MethDN\ 1025990
Last modified: Tus Oct 26 09:11:31 1999
Job Code:
Printed: Tue Oct 26 10:51:19 1998
Compound 3: Surr
9 Name Samplelist Taxt TYDe Std Como x? Area Flags Cons. \Dev
1 102599039 MeOH Blank 7.101 14 b 0.00 -100
2 102599040 HeQH Blank
3 102599041 TOX145-RBS10199-M20 Blk-12. SEE 7.213 3491 bb 1.1 11
4 102399042 TOX145-R8S10199-Serum Blk-12. SER 7.213 2874 bb 0.9 -9
5 102595043 TOX145-RTS10199-Serum Blk-12. SER 7.230 2230 b ¢.71 -29
6 102599044 TOX145-ABS10199-5ppb-12, SKE Standaxd 1.00 7.227 3080 bb Q.98 -2
7 102599045 TOX145-ABS10199-10pph-12, SEB Standard 1.00 7.255 2937 bb 0.93 -7
8 102599046 TOX145-RBS10199-25pph-12. SEE Standard 1.00 7.201 2890 bb 0.92 -8
9 102599047 TOX145-ABS10199-50ppb-12, SEB Standard 1.00 7.331 2576 bb 0.82 -18
10 102599048 TOX145-RBS10199-100ppb-12., SEE Standard 1.00 7.230 1965 bb 0.94 ~6
11 102599049 TOX145-RBS10199-250ppb-12, SEE Standard 1.00 7.253 3053 MM 0.97 -3
12 102599050 TOX145-RBS10199-500pph-12, SR Standard 1.00 7.229 3171 db 1.01 1
13 102599051 TOX145-RB510199-750pph-12, SEB Standard 1.00 7.208 3038 bb 0.96 -4
14 102599082 TOX145-RBS101%99-1000ppb-12, SEB Standard 1.00 7.334 3041 Wn 0.96 -4
15 102599053 NeOH Blank 7.231 $ bb 0.00 ~100
16 102599054 TOX145-RTS-IR03245M, Dayl, Smg/kg, D50-~ext10/19/99 7.16) 6% bb 0.02 -9
e 17 102599085 TOX145-RTS-9R032146M, Dayl, Smg/kg, D50-ext10/19/99 7.253 66 MM 0.02 -98
18 102599056 TOX145-RTS-9R03I247M, DayI, Seg/kg, D50-extl0/19/99 7.211 71 bb 0.02 -98
. " 19 1025990587 TOX145-RTS-IR03248M. Dayl, Seg/kg, DS0-extl0/19/99 7.171 43 bb c.01 -~99
Tea e 20 102599058 TOX145-RTS-9R03249M, Dayl. Smg/kg, DS0-ext10/19/99% 7.146 4% bb 0.02 -98
21 102599059 TOX145-RBS10199-250ppb-CCV-21-1, SREB e« 1.00 7.183 2085 bb 0.91 -9
22 102599060 TOX145-REBS10199-250ppb-12, SER o« 1.00 7.148 2800 bb 0.89 -11
23 3102599061 MeOR Blank 7.180 3 bb 0.00 -100
24 102599062 TOX145-RTS-9R0I2SOM, Dayd, Smg/kg, D50-extl0/19/99 7.161 47 bb 0.02 -958
25 102599061 TOX145-RTS-9R03251%, Dayd, Smg/kg, DSO-extl0/19/99 7.11% 45 bb 0.01 -99
26 102599064 TOX145-RTS-SR0I252M, Dayd, 5mg/kg, D30-extl0/19/99 7.074 60 bb 0.02 -98
27 102599065 TOX145-RTS-9N03254~1K, Deyé., Swg/kg, D30- 10/19/99 7.093 60 M 0.02 -98
28 102599066 TOX145-RTS-IR03254-2M, Days. Smg/kg, D50- 10/19/99 7.074 SS MM 0.02 -98
29 102599067 TOX145-RBS10199-250ppb-CCV-11-2, SER QC 1.0 7.056 1907 Mu 0.60 -40
30 102599068 TOX143-RBS10199-250ppb-12, SEX Qc 1.00 7.076 2828 bat 0.90 -10
31 102599069 TOX145-RBS10199-2S0pph-CCV-11-3, SEE [+.o] 1.00 7.102 2949 bb 0.93 -7
32 102599070 TOX145-RBS10199-250ppb-CCV-11-4, SER oc 1.00 7.080 3911 bb 0.92 -8
33 102599071 MeOH Rlank 7.3100 8w 0.00 -100
34 102599072 TOX145-RBS10199-M20 Blx-12, SER 7.102 3618 bb 1.1% 15
35 102599073 TOX145-RBS10199-Serum Blk-12, SKER 7.114 3157 bd 1.00 [
36 102599074 TOX145-RTS10139-Serum 3lk-12, SEE 7.088 2944 bd 0.93 -7
37 102599075 TOX145-RB510199-5ppb-12, SER Scandard 1.00 7.101 3177 ba 1.01 1
3B 102599076 TOX145-RBS10199-10ppb-12, SEE Standard 1.00 7.092 3076 M 0.98 -2
39 102599077 TOX145-RBS10199-25ppb-12, SEE Standard 1.00 ?.121 2980 MM 0.94 -6
40 102599078 TOX145~-RB510199-50ppb-12, SKB Standard 1.00 7.092 2748 bb c.87 -1)
41 102599079 TOX145-RBS10199-100ppb-12, SEE Standard 1.00 ?7.099 3443 ba 1.09 9
42 102599080 TOX145-RBS10199-250ppb-12, SER Standard 1.00 7.102 3426 bd .09 9
43 102599081 TOX145-RBS10199-500ppb-12, SEE Standard 1.00 7.082 3712 bb 1.18 1s
44 102599082 TOX145-R8510199-750ppb-12, SEE Standard 1.00 7.101 3771 bb 1.20 20
45 102599083 TOX145-RBS10199-1000ppb-12, SER Standard 1.00 7.098 3695 W 1.17 17

Mot I’ﬁr%p,l' ano)alt -daok not used
L 10]29)44

Soup 020199: Quantified and priated by MME on 10/26/99
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Quantify Calibration Repoxt /

Tox 145: Rat Bera, Day 1&4d dilutioms, Wt 10/19/99

Compound 1 name: PFOS

Coefficient of Determination: 0.997063

Calibration curve: 27.1171 * x + -33.7747

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/, Axis trans: None

4.30e4

Page 1

Response-|

L B e A e e B L B B i o SRR ¢ 7,1 )
0.0 200.0 400.0 600.0

Soup 020199: Quastified and pristed by W on 10/26/99

€CC06524



Quantify Calibration Report
Tos 145: Rat Sera, Day 1&4 dilutiona, Ext 10/19/99

Page 2

Compound 2 name: PFOSA

Coefficient of Determination: 0.992571
Calibration curve: 345.863 * x + -981.494
Response type: External Std, Area

3.57e5+

Response-

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

00 2000

1 800.0

Conc

Soup 03019%: Quantcified and printed by MK on 10/26/99

NrNGR2S



Quantify Calibdration

Tox 145: Rat Sexa, Day 144 dilucions, Ext 10/19/99 , Fage 3
Compound 3 name: Surr
Response Factor: 3154.38
Response type: External Std, Area
Curve type: RF
3.77e3 x
%
¥
P
] #
X
X
X
X
Response-
T Conc
0001 02 03 04 05 06 07 o8 09 10

Soup 020199: Quantified and printed by MME om 10/26/9%
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Method Report Page 1
Method file: C: UMASSLYMX\ scup020199. pro\MethDB\1025990 . mdb ]
Last modified: Tus Oct 26 09:11:31 1999
Compound : 1: rOSs
Printed: Tue Oct 26 10:48:14 1999
Compound Mame: POS
Internal Ref. [Mone)
Quantify Trace: TIc
Conc. of Standards: Conc. A
User RF Value: 1.000000, Disabled
User Peak Pactor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da

Ratention Time (mins):
Relative Retention Time:
RT Reference:

Time Window (mins):

Peak Selection:

Reaponse Type:
Response:

Polyncmisal Type:
Point of Origin:
Pit Weighting:

Axis Transformation:

Units:

Peak-to-paak amplitude:

Smoothing:

Window size (scans):
Mumber of smooths:
Smoothing method:

Join valley threshold:
Reduce peak tailing:
Raise baseline maxisam:

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Ralative height:
Absolutes height:
Relative area:
Absolute area:

7.490, Bnabled
0.000, Disabled
[Mone

0.212

Nearest

External
Areas
Raxlude

x

7%

-
L3

30.00
200.00
5.00

90.00
30.00
1.50, Disabled
0.00. Disabled

2.00, Disabled
0.00, Disabled




Msthod Report

Method Cile:
Last modified:

Compound :
Printed:

C: \MASSLYMX\80up020199.pro\MethDB\102599b. mib
Tue Oct 26 09:11:31 1999

2: PPOSA

Tua Oct 26 10:48:14 1999

Compound Name:
Internal Ref
Quantify Trace:

Conc. of Standards:

User AF Valuas:

User Peak Pactor:
Integrate Window Pactor:
Chromatogram mass window:

Retention Time (mins):
Relative Retention Time:
RT Referenca:

Time Wipndow (mins):

Peak Selection:

Response Type:
Response:

Polynomial Type:
Point of Origin:
Fit Weighting:

Axis Transformationm:

Units:

Peak-to-peak amplitude:

Smoothing:

Window size (scans):
Number of smooths:
Smoothing method:

Join valley threshold:
Reduce pesk tailing:
Raise baseline maximum:

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Relative beight:
Absolute height:
Relative area
Absolute ares:

PPOSA
[¥cne)
TIC
Conc. B

1.000000, Disabled
1.000000

2.000

1.0000Da

7.960, Enabled
0.000, Disabled
{Mone)

0.400

Nearest

Bxternal
Areas

Exclude
1/x

76

Enabled
2
1

30.00
200.00
5.00

90.00
Disabled
30.00

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled

000628



Mathod Report Page 3}
Method Cile: C: \MASSLYNX\80up020199.pro\MethDB\10259%b.mdb

Last modified: Tue Oct 26 09:11:31 1999

Compound : 3: Surr

Printed: Tue Oct 26 10:48:14 1999

Compound Name : surr

Internal Ref.: [None)

Quantify Trace: TIC

Conc. of Standards: Pixed

User RF Valus:
User Peak Pactor:
Integrate Window Pactor:

Chromatogram mass window:

Retantion Time (mins):
Relative Retention Time:
RT Aeference:

Time Window (mins):

Peak Salection:

Polynomial Type:
Point of Origin:
Fit Weighting:

Axis Transformation:

Units:

Peak-to-peak saplitude:

Smoothing:

Window size (scans):
Number of smooths:
Smoothing method:

Join valley threshold:
Reduce pesk tailing:
Raise baseline maximum:

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Relative height:
Absclute height:
Relative are
Absolute area:

1.000000, Disabled
1.000000

2.000

1.0000Da

7.245. Fnabled
0.000, Dissbled
{Mone)
0.301

Neaxest

External
Axeas

Linear
Rxclude
p¥2 4
Nona

(1]

Enabled
2
1

30.00
200.00
5.00

%0.00
Disabled
30.00

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled

000629
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SOUP 020199: FACT Equipment
Log 99092 PAGE 11

Quattro I1, #6414E
DATE: 10-25-99

ANALYST:mmmh
STUDY NUMBER; TOX 145 MATRIX: Rat sera DESCRIPTION; Dilutions

FACT Method: ETS-8-5.1

Injection volume:_10 ul, Cycle time:_10 min. Electrode: Z-Spray

Mobile Phase: (A)2.0 mM NH4CH3CO2 B)MeOH
TN-A- or stndrd number (A) 99085-11-3 (B).IN-A-2997

Prepared (date/by): (A) 102199 mmh (B)_10/16/99 sah
Expires: (A)04/00 (B)_2010

Store at room temp? @ or N Other:

Guard column: None

Part number:_na Lot number: na

Analytical column: Kevstone Betasil

Size: 2 x 50 mm Type: C18 Sphere size: 5 um
Part number: 035-701-2 Lot number; P9E11] Serial number:0591804Z
Analytical parameters:

Drying gas (L/hr): 350 ESI nebulizing gas (L/hr)_13 Sheath gas (I1/hr) O
LC Flow rate: 300 ul/min. Back pressure:_65 bar

HPLC solvent gradient: 10min-10-95

Time (min.) %B
1)0.00 10.0
2).1.00 10.0
3)35.50 950
4)7.50 95.0
5)8.00 10.0

000630



BEST COPY AVAILABLE
AT

Tuning Method Report Page 1

Method: C: \MASSLYNX\SOUP-RATS . PRO\ACQUDB\PFOS3

Printed: Mon Oct 25 16:37:32 1999

SOURCE ( ESP- ) Set Rdbk MS1 Set Rdbk
Capillary 1.60 1.60 LM Resolution 14.0
Cone 60 -60 HM Resolution 14.0
Extractor 5 -6 Ion Energy 0.9
RF Lens 0.2 Ion Energy Ramp 0.0
Source Block Temp. 150 151 Lens 6 4 3
Desolvation Temp. 250 250 Multiplier 650
Pressures Rdbk Mus2 Set Rdbk
LM Resolution 14.0
Analyser Vacuum 5.%e-5 HM Resolution 14.0
Collision 60 42
Gas Cell 4.1le-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens 8 40 38
Lens 9 0 44
Multiplier 650

000631
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Scanning Method Report Page 1
4

Mathod: C: \MASSLYIX\ SOUP~RATS . PRO\ACQUDS\ 1 0MIN~PFOS - POAA-PTOSA-I8

Last Modified: PFri Oct 15 11:35:03 1899

Frinted: Moo Oct 25 16:28:24 1999

Solvent Delay ( mins ) : 0.00

Punction : 31 MRX of 1 Mass Pair ( ESP- )

Inter Channel Delay ( Secs ) : 0.03

Span ( Daltons ) : 0.00

Start Time { Mins ) : 0.00

End Time ( Mins ) : 10.00

Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Enezrgy (eV) Cone { V )
1 413.00 169.00 0.30 30 15

Funceion : 2 MEM Of 1 Mass Pair ( ESP- )

Inter Channel Delay ( Secs ) : 0.03

Span ( Daltons } : 0.00

Start Time ( Mins ) : 0.00

Bnd Time ( Mins ) : 10.00

Repeats : 1
Channel Parent Deughter Dwell (Secs) Coll Energy (eV) Cona { V)
1 499.00 99.00 0.30 . A4S 60

i Punction : 3 MEM of 1 Mass Pair ( RSP~ )

Inter Channel Delay ( Secs ) : 0.0)

Span ( Daltons ) : 0.00

Start Time ( Mins } : 0.00

End Time ( MNins } : 10.00

Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Energy (eV) Cone ( V )
1 498.00 78.00 0.30 45 60

runction : 4 MRM of 1 Mass Pair { RSP- )

Inter Channel Delay ( Secs ) : 0.03

Span ( Daltons ) : 0.00

Start Time { Mins ) : 0.00

End Time ( Mins )} 10.00

Repesats :

1
Channel Parent Daughtar Dwell (Secs) Coll Enaxgy {(aV) Cone { V)
1 427.00 80.00 0.30 4@ 60

000632
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Method Report

Method File:
Last Modified:

Printed:

:

c:\masslynx\soup-rats.pro\acqudb\l0min-10-95
Monday, October 25, 1999 16:29:58

q
Monday, October 25, 1999 16:34:46

5=

EP1100 LC Pump Initial Conditions

Salvents
A%
B%
Cc3
D%

Flow (ml/min)

Stop Time (mins)

Min Pressure (bar)

Max Pressure (bar)

Oven Temperature Left(°C)
Oven Temperature Right(°C)

HP1100 IC Pump Gradient Timatable

10.0
0.0
0.0

0.300
10.0

400
30.0
30.0

The gradient Timetable contains 5 entries which are :

Time A% B% C% D% Flow
0.00 90.0 10.0 0.0 0.0 0.300
1.00 90.0 10.0 0.0 0.0 0.300
5.50 5.0 95.0 0.0 0.0 0.300
7.50 5.0 95.0 0.0 0.0 0.300
8.00 90.0 10.0 0.0 0.0 0.300
HP1100 IC Pump External Event Timetable
The Timetable contains 3 entries which are :
Time Column Switch Contactl Contact2 Contact3 Contactd
Initial Off Off Off Off Off
0.00 Off on Oon Off on
0.10 Off Off Off Ooff Off
HP1100 Autosampler Initial Conditions
Draw Speed 200.0
Eject Speed (nl/min) 200
Draw Position (mm) 0.00
Stop Time (mins) 9.00
Injection Volume (pl) 10.0
Vial Number 9

Pressure
400
400
400
400
400

000633
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Masslynx - Sample List

Sample List: CAMASSLYNX\soup-rats.pro\SampleDB\102599b.SPL
Printed: Mon Oct 25 18:32:57 1999

Page 1

Page Position: (1, 1)

OO EWN -

File Name

102599039
102599040
102599041
102599042
102598043
102599044
102599045
102599046
102599047
102599048
102599048
102599050
102599051
102599052
102599053
102599054
102599055
102599056
102699057
102599058
102598059
102599060
102599061
102599062
102599063
102599064
102589065
102599066
102599067
102599068
102599069
102599070
102599071
102599072
102599073
102699074
102599075
102599076
102599077
102599078
102599079
1025989080
102599081
102599082
102598083

File Text

MeCOH Blank

MeOH Blank

TOX145-RBS10189-H20 Blk-12, SEE
TOX145-RBS10199-Serum Blk-12, SEE
TOX145-RTS10199-Serum Blk-12, SEE
TOX145-RBS10199-5ppb-12, SEE
TOX145-RBS10199-10ppb-12, SEE
TOX145-RBS10199-25ppb-12, SEE
TOX145-RBS10199-50ppb-12, SEE
TOX145-RBS10199-100ppb-12, SEE
TOX145-RBS10199-250ppb-12, SEE
TOX145-RBS10199-500ppb-12, SEE
TOX145-RBS10199-750ppb-12, SEE
TOX145-RBS10199-1000ppb-12, SEE

MeOH Blank

TOX145-RTS-9R03245M, Day1, 5mg/kg, D50-ext10/19/08
TOX145-RTS-9R03246M, Day1, 5mg/kg, D50-ext10/19/99
TOX145-RTS-8R03247M, Day1, 5mg/kg, D50-ext10/19/98
TOX145-RTS-9R03248M, Day1, 5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03249M, Day1, 5mg/kg, DSO-ext10/19/99
TOX145-RBS10199-250ppb-CCV-11-1, SEE
TOX145-RBS10199-250ppb-12, SEE

MeOH Biank

TOX145-RTS-9R03250M, Day4, Smg/kg, D50-ext10/19/99
TOX145-RTS-9R03251M, Day4, S5mg/kg, D50-ext10/19/99
TOX145-RTS-8R03252M, Day4, 5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03254-1M, Day4, Smg/kg, D50- 10/19/99
TOX145-RTS-9R03254-2M, Day4, Smg/kg, D50- 10/19/99
TOX145-RBS10199-250ppb-CCV-11-2, SEE
TOX145-RBS10199-250ppb-12, SEE
TOX145-RBS10199-250ppb-CCV-11-3, SEE
TOX145-RBS10199-250ppb-CCV-11-4, SEE

MeOH Blank

TOX145-RBS10199-H20 Blk-12, SEE
TOX145-RBS10199-Serum Blk-12, SEE
TOX145-RTS10199-Serum Bik-12, SEE
TOX145-RBS10199-5ppb-12, SEE
TOX145-RBS10199-10ppb-12, SEE
TOX145-RBS10199-25ppb-12, SEE
TOX145-RBS10199-50ppb-12, SEE
TOX145-RBS10199-100ppb-12, SEE
TOX145-RBS10199-250ppb-12, SEE
TOX145-RBS10199-500ppb-12, SEE
TOX145-RBS10199-750ppb-12, SEE
TOX145-RBS10199-1000ppb-12, SEE

MS Flle

10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
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Massiynx - Sample List

Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB\102599b.SPL
Printed: Mon Oct 25 18:32:57 1999

Page 2
Page Position: (2, 1)

-k wd b b b
RuBgalansdnideoNonswn~

inlet File

10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min~10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95

Bottle

91
9
21
22
23
24

Inject Volume

Sample Type Conc A

Standard
Standard

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

PLTIRREEELL

5

248
493

976

Conc C

70 T O O O OO O O
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FACT: DATA REVIEW SUMMARY FORM

Data Review Sign-Off

Date: /0 ’&ﬁ" 99 s Review
1 Analyst
Data Analyst: /"74%/ Nlm'ey: Date: M
FACT Study #: Ty 1 LS
Matrix/Timepoints: ~Nu ~ Nume! Sli’mm- g#% ke [ [k fo f28l45
Sample List: JNR 229G A Quality Assurance Review
Name / Date:
Set-up Analysis
DttdpAmlyst: SR 7 GG W/>\/ Data Entry: Enlggi AC 10/35/99
Instrument M_‘/ 9%496 Comments / Justifications:
alyte: . M .
Analyte POt st
Acceptable Linear Range: __ 730 — F76.0 ’gpb_ o '
Log _#7.3 ’gzé Extraction Blank: < /Z0Q 2 , = '
. Wt c—
R2_J PS5 Matrix Blank: </ A ) :
2. kot SeopinS g el
[prim et O bavt 228 Duak it werl.
MS/MSD: Dot J’rim wiH\ ?DRA) W ,{)/”é— )’%
Data Status: g :2 'ﬁ) Q;W \AL \D)l’lhat g 2 éz . E é ]
anstye: __ D LI Y Loiitntitoin of rdess
Acceptable Linear Range: __ — XKa izg& S lhtele Lapn % 5
LOQ: Extracted Blank oF G 10 Ut SBEC. AoF55
R"2: Matrix Blank ﬁ:ﬁz WE[L )
Calibration Checks: — s.@l&ﬂze %m%ﬁ;___ . Vot %
MS/MSD: i @Iu-rc-:efs-rmc )2 =950 grsponst.
imswé g) m OBsevdy,  Cpnemu 87108 SR NET J1A)
] VE rbyae? N
Anatyte: o \ (L4
il ~ ¢ ) ) reg z'%; ;héé'
Acceptable Lincar Range: 16 LoniThoe Gt - AaZ 2,
@Que (ﬁﬁ jmzécﬂo\l?' Mmmz ﬁé: ’Vaﬂ9f
LOQ: - Extracted Blank: —
R™2: —_— ' : —
- Matrix Blank: ] . 7
Calibration Checks: e . =
\}’*"/\)/
MS/MSD: T—
Data Satus: e (
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Quantify Compound

Raport

Summary
Tox 145: Rat Sera and laver, Day 1 & 4

Sample List:

Mathod:

Last modified:

Jab Code:

Printed;

C: \WASSLYIC\Davey 070799 . PRO\ Sampl.aDB\102799b
Last aodified: Thu Oct 28 09:14:03 1999
C: \MASSLNX\Davey0 70799 . PRO\MethDB\102799b

Thu Oct 28 08:57:32 1999

Thu Oct 28 09:27:15 1999

Page 1

Compound 1: POA (fune 1)

¢ Name Samplalist Text Std Conc RT Azrea Conc. (ppt) Flags ADev
1 102799013 MeOH Blank 6.822 557 0.00 bd
2 102799014 MeQH Blank 6.791 315 0.00 bb
3 102799015 TOXI45-RBS10229-H20 Blk-1, RWW 6.821 5022 0.00 MM
4 102799016 TOX145-RBS10229-Serum Blk-1, RWW 6.82% 4609 0.00 MM
$ 102799017 TOX145-R8S10229-1ppb-1, RWW 0.99 6.818 1615% 0.00 MMX ~100
6 102799018 TOX145~-RBS10229-Sppb-1, RWW 4.93 6.813 6515 0.00 MMX ~-100
7 102799019 TOX145-RB510229-10ppb~1, RWW 9.76 6.826 7039 0.00 MMX -100
8 102799020 TOX145-RBS10229~-25ppb~1, RWW 24.80 6.815 12929 2.95 M ~-88
9 102799021 TOX145-RBS10229-50ppb-1, RWW 49.30 6.909 21414 39.07 bb -21
10 102799022 TOX145-ABS10229-100ppb-1, RWW 97.60 6.817 38054 109.91 MM 13
11 102799023 TOX145-RBS10229-250ppb-1, RW 218.00 6.811 TN 277.72 MM 12
12 102799024 TOX145-RBS10229-500ppb-1, RWW 493.00 6.806 125236 481.04 bb -2
13 102799025 TOX145-RBS10229-750ppb-1, RWW 735.00 6.807 189194 753.30 bb 2
14 10279%026 TOX145-RBS10229-1000ppb-1, RiWW 976.00 6.809 232549 $37.86 bb -4
15 102799027 MeCH Blank . 6.844 62 0.00 bd
16 102799028 TOX145-RTS-9R03I2I0M, Dayl, control,-axt10/19/99 6.813 k1110 0.00 bb
17 102799029 TOX145-RTS-9R03231M, Dayl, control,-ext10/19/99 6.811 4119 0.00 bb
18 102799030 TOX145-RT5-9R03232%, Dayl, control,-extl0/19/99 6.822 425% 0.00 bb
19 102799031 TOX145-RTS-9R03233M, Dayl, control,-extl0/15/99 §.820 5144 0.00 bb
20 102799032 TOX145-RATS-9R03234M, Dayl, control,-ext10/19/99 6.818 5636 £.00 bb
21 102799033 TOX145-RBS10229-250ppb—1, RWW 248.00 6.821 79666 287.05 bb 16
22 102799034 MeOH Blank 6.820 270 0.00 bb
23 102799035 TOX145-RTS-9R03235M, Dayl, control,-ext10/19/99 6.811 372 0.00 bb
24 102799036 TOX145-RTS-9R03I23I6M, Dayd, control,~-ext10/19/99 6.918 £590 0.00 bb
25 102799037 TOX145-RTS-9R0323M, Dayl, control,-ext10/19/99 6.815 4364 0.00 bb
26 102799038 TOX145-RTS-9R03I238M, Dayl, control,-ext10/19/99 6.808 4614 0.00 bb L
27 102799039 TOX145-RTS-9R0321I5H, Dayd, control,-ext10/19/99 6.811 782 0.00 bb | t e&ar'}' n
28 102799040 TOX145-RBS10229-250ppb-1, RWW 248.00 6.914 77581 278.17 bb 12 E'\ .
29 102799041 MeOH Blank 7.100 150 0.00 bdb
3¢ 102799042 TOX145-RTS-9R0324SN, Dayl, Smg/kg, extl0/19/99 6.6811 37594 107.585 bb Lonc.
31 102799043 TOX145-RTS-9RO3246M, Dayl, Smg/kg, ext10/19/99 6,806 46851 147.3% bb LAC/
32 102799044 TOX145-RTS-9R0O3247M, Dayl, 5mg/kg, extl10/19/99 6.810 42376 128.31 bb lD)JQ[‘n
33 102799045 TOX145-RTS-3R032468M, Dayl, 5Smg/kg, ext10/19/99 6.822 36393 102.84 bb
34 102799046 TOX145-RTS-9R03249M, Dayl, 5mg/kg, extl0/19/99 6.810 40408 119.93 bb
35 102799047 TOX145-RBS10229-250ppb-1, RWW 248.00 6.818 80830 292.00 bb 18
36 102799048 MeOH Blank 6.839 181 0.00 bb
37 102799049 TOX145-RTS-9R03250M, Dayd, Smg/kg, extl10/19/99 6.811 28217 68.03 bb
38 102799050 TOX145~RTS-9R03251M, Dayd, Smg/kg, extl0/19/99 6.819 28068 67.39 bb
39 102799051 TOX145-RTS-9R03252M, Dayd, Smg/kg, extl10/19/99 6.810 36897 104.98 bb
40 102799052 TOX145-RTS-9R03254-1M, Dayé, 5mg/kg, ext 10/19/99 6.821 35914 100,80 bb
41 102799053 TOX145-RT5-9R03254-2M, Dayd, 5mg/kg, ext 10/19/99 6.B815 31360 81.41 bb
42 102795054 TOX145-RB510229-250ppb~1, RWW 248.00 6.810 82686 299.90 bb 21
43 102799055 MeOH Blank 7.173 7% 0.00 bb
44 102799056 TOX145-RTL-9R03247-M, Dayl, Smg/kg, ext 10/13/99 6.808 8814 0.00 bb
45 102795057 TOX145-RTL-9R03253-M, Dayl, Smg/kg, ext 10/13/99 6.796 5855 0.00 bb
46 102799058 TOX145~RBS10229-250ppb-1, RwW 248.00 6.808 87005 218.29 MM 28
47 102799059 MeOH Blank 6.823 22% 0.00 db
48 102799060 TOX145-RB510229-H20 Blk-1, RWW 6.806 5847 0.00 bb
49 102799061 TOX145-RBS10229-Serum Blk-1, RWW 6.814 5385 0.00 bb
50 102799062 TOX145-~RBS10229-1ppb-1, RWW 0.%9 6.791 2075 0.00 bdX -100
51 102799063 TOX145-RBS10229-5ppb—1, RWW 4.93 6.807 7285 0.00 bbX -100
52 102799064 TOX145-RBS10229-10ppb-1, RWW 9.76 6.811 8322 0.00 bbX -100
53 102799065 TOX145-RBS10229-25ppb~1, RWW 24.80 6.815 15843 15,35 bbX -38
S4 102799066 TOX145-RBS10229-50ppb~1, RWW 49,230 6.799 29105 71.81 bbX 46
55 102799067 TOX145-RBS10229-100pph-1, RWW 97.60 6.81%5 56970 190.43 bbX 95
- 56 102799068 TOX145-RBS10229-250ppb-1, R 248.00 6.0806 117936 449.96 bbx 81
57 102799069 TOX145-RBS10229-500ppb-1, RWW 493.00 6.826 203793 815.42 bbX 65
58 102799070 TOX145-RBS10229~750ppb~1, RWW 735.00 6.812 306442 1252.42 bbX 70
59 102799071 TOX145-RBS10229-1000ppb~1, RWW 976.00 6.912 37eel? 1543.49 bbX L1:]

Davey G70799: quantitated and printed by msh10/28/9%
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Quantify Compound Sumsary Report Page 2
Tox 145: Rat Sera and Liver, Day 1 & 4 I

Sample List: C: \MASSLYRX\Davey070799 . PRO\SampleDB\102799b
Last modified: Thu Oct 28 09:14:03 1999

Mathod: C: MASSLNIUN\Davey070799 . FRO\MathDB\102799b
Last modified: Thu Oct 28 08:57:32 1999

Job Code:

Printed: Thu Oct 28 09:27:15 1999

Compound 2: 980 (func 2)

® Name Samplelist Text Std Conc RT Area Conc. (ppt) Flags Dev

1 102799013 MeCH Blank

2 102799014 MeOH Blank

3 102799015 TOX145-RBS10229-H20 Blk-1, RWW

4 102799016 TOX145-RBS10229-Serum Blk-1, RWW

$ 102799017 TOX145-RB510229-1ppb~1, RWW 0.99 7.542 2 0.99 Mx 1

6 102799018 TOX145-RBS10229-5ppb-1, RWW 4.93 7.58% Bs 4.60 bb -7

7 102793019 TOX145-RB510229-10ppb-1, RWW 9.76 7.594 173 9.95 bb 2

8 102799020 TOX145-RBS510229-25ppb-1, RWW 24.80 7.584 396 ; 23.3am -6

9 102799021 TOX145-RBS10229-50ppb-1, RWW 49.30 7.598 849 50.50 bb 2

10 102799022 TOX145~RBS10229-100ppb~1, RWW 97.60 7.586 1636 97.73 bb [}

11 102799023 TOX145-RBS10229-250ppb-1, RWW 248.00 7.5%98 i9e 234.77 bb -5

12 102799024 TOX145-RBS10229-500ppb—-1, RWW 493,00 7.589 6110 366.38 MM -26

13 102799025 TOX145-RBS10229-750ppb-1, RWW 735.00 7.594 2303 560.46 bbX -2
. 14 102799026 TOX145-RBS10229-1000ppb-1, MWW $976.00 7.595 10982 657.07 bbX -33

15 102799027 MeCH Blank

16 102799028 TOX145-RT5-9R03230M, Dayl, control,-extl10/19/9%
17 102799029 TOX145-RTS-9R03231M, Dayl, control,-ext10/18/99
18 10279%030 TOX145-RTS-9R03I2I2M, Dayl, control,-ext10/19/99
19 102799031 TOX145-RTS-9R03233M, Dayl, control,-ext10/19/99
20 102799032 TOX145-RTS-9R03234M, Dayl, control,-extl0/19/99
21 102799032 TOX145-RBS10229-250ppb-1, RWW 248,00 7,593 4004 239.94 bb -3
22 102799034 MeCH Blank

23 102799035 TOX145-RTS-9R0I235M, Dayd, control,-extl10/19/99
24 102799036 TOX145-RTS-9R0O3236M, Dayd, control,~ext10/19/99
25 102799037 TOX145-RTS-9R03237M, Dayd, control,-extl0/19/99
26 102799038 TOX145-RTS-9R0I238M, Dayd, control,-ext10/19/99
27 10279%039 TOX145-RT5-9R03239M, Dayd, control,-exti0/19/9%

28 102799040 TOX145-RBS10225-250ppb-1, RWW 248.00 7.588 224 253.16 bb 2

29 102799041 MeCH Blank

30 102799042 TOX145-RTS-9R03245M, Dayl, Smg/kg, extl0/19/99 7.504 2501 149.67 bb x

31 102799043 TOX145-RTS-9R03246M, Dayl, Smg/kg, extl0/19/99 7.595 2969 177.80 bb Q’

32 102799044 TOX145-RTS-9R03I247M, Dayl, Smg/kg, extl0/19/99 7.899 3580 214.47 bb . x

33 102799045 TOX145~-RTS~-9RO3248M, Dayl, Smg/kg, extl10/19/99 7.590 212 164.16 bb b,u \,‘

33 102793046 TOX145-RTS-9R0I249M, Dayl, Smg/kg, extl0/19/99 7.583 3343 200.26 bb

35 102799047 TOX145-RBS10229-250ppb~1, RWW 248.00  7.590 4039 242.02 bb -2

36 102799048 MeOH Blank CL
37 102799049 TOX145-RTS-9R03250M, Dayd, Smg/kg, ext10/19/99 7.580 1770 105.83 bb ‘ A’v
38 102799050 TOX145-RTS-9R03251M, Dayd, Smg/kg, extl0/19/99 7.892 1098 65.43 bb \
39 102799051 TOX145-RTS-9R03I252M, Dayd, Smg/kg, ext10/19/99 7.594 1444 86.25 bb -\

40 102799052 TOX145~-RTS-9R0I254-1M, Dayt, 5Smg/kg, ext 10/19/99 7.593 1337 79.61 bb \y\

41 102799053 TOX145-RTS-9R0OIZ54-2M, Dayd, Smg/kg, eat 10/19/99 7.589 1603 95.79 bb

42 102799054 TOX145~RBS10229-250ppb~1, RWW 248.00 7.598 4020 240.87 bb -3

43 10279%055 MeCH Blank

44 102793056 TOX145-RTL-9R0I247-M, Dayl, 5Smg/kg, ext 10/13/99 7.594 983 58.56 bb

45 102799057 TOX145-RTL-9R0J253-M, Dayd, Smg/kg, ext 10/13/99 7.587 526 31.13 bb

46 102799058 TOX145-RBS10229-250ppb-1, RWW 248.00 7.891 3ns 222.84 bb -10 /

47 102799059 MeCH Blank

48 102799060 TOX145-RBS10229-H20 Blk-1, RWW
49 102799061 TOX145-RBS10229-Serum Blk-1, RWW

50 102799062 TOX145-RBS10229-1ppb~1, RAW 0.99 7.52% 23 0.93 M -5

51 102799063 TOX145-RBS10229-5ppb~1, RWW 4.93  7.590 100 5.53 bb 12

52 102799064 TOX145-RBS10229-10ppb-1, RWW 9.76 7.578 182 8.68 bb -11

. s 53 102799065 TOX145-RBS10229-25ppb-1, RWW 24.80 7,586 27 25.1% bb 1
N e 51 102799066 TOXL145-RBS10229-50ppb-1, RWW 49,30  7.%97 818 48.64 bb -1
oo o 55 102799067 TOX145-RBS10229~100ppb-1, RWW 97.60 7.59% - 1808 108.08 bb 1
[ . 56 102799068 TOXK145-RB510229-250ppb~1, RWW 248.00 7.%92 4202 251.81 bb 2
57 102799069 TOX145~RB510229-S00ppb-1, RWW 493.00  7.599 €743 404.41 bbX -18

58 102799070 TOX145-RBS10229-750ppb—~1, RWW 735.00 7.586 9918 595.01 bbX -19

§9 102799071 TOX145-RBS10229-1000ppb~1, RWW 976.00 7.596 11346 680.77 bbX -30

(S

FOSA
CG ¥ \‘-\N (ol’b%mﬁ

Davey 070798: quantitated and printed by mmh10/28/89
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Quantify Compound Summary Report Page 3
Tox 145: Rat Sera and Liver, Day 1 & 4 ]

Sample List: C: \MASSLYRX\Davey070799 . FRO\ Sampl aDB\1027995b
Last modified: Thu Oct 28 09:14:03 1999

Mathod : C: \MASSLYNX\Davey070799 . PRO\MathDB\ 102799
Last modified: Thu Oct 28 08:57:32 1999

Job Code:

Printed: Thu Oct 28 09:27:15 1999

Compound 3: suxrr {(func 3)

4 Nama Samplelist Text std Conc RT Area Cono. (ppt) Tlags WDev
1 102799013 MeOH Blank 6.833 20 0.00 bb -100
2 102799014 MeOH Blank 6.805 a1 0.00 bb -100
3 102799015 TOX145-RBS10229-H20 Blk-1, RWW 6.815 178594 1.00 bb -0
4 102799016 TOX145-RBS10229~Serum Blk-1, RWW 6.802 179068 1.00 bb -0
S 102799017 TOX145-RBS10229-1ppb~1, RWW 1.00 6.795 34459 0.19 MM -81
6 102799018 TOX145-RB510229-5ppb-1, RWW 1.00 6.808 182303 1.02 bb 2
7 102799019 TOX145-RBS10229-10ppb~1, RWW 1.00 6.804 207191 1.16 bb 16
8 102799020 TOX145-RBS10229-25ppb-1, RWW 1.00 6.0810 207507 1.16 bb 16
9 102799021 TOX145-RBS10229-50ppb~1, RWW 1.00 6.0808 199585 1.11 bb n
10 102799022 TOX145-RBS10229~100ppb-1, RWW 1.00 6.811 192001 1.07 bb 7
11 102799023 TOX145-RBS10229-250ppb-1, RWW 1.00 6.805 179742 1.00 bb )
12 102793024 TOX145-RB510229-500ppb~1, RWW 1.00 6.800 158632 0.89 bb -11
13 102799025 TOX145-RBS10229-750ppb-1, RWW 1,00 6.801 159083 0.89 bb -11
14 102799026 TOX145-RBS10229-1000ppb~1, RWW 1.00 6.804 155316 0.87 bb -13
15 102799027 MeOH Blank 6.806 i 0.00 bb -100
o 16 102799028 TOX145-RTS-9R03I230M, Dayl, control,-ext10/19/99 6.808 2409174 1.39 bb 39
17 102799029 TOX145-RTS-9R03I231M, Dayl, control,-ent10/19/99 6.806 238009 1.33 bb 33
18 102799030 TOX145~-RTS-9ROI2IZH, Dayl, control,-extl10/19/99 6.799 225733 1.26 bb 26
19 10279%031 TOX145-RTS-9R0I2I3¥, Dayl, control,-extl10/19/99 6.798 233026 1.30 bb 30
20 102799032 TOX145-RTS~-9R03234M, Dayl, control,-ext10/19/99 6.813 221963 1.26 bb 26
21 1027990313 TOX145-RBS10229-250ppb-1, RWW 1.00 6,799 179678 1.00 bb 0
22 10279904 MeOH Blank 6.814 133 0.00 bb -100
23 102799035 TOX145-RTS-9R0323I5M, Dayd, control,~ext10/19/99 6,805 204590 1.14 bb 14
24 102799036 TOX145-RTS-9R0323I6M, Dayl, control,-ext10/19/99 6.812 210526 1.18 bb 18
25 102799037 TOX145-RTS-9R03237¥, Dayd, control,-extl0/19/99 6.010 201676 1.13 bb 13
26 102799038 TOX145-RTS-9R03238M, Day!, control,-ext10/19/99 6.802 191867 1.07 bb 7
27 102799039 TOX145-RTS-9R03239M, Day!, control,-ext10/19/99 6.806 177017 0.99 bb -1
28 102795040 TOX145-RBS10229~250ppb-1, RWW l1.00 6.808 175534 0.96 bb -2
29 102799041 MeOH Blank 6.827 134 0.00 bb -100
30 102795042 TOX145-RTS-9R03245M, Dayl, 5mg/kg, ext10/19/99 6.806 220905 1.23 bb 23
31 102799043 TOX145~RTS-9R0I246M, Dayl, Smg/kg, exti0/19/99 6.801 205626 1.15 bb 15
32 10279%044 TOX145-RTS~9R03I247M, Dayl, Smg/kg, ext10/19/99 6.804 197683 1.10 bb 10
33 102799045 TOX145-RTS~-9R03248M, Dayl, Smg/kg, extl10/19/99 6.816 174315 0.97 bb -3
34 102799046 TOX145-RTS-9R03249M, Dayl, Smg/kg, ext10/19/99 6.804 175461 0.98 bb -2
35 102799047 TOX145-RBS10229-250ppb-1, RWW 1.00 6.812 185134 1.03 bb 3
36 102799048 MeOH Blank 6.800 231 0.00 bb -100
37 102799049 TOX145-RTS-9R03250M, Dayd, Smg/kg, extl10/19/99 6.805 164011 0.92 bbd -8
38 102799050 TOX149~-RTS-9R03251M, Dayd, Smg/kg, extl10/19/99 6.814 165230 0.92 bb -8
39 102799051 TOX145~-RTS-9RO3252M, Dayd, Smg/kg, ext10/13/99 6.804 199874 1.12 bb 12
40 102799052 TOX145-RTS-9R03254-1M, Dayd, Smg/kg, ext 10/19/99 6.798 197858 1.10 bb 10
41 102799053 TOX145-RTS-9R03254-2M, Dayd, Smg/kg, ext 10/19/99 6.809 182382 1.02 bb 2
42 102799054 TOX145-RBS10229-250ppb~1, RWW 1.00 6.805 181776 1.02 bk 2
43 102799055 MeOH Blank 6.820 b 3) 0.00 bb ~-100
44 102799056 TOX145-RTL-9R03247-M, Dayl, 5Smg/kg, ext 10/13/99 6.802 259082 1.45 bb 45
45 102799057 TOX145-RTL-9R03253-M, Dayé, 5Smg/kg, ext 10/13/99 6.791 299726 1.67 bb 67
46 102799058 TOX145-RBS10229-250ppb-1, RWW 1.00 6.786 208571 1.16 bb 16
47 10279905% MeOH Blank 6.800 152 0.00 bd ~-100
48 102799060 TOX145-RBS10229-H20 Blk-1, RWW £.801 203027 1.13 bb 13
45 102795061 TOX145~RBS10229-Serun Blk-1, RWW 6.808 206089 1.15 bb 15
50 102799062 TOX145-RBS10229-1ppb-1, RWW 1.00 6.78% 40376 0.23 bb -77
S1 102799063 TOX145-RBS10229-Sppb—1, RWW 1.00 6.802 201154 1.12 bb 12
52 102799064 TOX145-RBS10229-10ppb-1, RWW 1.00 6.805 222858 1.24 bb 24
§3 102799065 TOX145-RBS10229-25ppb-1, RWW 1.00 6.808 231660 1.29 bb 29
5¢ 102799066 TOX145-RBS10229-50ppb-1, RWW 1.00 6.810 230939 1.29 bb 29
Lo 55 102799067 TOX145-RBS10229-100ppb-1, RWW 1.00 6.809 228963 1.28 bb 28
et 56 102799068 TOX145~RBS10229-250ppb-1, RWW 1.00 6.801 204091 1.14 bb 14
57 102799065 TOX115-RES10229-500ppb-1, RWW 1.00  6.804 185891 1.04 bb 4
58 10279%070 TOX145-RBS10229-750ppb-1, RWW 1.00 6.807 185314 1.03 bb 3
59 102799071 TOX145-RBS10229-1000ppb-1, RWW 1.00 6.807 174614 0.98 bb -2

Dot )mrge\r ano\ajn‘:- dale not used.
W 10)24)qg

Davey 070799: quantitated and printed by mmh10/28/99
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Quantify Calibration Repoxrt
Tox 145: Rat Sera and Liver, Day 1 & 4

Compound I name: POAA (func 1)
Coefficient of Determination: 0.995226
Calibration curve: 234.909 * x + 12236.1
Response type: External Std, Area

3.75e5

Response-

0t
0.

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

0 2000 4000

6000

8000

~r———— Conc

Davey 070799: quantitated and printed by mmhi0/28/99
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Quantify Calibration Report
Tox 145: Rat Sexra and Liver, Day 1 & 4

Page 2
Compound 2 name: 980 (func 2)
Coefficient of Determination: 0.996332
Calibration curve: 16.6556 * x + 7.74822
Response type: External Std, Area
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
1.63e4+

Response-

0-F~——r—r— T T T T 1 Conc

0.0 2000 400.0 600.0 800.0

Davey 070799: quantitated and printed by mmhi0/28/99
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Quantify Calibration Report Page 3
Tox 145: Rat Sers and Liver, Day 1 ¢ 4 +
Compound 3 name: surr (func 3)
Response Factor: 179082
Response type: External Std, Area
Curve type: RF
2.32¢5- %
x
1 X
X
X
x
%
X
x
X
X
Response-
0 T T T T T T T T T 1 Conc
0.0 0.1 0.2 0.3 04 0.5 0.6 0.7 0.8 0.9 1.0

Davey 070799: quantitated and printed by mmhi0/28/99
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Method Report

Method filae:
Last modified:

Compound :

Printed:

C: \MASSLYNX\Davey(70799. PRO\Met hDB\ 102799b. mdb
Thu Oct 28 0B:573:32 1999

1: POAA (func 1)

Thu Oct 28 12:41:03 1999

Page' 1

Compound Name:
Internal Ref.:
Quantify Trace:
Conc. of Standards:

User RF Value:

User Peak Factor:
Integrate Window Factor:
Chromatogram mass window:

Retention Time (mins):
Relative Retention Time:
RT Refaerence:

Time Window (mins):

Peak Selaction:

Response Type:
Response:

Polynomial Type:
Point of Origin:
Fit Weighting:

Axis Transformation:

Units:

Peak-to~peak amplitude:

Smoothing:

Window size (scans):
Number of smooths:
Smoothing method:

Join valley threshold:
Reduce peak tailing:
Raise baseline maximum:

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Relative height:
Absolute height:
Relative are
Absolute are.

POM (func 1)
(None]

TIC

Conc. A

1.000000, Disabled
1.000000

2.000

1.0000Da

6.842, Enabled
0.000, Disabled
[None)

0.414

Wearest

External
Areas

Linear
Exclude
X
None

192

Disabled
1

1
Savitzky Golay

5.00
$0.00
10.00

25.00
Disabled
5.00

1.50, Disabled
0.00, Disabled
2.00, Enabled
0.00, Disabled
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Method Report

Page 2

Method file: C:\MASSLYNX\Davey070739.PRO\MethDB\ 102799b. mdb
Last modified: Thu Oct 28 08:57:32 1999

Coapound: 2: 980 (func 2)

Printed: Thu Oct 28 12:41:03 1999

Compound 980 (func 2)

Internal [None)

Quantify : TIC

Conc. of Standards: Conc. A

User RF Value:

User Peak Factor:
Integrate Window Factor:
Chromatogram mass window:

Retention Time (mins):
Relative Retention Time:
RT Reference:

Time Window (mins):

Peak Selection:

Response Type:
Response:

Polynomial Type:
Point of Origin:

Fit Weighting:

Axis Transformation:

Units:

Peak-to~peak amplitude:

Smoothing:

Window size (scans):
Number of smooths:
Smoothing method:

Join valley threshold:
Reduce peak tailing:
Raise baseline maximum:

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Relativa height:
Absolute height:
Ralative ar
Absclute are

1.000000, Disabled
1.000000

2.000

1.0000De

7.620, Enabled
0.000, Disabled
(None)

0.359

Nearest

External
Areas

Linear
Exclude
17X
None

444

Disabled

1

1

Savitzky Golay

5.00
50.00
10.00

25.00
Disabled
5.00

1.50, Disabled
0.00, Disabled
2.00, Enabled

0.00, Disabled

000644



Method Report Page 3

Method file: C:\MASSLYNX\Davey070799. PRO\MsthDB\ 102798b.adb
Last modified: Thu Oct 28 08:57:32 1999
Compound : 3: surr (func 3)
Printed: Thu Oct 28 12:41:03 1999
Compound Name: surr {func 3)
Internal Ref.: {None)
Quantify Trace: T1C
Conc. of Standards: Fixed
User RF Value: 1.000000, Disabied
User Peak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da
Retention Time (mins): €.820, Enabled
Relative Retention Time: 0.000, Disabled
RT Reference: [None]
Time Window (mins): 0.265
Peak Selection: Nearest
3 Response Type: External

. Response: Areas
Polynomial Type: Linear
Point of Origin: Exclude
Fit Weighting: 17X
Axis Transformation: None
Units:
Peak-to-peak amplitude: 629
Smeoothing: Disabled
Window size (scans): 1

Number of smooths: 1

Smoothing method: Savitzky Golay
Join valley threshold: 5.00

Reduce peak tailing: $0.00

Raise baseline maximum: 10.00

Draw vertical threshold: 25.00

Detect shoulders: Disabled
Shoulder threshold: 5.00

Relative height: 1.50, Disabled
Absolute height: 0.00, Disabled
Relative area: 2.00, Enabled

Absolute 0.00, Disabled

. Wk
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3255
DAVEY 070799: FACT Equipment Log 99077 PAGE
Quattro Ultima: #9261QB
DATE;_10/27/99
ANALYST:mmh
STUDY NUMBER: Tox145: Matrix: Rat Sera& Liver DESCRIPTION; POAA& 980
FACT Method:ETS 8-5.1 & 8-7.0

Injection volume:_5 ul Cycle time:_10 min, Electrode: Z-Spray
Mobile Phase: (A)2.0 mM NH4CH3CO?2 (B).MeOH
TN-A- or stndrd mumber (A) 99085-11-3 (B).m-a-2945
Prepared (date/by): (A)_10/23/99 sah (B)_10/23/99 sah
Expires: (A) 04/00 (B)_04/00

Store at room temp? or N Other:

Guard column: None

Part number: na Lot number: na

Analytical column: Keystone Betasil

Size: 2 x 50 mm Type: C18 Sphere size: 5 um

Part number: 055-701-2 Lot number: P9E11 Serial number: 05918257
Analytical parameters:

Drying gas (L/hr): 487 ESI nebulizing gas (L/hr) 10 Sheath gas (L/hr) 0

LC Flow rate: 300 uL/min. Back pressure: 82 bar

HPLC solvent gradient: 10min-10-95

Time (min) I\ I
1).0.00 10.0
2).1.00 100
3)5.50 95.0
4150 95.0
5)8.00 10.0
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Tuning Method Report Page 1
Method: C:\MASSLYNX\DAVEY BACKUP AUGSS\DAVEY-RATS. PRO\ACQUDB\PFOS-4
Printed: Wed Oct 27 14:31:21 1999
SOURCE ( ESP~ ) Set Rdbk Analyser Set Rdbk
Capillary(kV) 3.15 -3.07 IM Res 1 14.5
Cone 10 -11 HM Res 1 14.5
Hexapole 1 0.0 IEnergy 1 1.0
Aperture 1 0.0 Entrance -2 -3
Hexapole 2 0.0 Collision 2 2
\ Source Block Temp. 150 148 Exit 1 0
Desolvation Temp. 250 249 IM Res 2 12.0
HM Res 2 12.0
IEnergy 2 1.0
Multiplier 650 -646
Pressures Rdbk Gas Flows Rdbk
Analyser Vacuum OFF Cone Gas 57.8
Gas Cell 4.3e-3 Desclvation 484.8
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: Vel

Scanning Method Report A Page 1

Mathod: C: \MASSLYNX\DAVEYO 70799 . PROVACQUDE\ 1. OMIN-POAA-980-I8
Last Modified: Wed Oct 27 14:18:01 1899

Printed: Wed Oct 27 14:32:0%5 1999

Solvent Delay ( mins ) : 0.00
Punction : 1 MR of 1 Mass Pair ( ESP- )

Inter Channel Dalay ( Secs ) : 0.03

Span { Daltens ) : 0.00
Start Time { Mins ) : 0.00
End Time { Mins ) : 10.00
Repeats : 1
Channel Parent Daughter Dwell {Secs) Coll Energy (eV) Cone ( V)
1 413.00 169.00 0.30 30 15
Rhmction : 2 M of 1 Mass Puixr ( ESP- )
Inter Channel Delay { Secs ) : 0.03
Span { Daltons ) : 0.00
. Start Time ( Mins ) : 0.00
R End Time ( Mins } : 10.00
. Repeats : 1
Channel Parent Daughter Dwall (Secs) Coll Rnergy (eV) Cone { V)
1 980.00 78.00 0.30 60 60
Punction : 3 MRM of 1 Mass Paix ( ESP- )
Inter Channel Delay { Secs ) : 0.03
Span ( Daltons } : 0.00
Start Time ( Mins ) : 0.00
Bnd Time ( Mins ) : 10.00
Repeats @ 1

Channel Parent Daughter Dwell (Secs) Coll Energy {eV) Cone { V)

1 427.00 80.00 0.30 40 60
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Method Report Page 1
Method File: C:\MASSLYNX\DAVEYO70799.PRO\ACQUDB\IOmin
Last Modified: Wednesday, October 27, 1999 14:25:05
Printed: Wednesday, October 27, 1999 14:25:31
HP1100 LC Pump Initial Conditions
Solvents
A% 90.0
B% 10.0
C% 0.0
D% 0.0
Flow (ml/min) 0.300
Stop Time (mins) 10.0
Min Pressure (bar) . 0
Max Pressure (bar) 400
Oven Temperature Left (°C) 30.0
Oven Temperature Right (°C) 30.0
HP1100 LC Pump Gradient Timetable
The gradient Timetable contains 5 entries which are
Time A% B% C% D% Flow
0.00 90.0 10.0 0.0 0.0 0.300
1.00 90.0 10.0 0.0 0.0 0.300
5.50 5.0 95.0 6.0 0.0 0.300
7.50 5.0 95.0 0.0 0.0 0.300
8.00 90.0 10.0 0.0 0.0 0.300
HP1100 LC Pump External Event Timetable
The Timetable contains 3 entries which are
Time Column Switch Contactl Contact2 Contact3 Contact4
Initial Off Off Off Off Off
0.00 Off On Oon Off On
0.10 Off Off Off Off Off

HP1100 Autosampler Initial Conditions

Draw Speed 200.0
Eject Speed (ul/min) 200
Draw Position (mm) 0.00
Stop Time (mins) 9.00
Injection Volume (ul) 10.0
Vial Number 12
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Masslynx - Sample List

4

Sample List: C:\MASSLYNX\Davey(070799.PRO\SampleDB\102799b.SPL
Printed: Wed Oct 27 14:34:05 1899

Page 1
Page Pasition: (1, 1)

OONONRMWN -2

File Name

102799013
102799014
102799015
102798016
102799017
102798018
102798019
102798020
102798021
102799022
102799023
102799024
102799025
102799026
102798027
102799028
102799029
102799030
102789031
102799032
102799033
102799034
102799035
102799036
102799037
102799038
102799039
102799040
102789041
102798042
102798043
102799044
102799045
102799046
102799047
102799048
102799049
102799050
102799051
102798052
102799053
102799054
102799055
102799056
102799057
102799058
102798059
102798060
102799061
102799062
102799063
102799064
102799065
102798066
102799067
102799068
102799069
102799070

File Text

MeOH Blank

MeOH Blank

TOX145-RBS10229-H20 Blk-1, RWW
TOX145-RBS10229-Serum Blk-1, RWW
TOX145-RBS10229-1ppb-1, RWW
TOX145-RBS10229-Sppb-1, RWW
TOX145-RBS10229-10ppb-1, RWW
TOX145-RBS10228-25ppb-1, RWW
TOX145-RBS10229-50ppb-1, RWW
TOX145-RBS10229-100ppb-1, RWW

TOX145-RBS 10229-250ppb-1, RWW
TOX145-RBS10229-500ppb-1, RWW
TOX145-RBS10229-750ppb-1, RWW
TOX145-RBS10229-1000ppb-1, RWW

MeOH Blank

TOX145-RTS-9R03230M, Day1, control,-ext10/19/99
TOX145-RTS-9R03231M, Day1, control,-ext10/19/99
TOX145-RTS-8R03232M, Day1, control,-ext10/19/89
TOX145-RTS-9R03233M, Day1, control,-ext10/19/99
TOX145-RTS-9R03234M, Day1, control,-ext10/19/99
TOX145-RBS 10229-250ppb-1, RWW

MeOH Blank

TOX145-RTS-9R03235M, Day4, control,-ext10/19/99
TOX145-RTS-9R03236M, Day4, control,-ext10/19/99
TOX145-RTS-9R03237M, Day4, control,-ext10/19/99
TOX145-RTS-9R03238M, Day4, control,-ext10/19/99
TOX145-RTS-9R03238M, Day4, control,-ext10/19/99
TOX145-RBS 10229-250ppb-1, RWW

MeOH Blank

TOX145-RTS-9R03245M, Day1, Smg/kg, D50-ext10/19/99
TOX145-RTS-9R03246M, Day1, Smg/kg, D50-ext10/19/99
TOX145-RTS-8R03247M, Day1, Smg/kg, D50-ext10/19/99
TOX145-RTS-SR03248M, Day1, 5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03249M, Day1, Smg/kg, D50-ext10/19/99
TOX145-RBS10229-250ppb-1, RWW

MeOH Blank

TOX145-RTS-9R03250M, Day4, Smg/kg. ext10/15/98
TOX145-RTS-8R03251M, Day4, Smg/kg, ext10/19/99
TOX145-RTS-9R03252M, Day4, Smg/kg, ext10/18/99
TOX145-RTS-9R03254-1M, Day4, Smg/kg, ext 10/19/99
TOX145-RTS-9R03254-2M, Day4, 5Smg/kg, ext 10/19/99
TOX145-RBS10228-250ppb-1, RWW

MeOH Blank

TOX145-RTL-9R03247-M, Day1, Smg/kg, ext 10/13/99
TOX145-RTL-9R03253-M, Day4, Smg/kg, ext 10/13/99
TOX145-RBS10229-250ppb-1, RWW

MeOH Blank

TOX145-RBS10229-H20 Blk-1, RWW
TOX145-RBS10229-Serum Blk-1, RWW
TOX145-RBS10228-1ppb-1, RWW
TOX145-RBS10229-5ppb-1, RWW
TOX145-RBS10229-10ppb-1, RWW

TOX145-RBS 10229-25ppb-1, RWW
TOX145-RBS10228-50ppb-1, RWW
TOX145-RBS10228-100ppb-1, RWW

TOX145-RBS 10229-250ppb-1, RWW

TOX145-RBS 10229-500ppb-1, RWW
TOX145-RBS10229-750ppb-1, RWW

000650
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Masslynx - Sample List Page 2
Sample List: C:\\MASSLYNX\Davey(070799.PRO\SampleDB\102799b.SPL Page Position: (2, 1)

Printed: Wed Oct 27 14:34:05 1999

MS File Inlet File Bottle Inject Volume Sample Type ConcA

1 10MIN-POAA-880-I1S  10min-10-95f 81 10 — —
2 10MIN-POAA-980-1S  10min-10-85f 91 10 — —
3 10MIN-POAA-880-IS  10min-10-95f 1 10 ~— —
4 10MIN-POAA-880-1S  10min-10-05¢ 2 10 — -
5 10MIN-POAA-880-IS  10min-10-95f 3 2 Standard -
6 10MIN-POAA-980-1S  10min-10-95f 3 10 Standard —_
7 10MIN-POAA-980-IS  10min-10-95f 4 10 Standard -
8 10MIN-POAA-980-1S  10min-10-95f 5 10 Standard —_—
] 10MIN-POAA-880-IS 10min-10-95f 6 10 Standard —_
10  10MIN-POAA-980-1S 10min-10-85¢ 7 10 Standard —_—
11 10MIN-POAA-S80-IS 10min-10-85f 8 10 Standard —
12  10MIN-POAA-880-IS 10min-10-95¢ 9 10 Standard -—
13 10MIN-POAA-980-1S 10min-10-85¢ 10 10 Standard —_
14 10MIN-POAA-880-IS 10min-10-95f 11 10 Standard —
156  10MIN-POAA-980-I1S 10min-10-95f 92 10 -~ —
16  10MIN-POAA-980-IS 10min-10-85¢f 12 10 — —
17  10MIN-POAA-9804S 10min-10-95f 13 10 — -
18  1OMIN-POAA-880S 10min-10-95¢f 14 10 — —_
19  10MIN-POAA-980-IS 10min-10-95¢ 15 10 — —
20 1OMIN-POAA-980-S 10min-10-95f 16 10 — -
21 10MIN-POAA-980-IS  10min-10-95f 8 10 — -
22  1OMIN-POAA-980-IS 10min-10-95f 92 10 — -
23  10MIN-POAA-980-IS  10min-10-85f 17 10 — —
24  10MIN-POAA-980-IS 10min-10-95f 18 10 — -
25 10MIN-POAA-980-IS 10min-10-95¢f 19 10 — —_—
26 1OMIN-POAA-980-IS 10min-10-85f 20 10 — —
27  10MIN-POAA-880-IS  10min-10-95f 21 10 — —
28  10MIN-POAA-980-1S  10min-10-95f 8 10 — —
29  10MIN-POAA-980-IS 10min-10-95f 93 10 — -
30  1OMIN-POAA-980-IS 10min-10-95f 22 10 — —_—
31 10MIN-POAA-980-{S  10min-10-95f 23 10 — -
32  10MIN-POAA-980-IS 10min-10-95f 24 10 — —
33  10MIN-POAA-980-IS 10min-10-95f 25 10 — -
34  10MIN-POAA-980-1S 10min-10-95f 26 10 — -
35 10MIN-POAA-980-IS 10min-10-95f 8 10 QC

36  10MIN-POAA-980-IS 10min-10-95f 93 10 — -
37  10MIN-POAA-980-IS 10min-10-95f 27 10 — —_—
38  10MIN-POAA-980-1S 10min-10-95f 28 10 — —
38  10MIN-POAA-880-1S 10min-10-95f 29 10 — -
40  10MIN-POAA-980-IS 10min-10-95¢f 30 10 — —
4 10MIN-POAA-880-I1S  10min-10-95f 31 10 — —_—
42  10MIN-POAA-980-1S 10min-10-05f 8 10 QcC —
43 10MIN-POAA-880-IS 10min-10-95f 94 10 — -
44  10MIN-POAA-880-IS 10min-10-95f 41 10 — —_
45  10MIN-POAA-980-IS 10min-10-95¢f 42 10 — —_—
48  1OMIN-POAA-980-IS 10min-10-95f 8 10 QC —
47  10MIN-POAA-980-IS 10min-10-95f ©4 10 — -
48  10MIN-POAA-980-IS 10min-10-95f 1 10 — -
49  10MIN-POAA-980-IS 10min-10-95f 2 10 — —
50  10MIN-POAA-980-1S 10min-10-95¢f 3 2 Standard —_
51 10MIN-POAA-980-IS  10min-10-85f 3 10 Standard —
52  10MIN-POAA-980-IS 10min-10-95¢f 4 10 Standard —_—
53 10MIN-POAA-980-I1S 10min-10-85f & 10 Standard —_
54  10MIN-POAA-980-IS 10min-10-95f 6 10 Standard -
55  10MIN-POAA-980-IS 10min-10-95¢f 7 10 Standard —
56  10MIN-POAA-980-IS 10min-10-95¢ 8 10 Standard —
57  10MIN-POAA-980-IS 10min-10-95¢ 9 10 Standard —_
58  10MIN-POAA-880-IS 10min-10-95f 10 10 Standard -
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Masslynx - Sample List

Sample List: C:\MASSLYNX\Davey070799. PRO\SampleDB\102798b.SPL
Printed: Wed Oct 27 14:34:05 1999

Page 4
Page Pasition: (1, 2)

File Name File Text
59 102799071 TOX145-RBS10229-1000ppb-1, RWW
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Masslynx - Sample List Page 5

Sample List: C:\MASSLYNX\Davey070799.PRO\SampleDB\102799b.SPL Page Position: (2, 2)
Printed: Wed Oct 27 14:34:05 1999

MS File Inlet File Bottle Inject Volume Sample Type ConcA
59  10MIN-POAA-980-IS 10min-10-95f 11 10 Standard —_—
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FACT: DATA REVIEW SUMMARY FORM

Date: ’/05/4 7
Data Analyst: TAs
FACT Study ¥: Toxt 1S

Matrix/Timepoints: _LA/SM»Z?Zi (7{5: bv/l'gnéa/ - ext/ %/ﬁl"f//

Sample Lint; Mo 7/7 fa

Set-up Analysis
Date/Analyst:

Instrument:

Tas ’Ai’/?‘i

Sip 020/ 95
/

Anatyte: g4 (cut )®

Acceptable Lincar Range: _A/4

Ennchothnk: AA
Matrix Blank: A

LOQ:___ MA

R™2: NA

Calibration Checks: MNA

Wue  ylosisa

fros ((f/2)®
T ol —" 735,
et Topl
Extracted Blank: /b3; flan {03
R2: _Q FEp77F Matrix Blank: _/¢ss Jka
Calibration Checks: (£ - e loom —FA — /2%

MS/MSD: OK_- ene volue ot ety skl &p‘iﬂlma
[Damstuns: _dosed comles pud 1o dilbon vhesfyy

Analyte:

Acceptable Linear Range:
1LOQ' Z ‘7[ y.) é
/f

Data Review Sign-Ofr

Analyst Review
Nlr:e/D.u:: FAs ”/'5/77

Technical Review k

Name Date: éh Nrv-5-29
Quality Assurance Review

Name / Date:

Data Entry: AC !llos[%

Comments / Justifications:

0 A Ck_/lé[‘g/"o& Lurve wos rst

Vedertion 54:'&5

¥ ¥, 4,

ondy . —Ias s

@ 1w @2 f‘”"’f‘ EBonl, s
2% AquéL ~ 7/4— a/l’lCA;hM,—
-'L%_;Emﬁm:_ai«é&d&_

7 /5 / a

:ga,/ Mmdy ,{mﬁ_éa;*\. &c}m//l‘d@/ 9

44&&1_’4«@5@%"/ bt tit
Lralole. = Fas "Postey

¥

Yarge Aapprops m_»é
,// /
—Jns "hs/eq

Analyte: _ Frosa /cyz)
Acceptable Linear Range: _ 7. £3 594 —d ??-%ZL

LoQ: __ 4 73/7;1, Extracted Blank: /oss Aan 200
R2:_[). BFFLE Matrix Blank: fess Hes £02
*Cﬂibmion Checks: _Qk - Finge fvom —S7h —> 137

MS/MSD: [v]¢ J

Entered

5-ac ulos[9s

Data Satus:

e s pll btwn 499> 493

obsawved .
i,in Nov-5-4

j" %f/ff r /0/?’
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Date: ¥ 05/ ol
Data Analyst: :/?:5
FACT Study #: Tox 14§

MatnTimepoints: Lot /g — 2.", 27 fdose gud fondhs! — et ”é[?f Mk

Sample List: 110¥9%e
Set-up Analysis

Date/Analyst Tas Yeitfes
[nstrument:

g ;? g20/59

FACT: DATA REVIEW SUMMARY FORM

2-2
pay "
wloshg

Data Review Sign-Off

. Analyst Review

Name/ Date: _JAs ”/of'/ﬁ

Techaical Review

Name / Date: &__F[;%L, ong AL IIIDS'/‘H
Quality Assursnce Review
Name / Date:

Dammamy:_ UAC  11/0s]99

Comments / Justifications:

Analyre: _Sayr (CHY)

Acceptable Linear Range: _A/A

H‘-OQi NA Extraction Blank: M4
[R~2: y./:4 Matrix Blank _ A/4
LC:h’bnﬁou Checks: Na

MS/MSD: NA

|Dan Status: WA

— —

Analyte:
Acceptable Linear Range:
jLoq:
RA2:

Calibration Checks:

MS/MSD:

Data Status:

Analyte:

Acceptable Linear R‘/
|LoQ: Extracted Blank:

Matrix Blank:

Tas u,[s/vf 7 24z
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: Tas Yo3/tq p [ fd

Quantify Compound fummary Report Page 1
TOX14S-rat asra, day 29 dose and control- ext. 1173799 NCX

Sample List: C:\MASSLYNMX\80up020199 .pro\sanpleD8\11049%a
Last modified: Pri Nov 05 06:30:18 1999

Mathod : C: \MASSLYIX \ s0up020193 . pro\MethDB\110499a
Last modified: Pri Nov 05 06:29:44 31999

Job Code:

Printed: Fri Wov 05 06:32:31 1999

Compound 1: POAA (Chl)

¢ Name Samplelist Text YD std Coanc RT Ares Flags Conc. WDev
1 210499001 MeOH Blank
2 110499002 MeOH Blank
3 110499003 HeOH Blank
4 110499004 TOX14S-RBS11039-H20 Blk-9, ext. 11/3/99 MCR 7.067 102 bk 1.49 43
5 110499008 TOX145-RBS11019-Sera Blk-9, ext. 11/3/99 NCH 7.063 115 bb 1.67 67
6 110499006 TOX145-RTS11019-Sers Blk-9, ext. 11/3/99 NCH 7.102 94 bb 1.37 37
7 110459007 TOX145-RBS11039-5ppb-9, ext. 11/3/99 MCH Standard 1.00 7.128 94 M 1.36 35
8 1104990048 TOX145-RBS11039-10ppb-9, ext. 11/3/99 MCH Standazd 1.00 7.128 85 bd 1.24 2
9 110499009 TOX145-RB511039-25ppb-9, ext. 11/3/99 MCH Standard 1.00 7.128 a3 1.20 20
10 110499010 TOX145-RBS11039-S0ppb-9, ext. 11/3/99 MCH Standard 1.00 7.111 73 bb 1.07 7
11 110499011 TOX145-RB511039-100ppb-9, ext. 11/3/95 MCH Standard 1.00 7.112 73 bb 1.06 €
12 110499012 TOX145-ABS11039-250ppb-9, ext. 11/3/99 MCH Standard 1.00 7.152 65 bbd 0.95 -5
13 210499013 TOX145-RBS11039-500ppb-9, ext. 11/3/99 MCH Standard 1.00 7.127 32 1.19 19
14 110499014 TOX145-RBS11039-750ppb-9, ext. 11/3/99 MCK Standard 1.00 7.113 88 bhb 1.28 20
15 110499015 TOX145-RBS11039-1000ppb-9, ext. 11/3/99 WCH Standard 1.00 7.090 103 b 1.50 50
16 110499016 NeOH Blank
17 110499017 TOX145-RT511039-250pph-MS9, ext. 11/3/99 MCH 7.111 56 M 0.82 -18
. 18 110499018 TOX145-RTS11039-250ppb-MEDI0, ext. 11/3/99 MCH 7.083 44 bb 0.64 -3¢
’ 19 110499019 TOX145-RTS-9R03I240M-0-Day 29, ext. 11/3/99 MCH 7.1 71 bb 1.04 4
. 20 110499020 TOX145-RTS-9R03241M-0-Day 29, ext. 11/3/99 WCH 7.129 57 bb 0.82 -18
L 21 110495021 TOX145-RTS-9R03242M-0-Day 29, ext. 11/3/59 NCH 7.148 55 mn 0.%0 -20
22 110495022 TOX145-RBS11039-250ppb-CCVY, ext. 11/3/99 WCH QC 1.00 7.132 43 W 0.63 -37
23 110499023 MeOH Blank
24 110499024 TOX145-RTS-9R03243IM-0-Day 29, ext. 11/3/9% MCH 7.15%50 S4 kb 0.78 -22
25 11049902% TOX145-RTS-INR0I24IN-0-Day 29, ext. 11/3/99 MCH 7.134 58 M 0.85 -18
26 110499026 TOX145-RTS-IR0I255K-Smg/ kg-Day29, ext. 11/3/99 wCH 7.151 $6 bb 0.82 -13
27 110499027 TOX145-RTS-9IR03256M-5mg/kg-Day23, axt. 11/3/99 MCH T7.138 113 bb 1.65 6S
28 110499028 TOX145-RTS-IR0I2S M-Sy /kg-Day2), ext. 11/3/99 MCH 7.127 93 Mx 1.36 36
29 110499029 TOX145-RBS11039-250ppb-CCV10. ext. 11/3/99 MCH Qc 1.00 7.086 61 bb 0.8% -11
30 110499030 MeOH Blank
31 110499031 TOX145-RTS-9ROIZSEN-5mg/kg-Day29, ext. 11/3/99 MCH 7.108 112 1.63 63 N
32 110499032 TOX145-RTS-9IR0I259IN-5mg/kg-Day29, ext. 11/3/99 NCH 7.089 132 »b 1.92 92
33 110499033 TOX145-RBS11039-250ppb-CCVY, ext. 11/3/99 MCH Q< 1.00 7.106 48 bd 0.69 -31
34 110499034 MeOR Blank
35 110493035 TOX145-RBS11019-H20 B1lk-9, ext. 11/3/99 MCH 7.127 30 bh 1.31 31
36 110499036 TOX145-RES11039-Sera Blk-9, ext. 11/3/59 MCE 7.1%9 52 m 0.76 -24
37 1104990317 TOX145-RTS11039-Sera Blk-9, ext. 11/3/99 NCR T7.197 46 W0t 0.68 -32
38 110499038 TOX145-RBS21039-5ppb-9, ext. 11/3/99 MCH Standard 1.00 7.131 36 bb 0.52 -48
39 110439039 TOX145-RBS511039-10ppb-9, ext. 11/3/99 MCH Standard 1.00 7.107 39 W 0.57 -43
40 110499040 TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH Standard 1.00 7.150 45 bb 0.65 -3S
41 110499042 TOX145-RBRE11039-50ppb-9, ext. 11/3/99 MCH Standard 1.00 7.085 47 0.69 -31
42 110499042 TOX145-RBS11039-100ppb-9, ext. 11/3/99 MCH Standard 1.00 7.108 50 bb 0.7} -27
41 110499043 TOX145-RBS11039-250ppb-9, ext. 11/3/99 MCH Standard 1.00 7.111 52 MM 0.75 -2%
44 110499044 TOX145-RBS11039-500ppb-9, ext. 11/3/99 MCH Standard 1.00 7.131 59 bb 0.86 -14¢
45 110499045 TOX145-RBS11039-750pph-9, ext. 11/3/99 MCH Scandard 1.00 7.110 70 MmN 1.03 3
46 110499046 TOX145-RBS11039-1000ppb-9, ext. 11/3/99 MCH Scandard 1.00 7.136 22 M 1.34 4

Soup 020199: Quantivated and prioted by ias on 11/08/9%
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Quantify Compound Summary Repott Page 2
TOX143-rat sera, day 19 dose and control- axt. 11/3/99 MCX

Sawpls List: C: \MASSLYMX\acupli20139 .pro\SamplabB\11049%a
Last modified: Fri Nov 05 06:30:18 1999

Uachod: C: \MASSLYMX\50upi20199 .pro\NethDB\ 110499
Last modified: Fri Mov 05 06:29:44 1999

Job Coda:

Printed: Fxi Mov 05 06:52:31 1999

Compound 2: PFOB (Ch2)

§ Nama Samplelist Text TYDe std Conc R»T Ares Ylags Conc. WDav
1110499001  MeON Blank 7.220 53 bb 0.00
2 110459002  MeOH Blank 7.230 oo 0.00
3 110499003  MeOH Blank 7.291 26 b 0.00
4110499004  TOX145-RBS11039-M20 B1k-9, ext. 11/3/98 MCH 7.206 108 bb 0.00
5 110499005  TOX145-RBS11039-Sers Bik-9, ext. 1173/99 NCX 7.180 72 o 0.00
6 110499006  TOX14S5-RTS11039-Sers Blk-9, ext. 11/3/99 NCH 7.242 2¢ 10t 0.00
7 110499007  TOX145-RB511039-Sppb-9, ext. 11/3/99 NCH Standara 4.93  7.267 208 BbX .89 -1
8 110499008  TOX145-RBS11039-10ppb-9, ext. 11/3/99 WCH Standard 9.76  7.267 293 bb 9.02 -8
9 110499009  TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH Standard 24.80  7.245 527 bb 20,47 -17
10 110499010  TOX145-RBS11035-SOppb-9. ext. 11/3/99 NCH Standard 49.30  7.350 995 J0¢ 4320 -12
11 110499011  TOX145-RBS11039-100ppb-9. ext. 11/3/9% MCH Standard 97.60 7.251 1921 bb 1851 -9
12 110499012  TOX143-RBS11039-250ppb-9. axt. 11/3/99 NCH Standard 248.00 7.291 4504 bd 214,64 -13
13 110499013  TOX145-RB511033-S00ppd-9. ext. 11/3/99 MCH Standard 493,00 7.244 8983 100 @33 12
14 110499014  TOX145-RB$11039-7S0ppb-9. axt. 11/3/9% MCH Standard 735,00 7.252 13842 W 670,62 -9
15 110495015  TOX145-RBS11035-1000ppb-5, ext. 11/3/99 MCH Standard 976.00 7.228 17240 bbX $36.53 -14
16 110499016  MeOH Blanx 7.253 193 b 12
17 110499017  TOX145-RTS11039-250ppb-KS9, ext. 11/3/99 NCH 7.250 3926 ba 186.40 .
18 110499018  TOX1{5-RTS11039-280ppb-KSD10, ext. 11/3/99 WCH 1.222 3634 b 17214
19 110495019  TOX145-RTS-9R0I2L0ON-0-Dey 29, ext. 11/3/99 MCR 7.370 S7 bb 0.00
20 110439020  TOX145-RTS-9R03241N-0-Dey 29, axt. 11/3/99 MCE 7.268 s4 00 0.00
21 110499021  TOX14S-RTS-SR03I24IM-0-Day 29, ext. 11/3/99 MCX 7.288 51 bb 0-00 E V.Y
22 110499022  TOX145-RBS11039-250ppb-CCVS, ext. 11/3/99 MCH o< 248,00  7.248 4344 10 206.81 -17 " "1
23 110499023  MeOH Blamk 7.289 81 bb .00 05/%
24 110499024  TOX145-RTS-9R0I24IM-0-Day 29, ext. 11/3/99 WCK 7.291 39 bb 0.00
25 110499025  TOXL45-RTS-9R0IZ4IN-0-Day 29, ext. 11/3/99 MCK 7.251 40 bb 0.00 A
26 110499026  TOX145-RTS-9R0I25SM-Smg/kg-Day29, ext. 11/3/99 MCH 7.268 52663 bb 2566.17
27 110499027  TOX145-RTS-IROI256M-Smg/kg-Day29, ext. 11/3/99 MCE 7.275 58663 bb 2889.14 ~
28 110499028  TOX145-RTS-IR0I257H-Smg/kg-Day2®. ext. 11/1/9% MCH 7.267 61721 bb 3008.48 h). “'\
29 110499029  TOX145-RBS11039-250ppb-CCV10, ext. 11/3/99 MCH o« 248,00  7.225 581 bb 218.39 -12 + \
30 110495030  MeOH Blank 7.271 133 m 119 ) \‘7
31 110499031  TOX145-RTS-9RO3238M-Smg/kg-Day29, ext. 11/3/99 MCR 7.246 $6708 bb 2763.69 AR\
32 110499032  TOX145-RTS-9ROI259M-Smg/kg-Day29. ext. 11/3/99 MCH 7.251 98061 bb 4782.90 XN
33 11049903)  TOX145-ABS11039-250ppb-CCVY, mxt. 11/3/93 MCH ac 248.00  7.224 4843 ba 231.17 -7 \v\
34 11049903¢  NeOH Dlank 7.308 182 1o 359
35 110499035  TOX145-RBS11039-H20 Blk-9, axt. 11/3/99 MCH 7.266 87 bb 0-00
36 110499036  TOX145-RBS11019-Sera B1X-9, ext. 11/3/99 MCH 7.298 61 bb 0.00
37 110499037  TOX145-RTS11039-Sera Blk-9, ext. 11/3/99 MCH 7.314 107 b 0.00
38 110499038  TOX145-RBS11019-Sppb-9, ext. 11/3/99 WCH Standard 493 7.248 183 100 3.65 -26
39 110499039  TOX145-RBS11039-10ppb-9, axt. 11/3/99 MCH Standard 9.76  7.247 326 bb 10.65 9
40 110493040  TOX145-RBS11019-25ppb-9. ext. 11/3/99 MCH Standard 24.80  7.289 €56 bb 2674 8
41 110499041  TOX145-RBS11019-SOppb-3. ext. 11/3/99 MCH Standard 49.30  7.224 1268 bb 56.64 15
42 110495042  TOX145-RES11019-100ppb-9, ext. 11/3/99 MCR Standard 97.60  7.244 2489 bb 116.27 19
43 110499043  TOX145-RBS11039-250pph-9, ext. 11/3/99 NCH Standard 248.00  7.271 5714 bd 2713.70 10
X 44 110499044  TOX145-RBS11039-500ppb-9. ext. 11/3/99 wCH Standard €93.00  7.265 11073 ba 535,41 8
45 110499045  TOX145-RBS11039-750ppb-9. ext. 11/3/99 MCH Standard 735.00  7.250 16812 bb 815.64 11
46 110499046  TOX145-RBS11039-1000ppb-9, axt. 11/3/9% MCH Standard 976.00 7.277 22935 bdX  1114.55 14

Soup 02019%: Quantitated and printed by ias on 11/05/9%
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Quantify Compound Summary Report Page 3
TOX145-rat sers, day 19 dose and Oontrol- ext. 11/3/99% MR

Sample List: C: \NMASBLYNX\80up020199 . pro\ SamplaDB\11043%a
Last modified: Fri Mov 035 06:30:18 1999

Method: €2 \HASSLYMZ\8cup020199 . pro\MethDB\11049%a
Last modified: Pri Mov 035 06:29:44 1999

Job Coda:

Printed: rri Nov 0S5 06:32:31 1999

Compound 3: PFOSA {Chl)

* Nema Samplelist Text TYDe std Conc RT Ares Flags Coac. kDev
1 110499001 MeOH Nlank - 7.805 236 m 0.00

2 110499002 MeOK Blank 7.815 840 0.8%0

3 110499003 MeOR Slank 7.809 $22 mx 0.00

4 110499004 TOX145-ABS11039-H20 81k-9, ext. 11/3/9% MCH 7.769 363 0.00

5 110499005 TOX145-RBS11019-Sera Blk-9, axt. 11/3/99 MCM 7.808 409 M 0.00

6 110499006 TOX145-RTS11039-Sera B31k-9, ext. 11/3/99 MCH 7.871 544 bb 0.00

7 110499007 TOX145-R8S11019-5ppb-9, ext. 11/3/99 MCH Standard 4.9 7.8%0 1849 db 4.9 -0
4 110499008 TOX145-RBS11039-10ppb-9, ext. 11/3/99 MCH Standard 9$.77 7.828 3250 ab 10.61 9
9 110495009 TOX145-RBS11019-25pph-9, ext. 11/3/99 MCH Standard 24.80 7.875 7052 dd 26.09 5
10 110499020 TOX145-RBS11039-50ppb-9, axt. 11/3/9% MCH Standard 49.30 7.857 13252 a» $1.22 4
11 110499011 TOX145-RBS11039-100ppb-5, ext. 11/3/99 MCH Standard 97.70 7.816 28632 M 113.91 17
12 110499012 TOX145-RBS11039-250ppb-9, axt. 11/3/39 MCH Standard 248.00 7.85) 66768 WM 269.12 9
13 11049901) TOX145-RBS11039-500ppb-9, ext. 11/3/99 MCH Standard 493.00 7.875 125323 wn 507.43 3
14 110499014 TOX145-RBS11039-750ppb-9, ext. 11/3/99 XCE Standard 736.00 7.837 187764 M 761.56 3
15 110499015 TOX145-RBS11039-1000ppb-9, ext. 11/3/99 MCH Standard $77.00 7.835 241229 M 979.16 [}
16 110499016 MeOH Blank 7.860 1516 wx 3.55

17 110499017 TOX145-2T$11039-250ppb-M59, ext. 11/3/99 MCH 7.832 61127 W 346.16 -
18 1104950138 TOX145-RT511039-250ppb~MSD10, ext. 11/3/99 MCH 7.808 60809 MM 345.19

19 110499019 TOX145-RTS-9R0I240M-0-Day 29, ext. 11/3/99 MCH 7.88% 674 4 0.13

20 110499020 TOX145-RTS-9R03241M-0-Day 29, ext. 11/3/99 MCH 7.0883 600 M 0.00

21 110499021 TOX145-RTS-9R0I24IN-0-Day 29, ext. 11/3/99 WCH 7.847 417 W .00

22 110499022 TOX145-RBS11039-250ppb-CCVe, ext. 11/3/99 MCH o« 248.00 7.831 58654 M 236.10 -5
23 11049902) MeOH Blank 7.872 541 M 9.00 '
24 110499024 TOX145-RTS-9R03243M-0-Day 29, ext. 11/3/99 MCH 7.074 370 W 0.00 E f‘d
25 110499025 TOX145-RTS-9R03243%-0-Day 29, ext. 11/3/99 MCH 7.8%9 323 m 0.00 lAC
26 110499026 TOX145-RTS-9R03255%-5Smg /Xy -Day29, ext. 11/3/99 MCH 7.87% 677 4b 0.14

27 110499027 TOX145-RTS-9R0)256X-5mg/kg-Day29, ext. 11/3/99 MCH 7.926 939 10t 1.20 i os/?‘i
28 110499028 TOX145-RTS-9R0I25TH-Smg/Xg-Day2®, ext. 11/3/99 MCH 7.874 811 4b 1.09

29 110499029 TOX145-RBS11039-250ppb-CCV10, ext. 11/3/99 MCH Qc 248.00 7.831 35323 mM 222.5¢ -10
30 110499030 MeOH Blank 7.878 286 M 0.00

31 110499031 TOX145-RTS-IR03I2SSN-Smg/Xg-Day29, ext. 11/3/99 MCH 7.831 929 Mx 1.16

32 110499032 TOX145-RTS-9R01259N-5mg/kg-Day29, ext. 11/3/99 MCH 7.856 1875 db 5.01

33 110499013 TOX145-RES11039-250ppb-CCVY, ext. 11/3/99 MCH QC 248.00 7.832 53678 m 215.85 -13
34 110499034 HeOH Blank 7 938 360 M 9.00

35 110499035 TOX145-RBS11039-H20 Blk-9, ext. 11/3/99 MCH -873 239 W 0.00

36 110499036 TOX145-R8511039-Sera Blk-9, ext. 11/3/99 NCH 7 948 240 M 0.00

37 110499037 TOX145-RTS11039-Sera Blk-9, ext. 11/3/99 MCH 71.876 283 4b 0.00

IB 110499038 TOX145-RBS11039-5ppb-9, ext. 11/1/99 NCR Standard 6.9 7.830 1629 me 4.01 -19
39 110499039 TOX145-REBS11039-10ppb-9, ext. 11/3/99 MCH Standard 9.77 7.808 2912 M 9.22 -5
40 110499040 TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH Standard 24.80 7.918 6272 W 22.91 -8
41 110499041 TOX145-RBS11039-S0pph-9, ext. 11/3/99 MCH Standard 49.30 7.876 11757 ¥ 45.23 -8
42 110499042 TOX145-RBS11039-100ppb-9, ext. 11/3/99 MCH Standard 97.70 7.872 24931 mx 98.85 1
43 110499043 TOX145-RB511019-250ppb-9, ext. 11/3/99 MCH Standard 248.00 7.945 60206 My 42.42 -2
44 110499044 TOX145-RBS11019-500ppb-9. ext. 11/3/99 MCH Standard 433.00 7.809 122823 mx 497.26 b3
45 110499045 TOX145-RBS12039-7S0ppb-9, ext. 11/3/99 MCH Standard 736.00 7.47% 172738 mu 700.41 -5
46 110499045 TOX145-RBS13039-1000ppb-9, ext. 11/3/99 MCH Standard 977.00 7.861 230763 MM 9236.56 -4

Soup 020199: Quantitated and printed by ias oam 12/08/99
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Quantify Compound Swmsary Report
TOX145-rat sera, day 29 dose and control- ext. 11/3/99 xcx

Sample List:  C:\MASILYNX\s0upd201$$.pxro\SampleDm\13049%a
Last modified: Fri Mov 05 06:30:13 1999

Method: C: \MASSLYMX\ 30up020199 . Dro\NethDB\11 04998
Last modifisd: Pri Nov 0S 06:39:44 1999

Job Codae:

Printed: rri Nov 0S 06:32:31 1999

Compound 4: Surx (Chd)

8 Name Samplelist Taxt TYDe std Conc T Ares Tlags Conc. SDev
1 110499001 KaOH Blank 7.078 lamn 0.01 -99
2 110499002 MeQOH Blank

3 110499003 MeOH Blank

4 110499004 TOX145-RBS11039~-H20 Blk-9, ext. 11/3/99 MCH 7.085 2657 bb 1.23 22
5 110499005 TOX145-RBS11039-Sera Blk-9, ext. 11/3/99 MCH T.058 2772 bb 1.29 29
6 110499006 TOX145-RT$110)3-Sera Blk-9, ext. 11/3/99 MCH 7.097 2301 bb 1.02 2
7 110499007 TCX145-RBS11039-Sppb-9, ext. 11/3/99 MCR Standard 1.00 7.122 2219 bb 1.03 3
8 110499008 TOX145-RBS11039-10pph-9, ext. 11/3/99 MCH Standard 1.00 7.123 2541 ba 1.18 18
9 110499009 TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH Standard 1.00 7.323 241S bb 1.12 12
10 110499010 TOX145-RAS11039-50ppb-9, ext. 11/3/99 MCH Standard 1.00 7.108 2030 bb 0.94 -6
11 110499011 TOX145-RBS11039-100ppb-9, ext. 11/3/99 NCH Standard 1.00 7.128 2372 bb 1.10 10
12 110495012 TOX145-RBS11039-250pphb-9, ext. 11/3/99 NCE Standard 1.00 7.168 2178 b 1.01 1
13 110495013 TOX145-RB$11039-500ppb-9. ext. 11/3/%9 wCH Standard i1.00 7.1 23152 b 1.09 9
14 1104995014 TOX145-ABS11039-750ppb-9, ext. 11/3/99 uCH Standard 1.00 7.130 2306 bb 1.07 7
15 110499013 TOX145-RBS11039-1000ppb-9, ext. 11/3/99 MCH Standard 1.00 7.106 2191 bb 1.02 2
16 110499016 NeOH Blank 7.133 10 bb 0.00 -100
17 110495017 TOX145-KTS11039-250ppb-MS9, ext. 11/3/9% WCH 7.106 1907 bb 0.89 -11
18 110499018 TOX145-R7$11039-250ppb-HSD10, ext. 11/3/99 MCH 7.077 1730 bb 0.80 -20
19 110499019 TOX145-RTS-9R0I240M-0-Day 29, ext. 11/3/99 wCH 7.325 1490 bb 0.69 -3
20 110499020 TOX145-RTS-SR0I2418-0-Day 29, ext. 11/3/99 MCH 7.146 2231 bb 1.04 4
21 110499021 TOX145-RTS-IR0IZ42M-0-Day 29, ext. 11/3/99 uCH 7.143 2377 b 1.10 10
22 110499022 TOX145-RES11039-250ppb-CCVY, ext. 11/3/99 NCH Qoc .00 7.126 2260 bb 1.08 5
23 110499023 MeOH Blank 7.167 11 0.01 -99%
24 110499024 TOX145-RTS-9R0324IM-0-Day 29, axt. 11/3/99 MCR 7.167 32212 o 1.03 3
25 110499025 TOX145-RTS-9R03243M~-0-Day 29, ext. 11/3/99 MCH 7.128 2451 ba 1.14 14
26 110499026 TOX145-RTS-9R01I2SSM-Smg/kg-Day2d, ext. 11/3/99 MCH 7.124 2005 nd 0.93 -7
27 110499027 TOX145-RTS-9R03I2S56M-5mg/kg-Day29, ext. 11/3/99 MCH 7.129 2380 bb 1.11 1
28 110499028 TOX14S-RTS-IR03257%-5mg/ky-Day29, ext. 11/3/99 MCH 7.122 2507 bb 1.16 16
29 110499029 TOX145-RES11039-250ppb-CCV10, ext. 11/3/99 MCH [+ o 1.00 7.080 1986 bb 0.92 -8
30 110499030 MaOH Blank

31 110499031 TOX145-RTS-9R0I2S8M-5mg/kg-Day29, ext. 11/3/99 NCH 7.102 2213 bb 1.03 3
32 110499032 TOX145-RTS~IR0I2SIN-Smg/kg-Day29, ext. 11/3/99 NCH 7.105 2002 bd 0.93 -7
33 110499013 TOX145-RBS11033-250ppb-CCVY, ext. 11/3/99 MCH [+ 4 1.00 7.100 2025 bb 0.94 -6
34 110499034 NeOH Blank 7.183 9 bb 0.00 -100
35 110499038 TOX145-RBS11039-H20 Blk-9, ext. 11/3/99 NCH 7.122 1877 ot 0.87 -13
36 110499036 TOX145-RBS11039-Sera Blk-9, ext. 11/3/99 MCR 7.154 2008 bb 0.93 -7
37 110499037 TOX145-RTS11019-Sera Blk-9, ext. 11/3/99 NCH 7.191 1671 bb 0.78 -22
38 1104590238 TOX145-RB511039-Sppb-9, ext. 11/3/99 MCN Standard 1.00 T.12¢ 1925 bb 0.8% -11
39 110499039 TOX145-RBS110)9-10ppb-9, ext. 11/3/99 MCH Standard 1.00 7.102 2102 bd .98 -2
40 110499040 TOX145-RBS11039-2Sppb-9, ext. 11/3/99 MCH Standard 1.90 7.144 2068 bb 0.96 -4
41 110499041 TOX145-RB511039-50ppb-9, ext. 11/3/99 MCH Standard 1.00 7.080 1741 bb 0.81 -19
42 110499042 TOX145-RBS11039-3100ppb-9, ext. 11/3/99 MCH Standard 1.00 7.099 2120 bb 0.98 -2
43 110499043 TOX145-RBS11039-250ppb-9, ext. 11/3/99 MCH Scandard 1.00 7.127 2076 ba 0.96 -4
44 110499044 TOX145-RBS11019-500ppb-9, ext. 11/3/99 MCH Standard 1.00 7.126 2239 bb 1.04 4
45 110495045 TOX145-RBS11039-750ppb-9. ext. 11/3/99 MCH Standard 1.00 7.108 2002 M@ 0.93 -7
46 110499048 TOX145-RB511G39-1000ppb-9, ext. 11/3/99 MCH Standard 1.00 7.130 1894 bd 0.88 -12

Soup 020199: Quantitated snd primted by ias oo 11/08/99
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Quantify Calibration Report Page 1
TOX145-rat sera, day 29 dose and control- ext. 11/3/9% XNCH

Compound 1 name: POAA (Ch1)
Response Factor: 68.6538
Response type: External Std, Area
Curve type: RF

1034 x

XX

Response-

X X X X

Y T T T T T T T T T » Conc
0.0 0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9 1.0

Soup 02019%: Quanticated amd printed Dy ias cum 11/05/99
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Quantify Calibratioca Report
TOX145-vat sera, day 29 dose and contyol- axt. 11/3/9% ICR

Compound 2 name: PFOS (Ch2)
Coefficient of Determination: 0.980777
Calibration curve: 20.4798 * x + 108.210
Response type: External Std, Area
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
2.2%4+

Page 2
[

Response-

o - —
0.0 200.0 400.0 '

Soup 020199: Quantitated amd printed by ias on 11/03/99

ey ————————— COnc¢
600.0 800.0
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Quantify Calibration Report
TOX145-rat sexra, day 2% doss and control- axt. 11/3/9% R

Compound 3 name: PFOSA (Ch3)
Coefficient of Determination: 0.997747
Calibration curve: 245.706 * x + 643.062
Response type: Externa! Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
2.41e5+

Response

0 G —
0.0 200.0 400.0

6000

——— Conc

Soup 020199: Quantitated and primted by ias on 11/035/99
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Quantity Calibration Report rage ¢
TOX14%-rat sera, day 29 dose and cootrol- ext. 11/3/99 NCR

Compound 4 name: Surr (Ch4)
Response Factor: 2153.97
Response type: External Std, Area
Curve type: RF
2.54e3 x
x
£
X
g
%
£
*
x
X
) X
X
X
Response-
0 r Co
00 01 02 03 04 05 06 07 08 09 10°¢

Soup 020199: Quantitatesd and primted Dy ias on 11/03/%9
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Method Report Page 1
Nathod file: C: \MASSLYNX\80up020199.pro\NethDB\110499a.0db N
Last modified: Pri Mov 05 06:29:44 1599
Compound : 1: POAA {(Chl)

Printed: Pri Mov 05 06:56:56 1999
Compound Name: PGAA (Chl)
Internal Raf.: (¥one)

Quantify Trace: TIC

Conc. of Standards: Pixed

User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000

Integrate Window Pactor: 2.000

Chromatogram mass window: 1.0000Da

Retention Time (mins): 7.167, Enabled
Relative Retention Time: 0.000, Disabled
RT Refsrence: (Mone]

Time Window (mins}: 0.345

Peak Selection: Rearest

Response Type: Excernal

Response: Arsas

Polynomial Type: u.n.n—

Point of Origin: Bxclude

Pit Weighting: i/x

Axis Transformation: None

Units:

Peak-to-peak amplitude: "

Smoothing: Snabled

Window size (scans): 2 .
Rumber of smooths: 1

Smoothing method:

Join valley threshold: 30.00

Reduce peak tailing: 200.00

Raise baseline maximmm: 5.00

Draw vertical threshold: 90.00

Detect shoulders: Disabled

Shoulder threshold: 30.00

Relative height: 1.50, Disabled
Absolute height: 0.00, Disabled
Relative area: 2.00, Disabled
Absolute area: 0.00, Disabled



Mathod Report Page 2

Mathod file: C: \NASSLYNX\80up020199.pro\NethDB\1104%%a . mdd B
Last modified: Pri Mov 05 06:29:44 1999
Compound : 2: PPOS (Ch2)
Printed: rri Nov 05 06:56:56 1999
Compound Name: PrOS (Ch2}
Internal Ref.: (None]
Quantify Trace TIC
5 Conc. of Standards: Conc. A
User RF Value: 1.000000, Disabled
User Peak Pactor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da
Retention Time (mins): 7.429, Enabled
Relative Retention Time: 0.000, Disabled
RT Referance: [mcne)
Time Window (mins): 0.467
Peak Selection: Bearsst
— Responss Type: External
Response: Axeas
o T Polynomial Type: Linear
U Point of Origin: Exclude
rit weighting: p¥s 4
Axis Transtormation: None
Units:
Pesak-to-peak amplitude: [ 39
Smoothing: Enabled
Window size (scans): 2
Mumber of smooths: 1
Smoothing method:
Join valley threshold: 30.00
peak talling: 200.00
Raiss baseline maximm: 5.00
Draw vertical threshold: 90.00
Detect shoulders: Disabled
Shoulder threshold: 30.00
Relative 1.50, Disabled
Absclute 0.00, Disabled
Relative 3.00, Disabled
Absolute 0.00, Disabled

~NO66S



Methcd Report Page 3

Method file: C: \MASSLYNX\scup020199.pro\NethDB\11049%a.mdb ’
Last modified: Pri Mov 05 06:29:44 1999
Compound : 3: PPOSA {Ch))
Printed: Pri Mov 05 06:56:56 1999
Compound Name : PPOSA ({Ch))
Internal Ref (mone)
Quantify Trace: k2 (4
Conc. of Standards: Conc. B
User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Pactor: 2.000
Chromatogram mass window: 1.0000Da
Retention Time (mins): 8.147, Enabled
Relative Retention Time: 0.000, Disabled
RT Referenca: [Bone)
Tima Window (mins): 0.556
Peax Selection: Neaxest
Response Type: External
Reasponse: Arsas

. Polynamial Type: Linsar

- Point of Origin: Bxclude

. Pit Weighting: ux
Axis Transtormation: None
Units:
Peak-to-peak amplitude: [ 58
Smoothing: Enabled
Window size (scans): 2
Rumber of amooths: 1
Smoothing method:
Join valley threshold: 30.00
Raduce peak tailing: 200.00
Raise baseline maximum: S.00
Draw vertical threshold: $0.00
Detect shoulders: Disabled
Shoulder threshold: 30.00
Relative height: 1.50, Disabled
Absclute height: 0.00, Disabled

Relative
Absalute

2.00, Disabled
0.00, Disabled

000666




Msthod Report . Page ¢

Method filae: C: \MASSLYNX\80up020199 .pro\NethDB\11049% . mdb ]
Last modified: rri Nov 05 06:29:44 1999

Campound : 4: Surr (Chi)

Princed: Pri Nov 05 06:%56:56 1999

Compound Name : Surr {(Chd)

Internal Ref.: (None)

Quancity Trace: TIC

Conc. of Standards: Fixed

.
User RF Value:

User Peak Pactor:
Integrate Window Pactor:
Chromatogram oass window:

Retention Time (mins):
Relative Retention T

1.000000, Disabled
1.000000

2.000

1.0000Da

7.218, BEnadbled
0.000, Disabled

RT Reference: {Mone}
Time Window (mins): 0.379
Peak Selsction: Nearest
Response Type: Rxternal
Response: Areas
Polynomial Type: Lineaxr
e, Point of Origin: Excluds
. Pit Weighting: p¥2 4
Axis Transforsation: Nona
Units:
Pesk-to-peak amplitude: 81
Smoothing: Enabled
Window size (scans): 2
Wmber of smooths: 1
Smoothing mathod:
Join valley threshold: 30.00
Reduce peak tailing: 200.00
Raise baseline maxiomm: 5.00
Drawv vertical threshold: 90.00
Datect shoulders: Disabled
Shoulder threshold: 3o.00

Relative height:
Absolute height:
Relative area:

Absolute ar

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled

00066’/
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SOUP 020199: FACT Equipment
Log 99092 PAGE 11

Quattro I1, #6414E
DATE; }11-04-99

ANALYST:ias
STUDY NUMBER: TOX145 MATRIX: rat sera DESCRIPTION; day 29- dose & control

FACT Method: ETS-8-5.1

Injection volume:_10Q yL, Cycle time:_10 min. Electrode: Z-Spray

Mobile Phase: (A)2.0 mM NHACH3CO2 ®MeOH 000
TN-A- or stndrd number (A) 99085-11-15 (B).TN-A-2997

Prepared (date/by): (A)10/30/99sah (B)_10/30/99 sah

Expires: (A).04/00 (B)_2010

Store at room temp? E or N Other:

Guard column: None

Part number: na Lot number: na

Analytical column: Keystone Betasil

Size: 2 x 50 mm Type: C18 Sphere size: 5 ym

Part number: 055-701-2 Lot number: P9E11 Serial number:05918047Z
Analytical parameters:

Drying gas (L/hr): 350 ESI nebulizing gas (L/hr) 13 Sheath gas (L/hr) 0
LC Flow rate: 300 ul/min. Back pressure:_65 bar

HPLC solvent gradient: 10min-10-95

WJ— 10.0
2).1.00 10.0
3)5.50 95.0
4)1.50 95.0
5)8.00 100

fN0668



BEST COPY AVAILABLE

Tuning Method Report
Method: C: \MASSLYNX\SOUP020199 .PRO\ACQUDB\PFOS3

Printed: Thu Nov 04 14:02:27 1999

Page 1

SOURCE ( ESP- )

Capillary

Cone

Extractor

RF Lens

Source Block Temp.
Desolvation Temp.

Pressures

Analyser Vacuum

Gas Cell

MS2

Set Rdbk
1.60 1.62
40 -41
5 -7
0.2

150 150
250 250
Rdbk
5.1le-5
4.0e-3

Mus1

LM Resolution
HM Resolution
Ion Energy

Ion Energy Ramp
Lens 6
Multiplier

Ms2

LM Resolution
HM Resolution
Collision

Ion Energy

Ion Energy Ramp
Lens 8

Lens 9
Multiplier

Set Rdbk

14.0

0006693



Scanning Method Report Page 1

Method: €2\ 199 .¥50\ \ 100N~ FPOS -POAA-PFOSA~I8

Last Modified: PFxi Oct 15 10:35:03 1999

Printed: Tha Nov 04 13:18:328 1999

Solvent Delay { mins ) : 0.00

Punction : 1 MM of 1 Mass Pair { ESP- )

Inter Channel Delay ( Secs ) : 0.0)

Span { Daltons ) : 0.00

Start Time { Nins ) : 0.00

End Time ( Mins } : 10.00

Repeats : 1
Channel Parent Daughter Dwell (Sacs) Coll Energy (eV) Cone ( V)
1 413.00 169.00 0.30 30 15

Function : 2 MR of 1 Mass Pair ( ESF- )

Inter Channal Delay ( Secs } : 0.0)

Span ( Daltons ) : 0.00

Start Time { Mins ) : 0.00

End Time ( Mins ) : 10.00

Repeats : 1

Channel Farent Daughter Dwell (Secs) Coll Energy (eV} Cone ( V)
L 1 499.00 99.00 0.30 .45 60

Punction : 3 WM of 1 Mass Pair ( ESP- )
Inter Channal Delay ( Secs ) : 0.03

Span { Daltons ) : 0.00

Start Time { Mins ) : 0.00

End Time ( Kins ) : 10.00

Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Enargy (eV) Cone ( V }
1 493.00 78.00 0.30 45 60

Punction : 4 MM of ) Mass Pair ( RSP~ )

Inter Channel Delay ( Secs ) : 0.0}

Span ( Daltons ) : 0.00

Staxt Time { Ming ) : 0.00

Bnd Time ( Mins ) : 10.00

Repeats : 1

Channel Parent Daughter Dwell (Secs) Coll Energy (eV] Cone { V)
1 427.00 80.00 0.30 40 60

000670




Method Report

Method File: C1\MASSLYNX\S0UP020199 . PRO\ACQUDS\10min-10-95
Last Modified: Thursday, November 04, 1999 11:22:29

4
Printed: Thursday, November 04, 1999 13:18:38

Page 1

HP1100 LC Pump Initial Conditions

Solvents
A% 90.0
B% 10.0
C% 0.0
D% 0.0
Flow (ml/min) 0.300
Stop Time (mins) 10.0
Min Pressure (bar) 0
Max Pressure (bar) 400
Oven Temperature Left(°C) 30.0
Oven Temperature Right {°C) 30.0

HP1100 IC Pump Gradient Timetable

The gradient Timetable contains 5 entries which are :

Time A% B% [of ] D%
0.00 90.0 10.0 0.0 0.0
1.00 90.0 10.0 0.0 0.0
5.50 5.0 95.0 0.0 0.0
7.50 5.0 95.0 0.0 0.0
8.00 90.0 10.0 0.0 0.0
EP1100 IC Pump External Rvent Timetable
The Timetable contains 3 entries which are :
Time Column Switch Contactl Contact2 Contact3
Initial Off Off Off Off
0.00 Off Oon On Off
0.10 Off Off Off off

HP1100 Autosampler Initial Conditions

Draw Speed 200.0
Eject Speed (pl/min) 200
Draw Position (mm) 0.00
Stop Time (mins) 9.00
Injection Volume (ul) 10.0
Vial Number 51

Flow

0.300
0.300
0.300
0.300
0.300

Contact4d
Off
On
Off

Pressure

400
400
400
400
400

000671



Masslynx - Sample List

Sample List: C:\IMASSLYNX\soup020199.pro\SampleDB\110499a.SPL.
Printed: Thu Nov 04 13:18:22 1999

Page 1
Page Position: (1, 1)

SEEBAREERUREREBLERBENIRRBREBEsIanaaniceeNanrwn

File Name

1104998001
110499002
110499003
110499004
110499005
110499006
110489007
110499008
110499008
110499010
110499011
110499012
110499013
110499014
110498015
110499016
110499017
110496018
110498019
110498020
110498021
110499022
1104989023
110499024
110499025
110499026
110499027
110499028
110499029
1104998030
110499031
110499032
110499033
110499034
110499035
110499036
110499037
110499038
110499039
110498040
110498041
110499042
110499043
110499044
110499045
110499046

File Text

MeQH Blank

MeOH Blank

MeOH Blank

TOX145-RBS11039-H20 Bik-9, ext. 11/3/99 MCH
TOX145-RBS11039-Sera Blk-9, ext. 11/3/89 MCH
TOX145-RTS11039-Sera Blk-9, ext. 11/3/99 MCH
TOX145-RBS11039-5ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-10ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-25ppb-9, ext. 11/3/0¢ MCH
TOX145-RBS11039-50ppb-8, ext. 11/3/99 MCH
TOX145-RBS11039-100ppb-9, ext. 11/3/89 MCH
TOX145-RBS11039-250ppb-9, ext. 11/3/88 MCH
TOX145-RBS11039-500ppb-8, ext. 11/3/99 MCH
TOX145-RBS11039-750ppb-8, ext. 11/3/99 MCH
TOX145-RBS11039-1000ppb-9, ext. 11/3/99 MCH

MeOH Blank

TOX145-RTS11039-250ppb-MS9, ext. 11//99 MCH
TOX145-RTS11039-250ppb-MSD10, ext. 11/3/89 MCH
TOX145-RTS-8R03240M-0-Day 28, ext. 11/3/09 MCH
TOX145-RTS-9R03241M-0-Day 29, ext. 11/3/99 MCH
TOX145-RTS-9R03242M-0-Day 28, ext. 11/3/09 MCH
TOX145-RBS11039-250ppb-CCV9Y, ext. 11/3/99 MCH
MeOH Blank

TOX145-RTS-9R03243M-0-Day 29, ext. 11/3/99 MCH
TOX145-RTS-9R03243M-0-Day 29, ext. 11/3/99 MCH
TOX145-RTS-9R03255M-5mg/kg-Day29, ext. 11/3/99 MCH
TOX145-ATS-9R03256M-5mg/kg-Day29, ext. 11/3/99 MCH
TOX145-RTS-9R03257M-5mg/kg-Day?29, ext. 11/3/99 MCH
TOX145-RBS11039-250ppb-CCV10, ext. 11/3/99 MCH
MeOH Blank

TOX145-RTS-9R03258M-5mg/kg-Day28, ext. 11/3/99 MCH
TOX145-RTS-9R03259M-5mg/kg-Day29, ext. 11/3/99 MCH
TOX145-RBS11039-250ppb-CCV9Y, ext. 11/3/99 MCH
MeOH Blank

TOX145-RBS11039-H20 Blk-9, ext. 11/3/99 MCH
TOX145-RBS11039-Sera Blk-9, ext. 11/3/89 MCH
TOX145-RTS11039-Sera Bik-9, ext. 11/3/99 MCH
TOX145-RBS11039-5ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-10ppb-9, ext. 11/3/89 MCH
TOX145-RBS11039-25ppb-9, ext. 11/3/89 MCH
TOX145-RBS11039-50ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-100ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-250ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-500ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-750ppb-9, ext. 11/3/99 MCH
TOX145-RBS11038-1000ppb-9, ext. 11/3/99 MCH

MS File

10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFQS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-1S
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS

000672



Massiynx - Sampie List Page 2

Sample List: C:WMASSLYNX\soup020189.pro\SampleDB\110499a.SPL Page Position: {2, 1)
Printed: Thu Nov 04 13:18:22 19989

Inlet File Bottle Inject Volume Sample Type ConcA ConcB ConcC
1 10min-10-95 91 0 - - — ——
2 10min-10-95 91 10 - - —
3 10min-10-95 91 10 - — — -
4 10min-10-95 1 i0 - - — ——
5 10min-10-85 2 10 - - - -
8 10min-10-95 3 10 - - - —
7 10min-10-95 4 10 - - — ——
8 10min-10-95 § 10 - - - —
9 10min-10-85 6 10 - — —- .
. 10 10min-10-95 7 10 - —— - —
1 10min-10-95 8 10 -~ — — —
i aas 12 10min-10-85 8 10 - - —— —
N e 13 10min-10-95 10 10 - - — —
: 14 10min-10-95 11 10 — - — ——
15 10min-10-95 12 10 - - — .
16 10min-10-95 82 10 = — —
17 10min-10-95 13 10 - — o—-
18 10min-10-95 14 10 - - - —
19 10min-10-85 15 10 ~ — e —
20 10min-10-85 16 10 ~- — - —
21 10min-10-95 17 10 — — —— —
22 10min-10-85 25 10 - o Py e
23 10min-10-95 92 10 - - e -
24 10min-10-95 18 10 ~ - - -
25 10min-10-95 19 10 — - — .
26 10min-10-85 20 10 -~ - - .
27 10min-10-85 21 10 - - .- —-
28 10min-10-85 22 10 - - - —
29 10min-10-85 26 10 -~ - — .
30 10min-10-85 93 10 -~ - - -
31 10min-10-95 23 10 - - - —
32 10min-10-95 24 10 - — - .
33 10min-10-95 25 10 - — —— -
34 10min-10-95 93 10 ~- - — —
35 10min-10-95 1 10 - - —— —
36 10min-10-95 2 10 - - —— —
37 10min-10-95 3 10 - — . —
38 10min-10-95 4 10 —- - - -
39 10min-10-95 5 10 ~ - — —
. 40 10min-10-95 6 10 — - - —
41 10min-10-95 7 10 - — - —
42 10min-10-85 8 10 - —— — ——
43 10min-10-85 9 10 - - ——— —
44 10min-10-85 10 10 - - - —
45 10min-10-85 11 10 - - e -
46 10min-10-95 12 10 -~ - =, ——-

000673



FACT: DATA REVIEW SUMMARY FORM

Date: ”/W /?7

Data Analyst. Trs

FACT Study ¥: Tox Mg

Mainx/Timepoints: g& — @ 22 gﬁ(f& - 6(/ ,ZJAIQ
Sample List: 425256

il?:mm LU/,

[nstrument:

5‘79 022/ %%

Analyte: ForA ((7//)@
[ Acceptabla Linear Rangs: _ A

ExtractionBlank _A4

LOQ: AA

R"2: Aa Matrix Blank: __ ~4
Calibration Checks: NA

MS/MSD: __//¢

ngm"‘"
[Daua Sarus: _ Digtyrgy 0z poitel

Data Review Sign-OfT

Anslyst Review

‘  Name/Duate: _Za< %f/i?

N Do 221/ | ki Nov.9- 11

Quality Assurance Review
Name / Date:

Data Entry: __6"'1 L l\}sl‘i"l

Comments / Justifications:

® A f‘[ é ra.fgg.s. Luree 445 “‘/
Yar A v &4 . M % 4se é /
—£ v dren C«u!—l( QLJ )'&épé‘&

Lmes suly . —Tas %«fﬁf
@Za / )

-/{Lé'o’é mggcf "%g&:‘_‘gdé a[
A

V4

Analyte: __Pos (d/z)@

Acceptable Lincar Range: __ 27 X%aé —> ?%Lé

LOQ: Zr.’faﬁi Extracted Blank: /s Haa 4@
R°2: _0. 991545 Matrix Blank 4%

Calibration Checks: _J£ — (-6% )

1mmsu N A

[Data Stsus Qgﬂ D& _Go.lo Du o gur wolt?

fMaéd oler & éga.g KM# %ka&mé
é ﬁ ga,é — Tas /%J/?‘i

@ Hnu/ s‘ft/ dyeo Cuuuls or
Se. a/au -.4 e
_a{é_/@; Yok, —Ias Y los

Analyte: _ Fras4  (CH3)

Acceptable Linear Range: K?Jﬁgé — -

LoQ __ ¥53mi Extracted Blank: _/rss fha s £0Q
R*2: _D- 779708 Matrix Blank: Jess dhan £

Calibration Checks: Ok —> —§ %

\7 T l'lfﬂh‘( |

MSMSD: ___plk

iDthlmt i& !ﬁ “EH

S
S
AN
e <

~N
~

AN

s Yoafey 7 lde

000674




FACT: DATA REVIEW SUMMARY FORM

Date: ‘,/75 /f 9

Data Analyst: JAS

FACT Study #: Tox /5%

Mo Timepoins Eu g = oy 20 dbge { ol 0! Y/ts
Sample List: Yos39b

Sct-up Analysis

Date/Analyar My s fos

[nstrument:

e

‘  Name/Dste: _ a5

Data Review Sign-Off

Analyst Review ’/ e
o8,

Technicsl Review
Nm'D-te:_.Ragk_Jv_.po_y‘_eu_gg “/9}9‘?

Quality Assurance Review
Name / Date:

Data Entry: E.L'Ld: h Ppe& ong

Comments / Justifications:

U 11999

sty Sy (4} \
Acceptable Lincar Rangs: _AiA , \
loo: Extraction Blank: _A/x \
R2: A Matrix Blank __ VA \
Calibration Checks: NA \
|Data status: \
aasre / \
Acceptable Linear Range: / \ A 44/( ~
LOQ: Extracted Blank /2 S%"/? v
R"2: Matrix B \
Calibration Checks: i bﬁq \ !
pesaeso: / \
—_— /. \
-~ \
ADnalyte: / \
Acceptable meny/ \
: Extracted Blank: \
/ Matrix Blank: \
Checks: \
\\,

Tx* Yogfps r 2.1z

000675



. Ins ¥)os [ra ,&.7/,/"/

ify Y Report Pags 1
TOX145-day2$ control lnd dose- ext. 11/3/99

Sample List: C: \MASSLYMX\ soupd20199 . pro\SampleDB\110599D
Last modified: Pri Nov 05 15:26:11 1999

Method: C1\MA 20199 . pro\ 1105990
Last modified: Mon NMov 08 07:09:58 1939

Job Code:

Frinted: Moo Nov 08 07:28:42 19%9

Compound 1: FOAA (Ch1)
Bamplelist Taxt Type #td Conc =T Area

i
]
§

# Name .

1 11059%0238 MeQH Blank 7.172 a8 bb 0.4% .51
2 110599029 MeQH Blank 7.174 20 W 0.3% -65
3 11059%0230 MeOH Blank 7.192 17 bb 0.3% -T1
4 110599031 TOX145-RBS11019-H20 Blk-9, ext. 11/3/99 WCH 7.177 6% bb 1.20 20
$ 110599032 TOX145-RBS110)9-Sera Blk-9, ext. 11/3/93 MCH 7.183 S4 bd 0.93 -7
6 110599033 TOX145-RTS11039-Sera Blk-9, ext. 11/3/99 MCH 7.172 45 bb 0.78 -22
7 120599034 TOX145-RBS11039-5ppb~9, ext. 11/1/99 NCH Standard 1.00 7.147 48 bb 0.84 -16
8 110599035 TOX145-RBS11039-10ppb~9, ext. 11/3/99 MCR Standaxd 1.00 7.117 42 bb 0.74 -26
9 110599036 TOX145-RBS11039-2Sppb~9, ext. 11/3/99 MCH Standard .00 7.15% 39 0.87 -33
10 110599037 TOX145-RB5110)9-50ppb-9, ext. 11/3/99 MCH Standazd 1.00 7.171% 53 o 0.92 -8
11 110599018 TOX145-RBS11039-100ppb-9, ext. 11/3/99 MCH Standard 1.00 7.131 61 XM 1.06 5
12 110599039 TOX145-R2511039-250ppb-9, ext. 11/3/99 MCH Standard 1.00 7.106 63 W 1.09 L]
13 110599040 TOX145-RBS11039-500ppb-9. txt. 11/3/99 mCH Standard 1.00 7.172 7 mx 1.00 -0
14 110599041 TOX145-RBS11039-750ppb-9, - 11/73/9% MCH Standard 1.00 7.151 % 1.48 L1
1% 11059%042 TOX145-RBS11039-1000ppb-9, Ixt 1173/99 XCH Standard 1.00 7.182 47 bb 1.51 S1
16 110595043 YeOH Blank

17 110599044 TOX145-RTS-9R03255%-50g/kg-Day29. D:10 7.170 10 mx 0.18 -82
18 110599045 TOX145-RTS-9R03256X-50g/kg-Day29, D:10 7.195% 16 bb 0.27 -73
19 110599046 TOX145-RTS-9R03257X-5mg/kg-Day23, D:10 7-173 21 m 0.36 -64
20 110599047 TOX145-RTS-9R03I2SIN-5mg/kg-Day23, D:10 7.175 32 M 0.56 44
21 110599048 TOX145-RTS-9R03259%-5mg/kg-Day29, D:10 7.192 17 W 0.29 -T1
22 110599049 TOX145-RBS11039-250ppb-CCVS, ext. 11/3/99 MCH Q«© 1.00 7.196 45 bb 0.78 -22
23 110599050 MeQH Blank

24 110599051 TOX145-RBS11039-H20 Blk-9, ext. 11/31/99 MCH 7.133 67 bb 1.7 17
25 110599052 TOX145-RB511039-Sera Blk-9, ext. 11/3/99 MCH 7.198 61 M 1.05 35
26 120599083 TOX145-RTS11039-5era Blk-9, ext. 11/3/99 MK 7.133 43 W 0.75 -25
27 110599054 TOX145-RBS11039-Sppb~9, ext. 11/3/%9 NCH Standard 1.00 7.172 41 Bb 0.71 -2%
28 110599055 TOX145-RBS11039-10ppb-9, ext. 11/3/99 NCH Standard 1.00 7.147 44 M 0.76 -24
29 110599056 TOX145-RBS11039-25ppb-9, axt. 11/3/99 MCH Standard 1.00 7.141 45 W 0.78 -22
30 110599057 TOX145-RBS511039-50ppb~-9, ext. 11/3/99 MCH Standard 1.00 7.171 38 bb 0.67 -3
31 110599058 TOX145-RBS11039-100ppb-9, ext. 11/3/93 MCE Standard 1.00 7.146 51 M 0.89 -11
32 110599059 TOX145-~RBS110319-250ppb-9., ext. 11/3/99 MCE Standaxd 1.00 7.152 53 M 1.00 Q
31 110599060 TOX145-RBS11039-500pph-9, ext. 11/3/99% MR Standard 1.00 7.183 63 bb 1.10 10
34 110599061 TOX145-RBS11039-750ppb-9, ext. 11/3/9% MCH Standard 1.00 7.174 77 MM 1.34 k13
35 110599062 TOX145-RBS11039-1000ppb-9, ext. 11/3/99 NCH Standard 1.00 7.131 83 bb 1.4¢ (13

Soup 020199: Quantitated and printed by ias on 11/08/99

060676



Quantify Compound Summary Aeport rage 2
TOXI45-day29 ocontrol and dose~ sxt. 11/3/9%
k)

Sample list: C: \IABSLYNX\scupd30199.pro\SamplelB\110539b
Last modified: Fri NMov 0S 15:26:11 199¢
Mathod: -3 29 .pxo\ 1103990
Last modified: Mon Nov 08 07:09:58 1999
Job Cods:
rrinted: Mon Mov 08 07:20:42 1999
Compound 2: PFO§ (Ch2)

& Mame Samplelist Text TYD® std Comc Axea Flags Conc. NDev

1 110599028 MNeOH Blank 7.288 452 bb 8.88

2 110593029 MeOH Blank 7.290 394 bb 6.89

3 110599030 MeOR Blank 7.309 386 bb 6.62

4 110593011 TOX145-RB5110319~-H20 Blk-9, axt. 11/3/99 MCH 7.316 159 bb 0.00

S 110599032 TOX145-RBS11039-Sera Blk-9, axt. 11/3/99 MCH 7.270 219 bb 0.96

6 110599033 TOX145-RTS11039-8era Blk-9, ext. 11/)/99 MCH 7.208 255 »b 2.17

7 110599034 TOX145-RAS11039-Sppb-9, ext. 11/3/99 MCH Standard 4.9) 7.264 310 oxx 4.30 -3

8 110599035 TOX145-RBS11039-20ppb-9, ext. 11/3/99 MCE Standard 9.76 7.255 641 00X 15.30 57

9 1105990316 TOX145-RBS11039-25pph-9, ext. 11/3/99 MCR Standard 24.80 7.294 927 bb 25.05 1
10 110599037 TOX145-RBS11039-50pph-9, ext. 11/3/99 MCH Standaxd 49.30 7.3292 1581 bb 47.30 -4
11 110599038 TOX145-RBS11039-100pph-9, ext. 11/3/99 NCR Standaxad 97.60 7.271 3003 bb 9s5.70 -2
12 110599039 TOX145-RBS11039-250ppb-9. ext. 11/3/99 NCH Standard 240.00 7.246 7723 bd 256.17 3
13 110599040 TOX145-RES511039-500ppb-9, axt. 11/3/9% MNCH Standard 49).00 7.289 14580 bb 489.79 -1
14 110599041 TOX145-RBS11039-750ppb-9, ext. 11/1/9% MCH Standard 735.00 7.290 21377 Bb 721.17 -2
15 110599042 TOX145-RBS11039-1000ppb-9, ext. 11/3/99 MCH Standard 976.00 7.2%0 29202 bb 987.51 1
16 110599043 MeOH Blank 7.245 300 bb 3.70

17 110599044 TOX145-RTS-IR0I255H-Smg/kg-Day29, D:10 7.310 10749 kb 359.37

18 110599045  TOX145-RTS-9R032S6M-Smg/kg-Day29, D:10 7.335 11879 bb 397.84 ““ &-P/'
19 110599046 TOX145-RTS~-SR01257M-Smg/kg-Dey29, D:10 7.311 12061 bb 404.03 v’ l/%ﬁ?
20 110599047 TOX145-RTS~-9R03253M-Smg/kg-Day29, D:10 7314 12313 Bb 412.64 5% /
21 110593048 TOX145-RTS-9R03IZISIN-5mg/kg-Day?d, D:10 7.3 21806 bd 738.7

22 110599049 TOX145-RBS11039-250ppb-CCVY, ext. 11/3/99 MCH Qc 248.00 7.313 7016 bb 232.1 -8
23 110599050 MeOH Blank 7.265 179 »x ¢.00

24 110599051 TOX145-RBS11039-H20 BPlk-9, ext. 11/3/99 MCH 7.273 155 bb 0.00

25 110599052 TOX145-RBS11039-Sera Blk-9, ext. 11/3/99 MCH 7.337 169 bb 0.00

26 110599053 TOX145-RTS11039-Sera Blk-9, axt. 11/3/99 MCE 7.272 168 bb 0.00

27 110599054 TOX145-RBS11039-Sppb-9, ext. 11/3/99% WCH Standard 4.93 7.3%0 298 WX j.e2 -37
28 110599055 TOX145-RBS11039-10ppb-9, ext. 11/3/99 MCH Standaxd $.76 7.286 552 o 12.29 26
29 110599056 TOX145-RBS11039-2Sppb-9, ext. 11/3/99 MCH Standard 24.80 7.279% 879 bb 23.42 -6
30 110599057 TOX145-RBS11019-50ppb-9, ext. 11/3/99 MCH Standard 49.30 7.386 1703 bb 51.46 4
31 110599058 TOX145-RBS11039-100ppb-9, ext. 11/3/93 MCH Standard 97.60 7.286 3319 bb 106.45 9
32 110599059 TOX145-RBS11039-250ppb-9, exc. 11/3/99 MCH Standard 248.00 7.26% 7091 ba 234.86 . -5
33 110599060 TOX145-RBS110319-500ppb~-9, ext. 11/3/93% MCH Standard 493.00 7.293 14578 bb 489.7)

34 110599051 TOX145-RBS11039-750ppb-9, ext. 11/3/99 MCH Standard 735.00 7.290 22027 bh 743.27

35 110599062 TOX145-RBS11039~1000ppb-9. ext. 11/3/99 NCH Standard 976.00 7.27% 28844 ba 975.32

Soup 020199: Quantitated and priatsd by ias on 11/08/9%
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Quantify Compound Summary Report
TOX145-day?% control and dose- ext. 11/3/99

Sample List:

Last modified:

Method:
Last moditied:
Job Code

Printed:

C: \MABSLYNE\ 30up02019% . pro\ BampleDB\110399D
rri Bov 05 15:26:11 1999

€: \MASSLYNX\30up020199 . pxro\MethOB\110599D
Mon Mov 08 07:09:58 1999

Mon Mov 08 07:28:42 1998

Compound 3: PFOSA (Ch))

WG L R 0D 0D 05 N DD I I B e b s B e b
CLUNHFOVRIAVEUN N IO NAWNMNOVRNAVAWNHE

3s

Nans

110599028
110599029
110599030
110599031
110599032
110599033
110599034
110599035
110599036
110599037
110599038
110595039
110599040
110599041
110599042
110599043
110599044
110599045
110599046
110593047
110593048
110595049
110599050
110599051
110599052
110599053
110599054
110599055
110599056
110599057
110599058
110599059
110599060
110599081
110599062

Samplelist Text

MeON Blank

HaON Blank

HeOH Blank

TOX145-RBS11039-H20 Blk-9, ext. 11/3/99 WCEB
10X145-RES21039-5exra Blk-9, ext. 11/3/99 MCH
TOX145-RTS11039-Sexra Blk-9, ext. 11/3/9% MCH
TOX145-RBS11039-Sppb-9, axt. 11/3/99 MCH
TOX145-RRS11039-10ppb-9, axt. 11/3/39 MCH
TOX145-RB511039~-25ppb-9, ext. 11/3/59 MCH
TOX145-RAS11039~-50pph-9, ext. 11/3/%9 NCH
TOX145-RBS11019-100pph-9, ext. 11/3/99 MCH
TOX145-RBS11039-250ppb-9, sxt. 11/3/99 MCR
TOX145-REBS11039-500pph-9., ext. 11/3/99 MCH
TOX145-RBS11039-750ppb-9, ext. 11/3/99 NCH
TOX145-RBS11039-1000ppb~9, ext. 11/3/99 MCH
MeOH Blank
TOX145-RTS-9R03255%-5mg/ kg -Day29, D:10
TOX145-RTS-IR0I256M-5mg /kg-Day29, D:10
TOX145-RTS-IR0I257M-Smg/ kg -Day29, D:10
TOX145-RTS-9R0)I25 M- Smg / kg-Day29, D:10
TOX145-RTS-IR0I25IN-5Smg/kg-Day29,

D:10
TOX145-RBS$11039-250ppb-CCVY, ext. 11/3/99 MCH

MeCH Rlank

TOX145-RBS11039-H20 Blk-9, ext. 11/3/99 MCX
TOX145-RES11019-Sera Blk-9, ext. 11/3/99 MCH
TOX145-RTS110)9-Sera Blk-9, ext. 11/3/99 WCH
TOX145-RRS11039-5ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-10ppb-9, ext. 11/31/99 WCH
TOX145-RB§11019-25ppb~9, ext. 11/3/99 MCH
TOX145-RES11039-50ppb-9, ext. 11/3/99 MCH
TOX145-RES21039-100ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-250ppb-9, axt. 11/3/99 NCR
TOX145-KBS11039-500ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-750ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-1000ppb-9, ext. 11/3/9% MCH

foup 020199: Quantitated and printed by ias on 11/08/99

std Conc

4.93
.77
24.80
49.30
97.70
248.00
493.00
736.00
977.00

248.00

248.00

736.00
977.00

236809

llllIl!lllll@lllllllllIllllllBlBBBEg

conc. NDev
8.08
2.63
0.00
0.00
0.00
0.00
4.55 -8
9.78 []
23.79 -4
50.34 2
103.03 S
239.25 -4
491.13 -0

2316.67 -5
0.00 \fj\
0.00
0.00
0.00 *\9‘

.04 -18

10.56 ] A
2.1y -2 “
52.09 6

111.01 14

254.24 b

496.93 1

733.17 -0

977.81 [
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Quantify Compound Summary Report
TOX145-4ay3$ control and dose- ext. 11/3/39

ssmple Liat: C: \MASSLYKX\ 50up020199 . pro\ SampleDB\110595D
Last modified: Pri Mov 03 15:26:11 1998

Mathod: C:\MASBLYNX\soup020199 . pro\NethiDB\110599D
Last modified: Mon Nov 08 07:09:58 1999

Job Code:

Printed: Mon Mov 08 D7:28:42 1999

Compound 4: Surr (Chd)

Mame Samplalist Text

110599028 MeOH Blank

110599029 MeCH Blank

110599030 MeOH Blank

110595031 TOX145-RBS11039~-H20 Blk-9, ext. 11/3/99 NCH
110599032 TOX145-RBS11039-Sera Blk-9, ext. 11/3/99 WCH
110599033 TOX145-RTS11019-5era Blk-9, ext. 11/3/99 WCH
110595034 TOX145-RBS11039-5ppb-9, ext. 11/3/99 wmCH
110599035 TOX145-RBS11039-10ppb~9, ext. 11/3/99 XCH
110599036 TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH
110599037 TOX145-RBS11039-50ppb-9, ext. 11/3/99 XCH
110599018 TOX145-RBS11039-100ppb-9, ext. 11/3/93 MCH
110599039 TOX145-RBS11039-250ppb-9, ext. 11/3/9% ¥Cn
110599040 TOX145-R8511039-500ppb-9, ext. 11/3/99 WCH
110599041 TOX145-RBS11019-750ppb-9, ext. 11/3/99 MCH
110599042 TOX145-RBS11015-1000ppb-9, axt. 11/3/99 MCH
110599043 MeCH Blank

110559044 TOX145-RTS-9R03255M-5mg /kg-Day29, D:10
110599045 TOX145-RTS-9R0I256M-5Smg/kg~-Day29, D:10
110599046 TOX145-RTS-9R0I257M-5mg/kg-Day29, D:10
110599047 TOX145-RTS-9R03258M-5mg /kg-Day29, D:10
110599048 TOX145-RTS-9R0I259M-5mg/kg-Day29, D:10
110599049 TOX145-RBS11039-250ppb-CCVE, axt. 11/3/9% MCH
110599050 MeCH Blank

110599051 TOX145-RBS11039-H20 Blk-9, ext. 11/3/99 R
25 110599052 TOX145-RBS11039-Sera Blk-5, axt. 11/31/99% MCH
26 110599053 TOX145-RTS11019-Sera Blk-3, ext. 11/3/99 wcH
27 110599054 TOX145-RBS11039-Sppb-9, ext. 11/3/9% MCR

28 110599055 TOX145-RBS11039-10ppb-9, ext. 11/1/99 MCH
29 110599056 TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH

30 110599057 TOX145-RBS1101%3-50ppb-9, ext. 11/3/99 MCH
31 110599058 TOX145-RBS1103%-100ppb-3, ext. 11/3/99 WCH
32 110599059 TOX145-RBS11039-250ppb-9, ext. 11/3/99 MCH
33 110593060 TOX145-RB511039-500ppb-9, ext. 11/3/99 MCH
34 110595061 TCX145-RBS11039-750ppb-9, axt. 11/3/99 MCA
35 110599062 TOX145-RBS11039-1000ppb-9. ext. 11/3/9% NCE

Y el rL Sl R ol
NN OOR U NG UNROVRTORrENES

Soup 020199: Quantitated and printed by ias oo 11/08/9%

1.00

1.00
1.00
1.00

1.00
1.00
1.00

1.00

2167
2280
2135
1983
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Quantify Calibration Report
TOX145-day29 contrel and dose- ext. 11/3/9%

Fas ’%4/41/, Lif

Page 1

Compound 1 name: POAA (Ch1)
Response Factor; 57.5599
Response type: External Std, Area
Curve type: RF
87.0 x
X
X
X
%
x
X
X
X
Response-| i
X
X
T T Y T T T T T T y Cone
0.0 0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9 1.0

Soup 030139: (uantitated and priated by ias on 11/08/99
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Quantify Calibration Raport
TOX145-day28 contzol and dose- ext. 11/3/99

Page 2
Compound 2 name: PFOS (Ch2)
Coefficient of Determination: 0.999549
Calibration curve: 29.3773 * x + 191.305
Response type: External Std, Area
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
2.92e4
Response-
T t——1—T —r —— ———— Conc
0.0 200.0 400.0 600.0 800.0

Soup 030199: Quantitated and printed by ias on 11/08/99

000681



Quantify Calibration Report
TOX145-day2) control and dose- axt. 11/3/99

Page 3
Compound 3 name: PFOSA (Ch3)
Coefficient of Determination: 0.999708
Calibration curve: 241.363 * x + 800.807
Response type: External Std, Area
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
2.37e5
Response-
0.0 2000 | 400.0 600.0 800.0 Cone

Soup 020199: Quantitated and primted by ias on 11/08/99
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Quantify Calibration Report

TOX145~day29 concrol snd dose- ext. 11/3/99 ) Yoge ¢
Compound 4 name: Surr (Ch4)
Response Factor: 2157.29
Response type: External Std, Area
Curve type: RF
2.43e3 x
X
i
¥
X
X
X
X
x
Response-
0 T T T T T T T T T y Conc
0.0 0.1 0.2 0.3 04 0.5 0.6 0.7 0.8 0.9 1.0

Soup 020199: Quantitated and printed by ias on 11/08/99
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' Tas_hifrs p. Jod ¥

Mathod Report Page 1
Method f: 1;?:K\sau;t20199.pro\Hc:th\110599b.-db N
Last mod ¢ €3 37:C%:38 1998

Compounc : 1: 2034 (C€al)

Printed: Moa N 03 37:22:34 1999

Compound

Internal 7

Quantify

Conc. of Standards: Fixed

User RF Value: 1.00C000, DPisabled

User Peak Factor: 1.00C€300

Integrate Window Pactor: 2.00%

Chromatog”am mass window: 1.0023Da

Enabled
Disabled

Retentior Time (mir
Relative ention
RT Refer-
Time Wir ..» {mins):

Peak Selection:

Response Type: raraal
Response:
- Ve
Polynomial Type: Linear
Point of Origin: Exclude
Pit Weighting: 1% BES I ‘
Axis Tra~sformation: Ncre
Units:
Peak-to-7- 3k amplitude: PRk

Join vallay threstyld:
Reduce p. tailing:
Raise bas:lins maximum:

Draw ver-ical thresnold 90.C2
Deczect s Disacled
Shculder threshold: 30.08
Relative

Absolute

Relative
Absolut=
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Method Re ort Page 2

Method fi.e: LYNXLsoup” 27199, pro\MethDB\110599b. mdb :
Last modilied: v 0B €7:23:33 1999
Compound : 2: PrISs (ChIl
Printed: Mon v 03 17:2%:34 1998
Compound Name : PFCS 'Th2)
Internal Ref.: [Ncre]
Quantify Trace: TIC
Conc. of Standards: Corc. A
User RF Value: 1.032100, Disabled
Usar Peax Tactor: 1.0C2.00

5

3. Ida
Retencion Enabled
Relative Disabled
RT Referec.ce:
Time Window (mins): 3.322
Peak Selection: leas:3z

Response Type:
Rasponse:

P
Polynomial Type:

Point of Origin:
Pit Weighti

Axis Tra:

Units:

Peak-to-r .1 amplitule: pindol
Smcothing: Znatlad
Window size (scans}: 2
Number of smooths: 1

Smo-trhing mezhod:

BEST COPY AVAILABLE

Join valley thresheld:
Reduce peac tnriling:
Raise ba. : i

Draw ver-ical threstzld:
Detect s ders:
Sheulder c~reshold:

Relative nt: Disabled
Absalute ac: Disablad
Relative ..ea: Disabled
Absolute :rea: Disabled
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Method Report Page 3

Mathod file: C:\&RSSLYNX\::-.:;:G:DI!!.pro\Hetth\llOS!’b.-Sb )
Last modified: Mon Mov 08 07:03:38 1999

Compound: 3: PTISA (Chl!

Printed: Mon lav 08 $7:23:53 19939

Compound Na {Ch3)

Internal =ef.:
Quantify Trace:
Conc. of Stanlerds:

User RP Valus:

User Peak Factor: 1.060%00
Integrate Window Factor: 2.00%
Chromatograx tais window: 1.0623Da
Reterticn Time (min 3.273, Enabled
Relative Pe=zntion e ..2.0. Disabled
RT Reference: {lcre

Time Wirlow (mins): 2.4:68

Peak Selecticn: Nearest

Response Tyre:
Response:

Polynomial Ty

Units:

Peak-to-pea< amplitude:

Smoothiny: Snaklad
Window size (scans): 2
Wumber of smcsths: 1

Recduce pe
Raise bas-.:

Draw vert -3l €3.00

Detect st [ Disabled
Shoulder 30.00

Rela:ive Disabled
Absolute Disabled
Relative Disabled
Absclute Disabled

BEST COPY AVAILABLE
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Method Report Page 4

Mathod file: C:\MASSLYNX\s
Last modified: Mon Mov 08 07

“20199.pro\MethDB\110599b. mdd [
<38 1999

Compound : 4; Surr (Chi:

Printed: Mon Nov 08 07:23:54 199%

Compound :lame:
Internal Fa2f.:
Quancify Trace:
Conc. of Standards:

User RP Value:
User Peak Faczor:
Integrate Winlow Factor:

Chromatoszam mass window:

7000, Disabled
2300

Retention Time (mins): T.I <, Enabled
Relative F:tention Time 2 Disabled
RT Reference: [

Time Windcw (mins): 9.

Peak Selection: Nearest

Response T re:

Respor.se:

Polynomial Type:
Point of Origin:

Window size (scans}:
Humber of smooths:
Smoothing ~:tnod:

Join vall: threshold:
Reduce pe.x il
Raise bas-:

Detect
Shoulder

Relative “eight: 1.7.. Disabled
Abs:lute seighc: C. Disabled
Relacive area: I.¢>. Disabled
Absolute area: 7.2.. Disabled

BEST COPY AVAILABLE
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SOUP 020199: FACT Equipment

Log 99092 PAGE 111
Quattro II, #6414E
DATE: 11-05-99
ANALYST:mmh

STUDY NUMBER; TQX145 MATRIX: rat sera DESCRIPTION: day 29- dil
FACT Method: ETS-8-5.1
Injection volume:_10 ul, Cycle time: 1Q min. Electrode: Z-Spray

Mobile Phase: (A)2.0 mM NH4CH3CO2 (B)MeOH
TN-A- or stndrd number (A) 99085-11-15 (B).IN-A-2997

Prepared (date/by): (A)10/30/99sah (B)_10/30/99 sah
Expires: (A).04/00 (B)_2010
Storcatroomtemp? [Y] or N Other:

Guard column: None

Part number:_na Lot number: na

Analytical column: Kcystone Betasil

Size: 2 x 50 mm Type: C18 Sphere size: 5 ym

Part number: 055-701-2 Lot number: POE] 1 Serial number:0591804Z
Analytical parameters:

Drying gas (L/hr): 350 ESI nebulizing gas (1/hr)_13 Sheath gas (L/hr) O
LC Flow rate: 300 ul/min.  Back pressure:_65 bar

HPLC solvent gradient: 10min-10-95

W 100
2).1.00 10.0
3).5.50 95.0
4)2.50 95.0
5)8.00 100

000688




BEST COPY AVAILABLE

7/
v

Tuning Method Report

Method: C:\MASSLYNX\SOUP020199 . PRO\ACQUDB\PFOS83

Printed:

Pri Nov 05 15:32:05 1999

Page 1

SOURCE ( ESP- )

Capillary
Cone
Extractor
RF Lens

Source Block Temp.
Desolvation Temp.

Pressures

Analyser Vacuum

Gas Cell

Set Rdbk
1.60 1.60
40 -60
5 -6
0.2

150 149
250 249
Rdbk
S.le-5
4.1e-3

MSl

LM Resclution
HM Resolution
Ion Energy

Ion Energy Ramp
Lens 6
Multiplier

MS2

LM Resolution
HM Resolution
Collision

Ion Energy

Ion Energy Ramp
Lens 8

Lens 9
Multiplier

Rdbk
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, 73555

Scanning Method Report Fage 1
]
Mathod: C1 \MASSLYRE\ SOUP020199 . PRO\ACQUDS\ 1 0MIN-PFOS~-POAA-PTOSA-X8
Last Modified: Pri Oct 13 10:33:03 1999
Priaoted: Fri Nov 03 15:31:38 1999
Solvent Delay ( mins ) : 0.00
Function : 1 WM of 1 Mass Pair ( RS- )
Inter Channel Delay ( Secs )} : 0.03
Span ( Daltons ) : 0.00
Start Time ( Nins )} : 0.00
Bnd Time ( Mins ) : 10.00
Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Enargy {eV) Cone ( V)
1 413.00 169.00 0.30 30 15
Function : 2 MEM of ) Mass Pair ( RSP- )
Inter Channel Delay ( Secs ) : 0.03
Span ( Daltons ) : 0.00
Start Time { Mins ) : 0.00
End Time ( Mins ) 10.00
Repeats :

1
Channel Parent Daughter Dwell (Secs] Coll Energy (eV) Cone ( V )
LA 1 499.00 99.00 6.30 - 45 €0

Punction : 3 MM of 1 Mass Pair ( BSP- )

Inter Channel Delay ( Secs } : 0.03

Span { Dalrons } : 0.00

Start Time ( Mins } : 0.00

End Time ( Mins ) : 10.00

Repeats : 1

Channel Parent Daughter Dwell (Secs) Col} Energy (eV) Cone ( V)
. 1 498.00 78.00 0.30 45 60

Punction : ¢ MRM Of 1 Mass Pair { ESP- )

Inter Channel Delay ( Secs ) : 0.0)

Span ( Daltons ) : 0.00

Start Time ( Mins ) : 9.00

Bnd Time ( Mins ) 10.00

Repeats : 1

Channel Parent Daughter Dwell (Secs) Coll Energy (eV)} Cone ( V)
1 427.00 80.00 0.30 40 60
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Masslynx - Sample List

Sample List: C:\MASSLYNX\soup020199.pro\SampleDB\110599b.SPL
Printed: Fri Nov 05 15:26:20 1999

Page 1

Page Position: (1, 1)

WWONNANNNDNADN R b b omd ok omb ok b b o b
3ggsnowaﬂmmawg-cmmﬂmmhund00¢QOMAw~d

File Name

110599028
110599029
1105998030
110599031
110599032
110599033
110599034
110699035
110599036
110599037
110599038
110599039
110599040
110599041
110599042
110599043
110599044
110599045
110599046
110599047
110599048
110599049
110599050
110599051
110599082
110598053
110598054
110599055
110599056
110599057
110699058
110599059
110699060
110599061
110599062

File Text

MeOH Blank

MeOH Biank

MeOH Blank

TOX145-RBS11039-H20 Blk-9, ext. 11/3/99 MCH
TOX145-RBS11039-Sera Bik-9, ext. 11/3/99 MCH
TOX145-RTS11039-Sera Blk-9, ext. 11/3/99 MCH
TOX145-RBS11039-5ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-10ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-50ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-100ppb-9, ext. 11/3/89 MCH
TOX145-RBS11039-250ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-500ppb-9, ext. 11/3/89 MCH
TOX145-RBS11039-750ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-1000ppb-9, ext. 11/3/69 MCH
MeOH Blank
TOX145-RTS-9R03255M-5mg/kg-Day29, D:10
TOX145-RTS-9R03256M-5mg/kg-Day29, D:10
TOX145-RTS-9R03257M-5mg/kg-Day29, D:10
TOX145-RTS-SR03258M-5mg/kg-Day29, D:10
TOX145-RTS-9R03259M-5mg/kg-Day29, D:10

TOX145-RBS11039-250ppb-CCV9, ext. 11/3/99 MCH

MeOH Blank

TOX145-RBS11039-H20 Blk-9, ext. 11/3/99 MCH
TOX145-RBS11039-Sera Blk-9, ext. 11/3/99 MCH
TOX145-RTS11039-Sera Bik-9, ext. 11/3/99 MCH
TOX145-RBS11039-5ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-10ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-50ppb-9, ext. 11/3/99 MCH
TOX145-ABS11039-100ppb-9, ext. 11/3/99 MCH
TOX145-ABS11039-250ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-500ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-750ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-1000ppb-9, ext. 11/3/99 MCH

MS File

10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFQS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS

Inlet Fiie

10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
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Date ! '/} Y/ﬁ

Data Analyst: Tas

FACT Study #: Toxnds

Matrix/Timepoints: 12,7 184 &é‘ng,ﬁ, MJ#S‘_,.{_“‘I Mf
Sample List:

1533:%::1;]:? ] /{//{ [t Zas @

Instrument: Soup  229/99

FACT: DATA REVIEW SUMMARY FORM

Analyte: Tosa (¢n ’>@

Acceptable Linear Range: Ao Cayie ﬂa/& —See fomments

LOQ: ANA ExtractionBlank: _ A%
RA2: MA Matrix Blank: N4

|Calibration Checks: NA

MS/MSD: ok O ¢ (0]]99

iDm Status: Err

Analyte: 7ros (alz)Q @

GasEE) tfalve
Acceptable Linear Range: __& 30.79) —— ?Z-’I#

LOQ: 30—7;,#, Extracted Blank: _[¢3s flaw Log
R2:_(), 98374/ Matrix Blank: [ess -Aean £0Q
Calibration Checks: _OK — Bw(\}qg frm /6% %ZIS)Z

= e
T oK

MS/MSD: OK

Enw tp“i\uﬁ.l 4]

Data Status:

®
_zz_zﬁa ——— 4/4?4

LoQ __[2. 4 /,,/.,1, Extracted Blank:

R"2: _0.99759% Matrix Biank: j&_&&_@e_
Calibration Checks: QK — %ﬁ [nnh '33% —> [" /2 ‘/)

Analyte: __ FFoS& (CH 3)®

Acceptable Lincar Range:

MS/MSD: QK

’7*"’/)1/" 7 JRE

Data Review Sign-Off

Analyst Review
Name / Date:_Fxs_12/1e/99

S ojge [ 0]18]5
Quality Assurance Review
Name / Date:
Data Eatry: AC lD/lII‘??
Comments / Justifications:
Q?OM pos_nf lrrgg..i i Hha
ren cubues § hbvoTFron

clecks. Arec counds ave He
0"—['1 ugetid dode for Boan
s ool be run for gseadk
Pohr_dade —Tns Kl les
@ 13 ZzF
we Lot
d: h pihs M
nea v ¥ o . JRe f2 30
ind Soas dve s
e Moo and Mot L/a»é peve
/ea: ‘144» */Le éaQ‘

ruts

Krlre

5;:“.— Sa.uo&s

o>, A g

M. The fivst
_&:{AL__&&L_M( et fois19 315 )

—Ias /)

Some v
Y z/

#t /u‘r Pa-m o'/ -/'Lv-

Data Satus: Ef\"‘(%&d ' U\C, ll_?_l_l\[‘iq Luvpe. 50»-4. r.S‘dAa/PL__s MI_J
PoAA An T scaeen; go not re-aih.
> gﬁ,”"‘”‘ S‘iu‘rf‘e‘o?" ’0'5‘770"‘35w¢:ftof Carry ovew’ 1A ALSWIAS. 155\ (0/'5’/77 /
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FACT: DATA REVIEW SUMMARY FORM %> “lafrs f 2-f2

Data Review Sign-Off
Date: /.’//l/ff
) Analyst Review
Data Analyst: Ins Name/Date: _JAS /frg /59
FACT Study #: Tox /¥ Techieal Revem
ecnn|
Matrix/Timepoints: Z Lipe ' /g5  Name/Date: ht(r do 'nagz, loi: L U«C—/ /
lojaify:
Sample List: Lo/ 554 Quality Assurance Review _ !
Name / Date:
Set-up Analysi
Dett:innlys?, /x%r/ff Tas Data Entry: (AC ID/ JJhcl
Instrument: 022[9% Comments / Justifications:
- dfdins . One oA He condet
3 Hy ;
Anatye: I8 seopls aus /54 (Lo # porse9ozed
Acceptable Linear Range: __ A/A . .
(4
LOQ: AR Extraction Blank: _ A/ .
’mﬁ ” .JﬁE&;&éﬂ¢m$a3¢ngf
R"2: AR Matrix Blank: M —— g
Calibration Checks: AMA
" Mas Iw/ O{SZ'oUeVe/. —Jas /74 /o5
MS/MSD: — @ 4
~— 4re¢ (bu.:ué S r 37D keve
Data Status: .
Analyte: M: r LY %&7[ L 40 M
[Acceptable Linear Range: M; ar/ 8%, = TAC 1)) /og
LOQ: @ A Stcord (& Cé("é g/ﬁ&’%i
R"2: Mes as n. -
Calibration Checks: Tas "ﬁx/ig- a o ob
MS/MSD: / ' (fdd/eowr. —Has "//l,/ ¢,
Data Status: / 2%} -
/.
Low, Burszion) vawe oF
Analyte: /
/ LEART oG Arudenrs. e /e//8/99
Acceptable Linear Range:
/ 7) S ; < -
LOQ: Extracted Blank:
R"2: / Matrix Blank:
MﬁJﬂJﬁQﬁL&unﬂiszm?M%
Calibration Chetcks:
MS/MS
Da tus:
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Quantify Compound Summary Report Page 1
. TOX145- rat liver, day 1 & 4, contzrol and dose- ext. 10/13/9%

Sample List:  C:\MABSLYRX\Soup- Pro\Sampleln\101598a
Last modified: Mon Oct 18 06:42:08 1999

Method: C: \MASSLYNX\ SCUD-TALS . Pro\MethlE\10159%a
Last modified: Mon Oct 18 06:41:21 1999

Job Code:

Printed: Mon Oct 18 09:20:02 1999

Compound 1: POAA (Chl)

§ Name Samplelist Taxt TYDe "4 Conc Rr Area Flags Conc. SDav
1 101599001 MeOH Blank

2 101599002 MeOH Blank

3 101599003 MeOR Blank

4 101539004 TOX145, RBL10139-H20 Blank-11, SEX 7.072 41 950.81 .
5 101599005 TOX145, RBL10139-Liver Blank-11, SEE 7.086 12 bb 0.00

6 101599006 TOX145, RBL101)9-Spph-11, SRE Standard 5.00 7.088 12 b 0.00 -100
7 101599007 TOX145, RBL10139-10ppb-1l, SER Standard 10.00 7.083 17 Wt 51.45 414
8 101599008 TOX145, RBL10119-25ppb-11, SBX Standard 35.00 7.081 34 MM 709.73 2739
9 101599009 TOX145. RBL10139-S50ppb-1l1, SEE Standard 50.00 7.091 25 MM 363.70 627
10 101599010 TOX145. RBL1G1)9-100ppb-11, SER Standard 100.00 7.088 29 »u $00.43 400
11 101599011 TOX145, RBL10119-250ppb-11, SEE Scandard 250.00 7.091 25 W 343.34 37
12 101599012 TOX145, RBL10139-500ppb-11, SEB Sctandard 500.00 7.108 32 617.92 24
13 101599013 TOX145, RBL10139-750ppb-11, SEER Standard 750.00 7.089 14 MM ¢.00 -100
14 101599014 TOX145, RBL1011%9-1000ppb-11, SuE Standard 1000.00 7.085 34 bb 6%0.12 -31
15 101599015 MeOR Blank 7.087 14 % 0.00

16 101599015 TOX145, RTL-9RGI2ION, Dyl, Control- SER 10/13/99% 7.084 45 Mx 1090.29

17 101599017 TOX145, RTL-9R03I231M, Dyl, Control- SER 10/13/93% 7.088 33 bb 665.68

18 101599018 TOX145, RTL-9R03232M, Dyl, Control- SER 10/13/99% 7.087 12 bb 0.00

19 101599019 TOX145, RTL-9R01233IM, Dyl, Control- SEE 10/13/99 7.088 29 W0 514.82

20 101599020 TOX145, RTL-9R0I2}4M, Dyl, Control- SER 10/13/99 7.334 9 M 9.00

21 101599021 TOX14S, RBL1IO139-250ppb-CCV-11-1, SER Q 2%0.00 7.112 22 vb 240.31 -4
22 101599022 MeCH Blank

23 101595023 TOX145, RTL-9R03235M, Dyd, Control- SEE 10/13/99 7.079 34 M 676.86

24 101599024 TOX145, RTL-9R0I216M, Dyd, Control- SRE 10/13/99 7.087 24 M 302.04

25 101599025 TOX145., RTL-9R0321I7M, Dyé, Control- SRR 10/13/99 7.083 sS4 MM 1464.12

26 101599026 TOX145. RTL-9R03218X, Dyd, Control- SERE 10/13/99 7.111 13 MM 0.00

27 101599027 TOX145, RTL-9R03219M, Dyd, Control- SEE 10/13/99% 7.087 14 bb 0.00

28 101599028 TOX145, RBL10139-250ppb-CCV-11-2, SER QC 250.00 7.085 17 MM 38.49 -85
29 101599029 MeCH Blank

30 101599030 TOX145, 9RO3I2IOM, Dyl, Control-250pb-MS-1l1 7.090 25 344.55

31 101599031 TOX145, 9RO32I0M, Dyl, Control-250pb-MSD-11 7.110 22 bb 248.47

32 101599032 TOX145, 9R0O3235M, Dyd. Control-230pb-M3-12 7.068 23 bb 291.47

31 101599033 TOX145, 9R03I215M, Dyd., Control-250pb-MSD-12 7.088 19 bb 134.30

34 101599034 TOX145, RTL-9RO3245M, Dyl, Smg/kg- SER 10/13/99 7.106 56 M 1520.80

35 10159903S TOX145. RBL10119-250ppb-CCV-11-3, SEB Qc 250.00 ?7.092 24 bd 293.95 20
36 101599036 MeOH Blank

37 101599037 TOX145, RBL10119-250ppb-CCV-11-3, SEE Q< 250.00 7.084 24 bb 330.57 32
38 1015990218 HeOH Blank

39 101599039 TOX145, RTL-9R03246M. Dyl, Smg/kg- SEB 10/13/99 7.105 62 MM 1734.25

40 101599040 TOX145, RTL-9R03I247M, Dyl, Smg/kg- SER 10/13/99 7.104 52 mx 1370.02

41 101599041 TOX145, RTL-9R03248M, Dyl, Smg/kg- SER 10/13/99 7.067 59 MM 1638.25

42 101599042 TOX14S. RTL-9R0I249M, Dyl, Smg/kg- SEE 10/13/99 7.090 $3 mm 1422.383

43 101599043 TOX145. RTL-9R031250M, Dyd, Smg/kg- SRE 10/13/99 7.089 20 MM 163.54

44 101599044 TOX14S. RBL10139-250ppb-CCV-11-4, SER o« 250.00 7.069% 20 W1 179.22 -28
45 101599045 MeCH Blank

46 101599046 TOX145, RBL10139-250ppb-CCV-11-4, SEE Qc 250.00 7.086 14 m 0.00 -100
47 101599047 MeOK Blank

48 1015995048 TOX145, RTL-9R03251M, Dyd, Sag/kg- SKE 10/13/99 7.091 40 bb 909.32

49 101599045 TOX145, RTL-9R03252M, Dyd, Sag/kg- SRE 10/13/99 7.083 38 bb 837.01

50 101599080 TOX14S, RTL-9RO325)M, Dyd, Smg/kg- SKE 10/13/99% 7.088 39 M 867.46

51 101599051 TOX145, RTL-SR0O32S54M, Dyd, Smg/kg- SEE 10/13/99 7.089 S0 Mx 1283.0%

52 101599052 TOX145. RBL101)9-250ppb-CCV-11-4, SER [+ 250.00 7.058 15 Mx 0.00 -100
53 101599053 MeCOH Blank

54 101599054 TOX145. RBL10139-250ppb-CCV-11-4, SER [+ o4 250.00 7.064 19 M 115.94 -S54
55 101599055 MeQH Blank

56 101599056 TOX145, RBL10119-Sppb-11, SKE Standard $.00 7.113 12 bb 0.00 -100
57 101599057 TOX145. RBL1013J9-10ppb-11, SK® Standard 10.00 7.090 16 W 27.68 1M
58 101599058 TOX145, RBL10139-2Spph-11, SEX Standard 25.00 7.112 18 MM 106.27 325
59 101599059 TOX145. RBL10139-50ppb-11, SKE Standard 50.00 7.110 31 566.58 1032
60 101599060 TOX145, RBL10119-100ppb-11, SEB Standard 100.900 7.091 25 bb 355.31 255
61 101599061 TOX145, RBL10139-250ppb-11, 3SRE Standard 250.00 7.1 31 m 582.45 131
62 101599062 TOX145, RBL10119-S00ppb-11, SE% Standard 500.00 7.067 2) bb 283.57 -4
63 101599061 TOX145, RBL1013%-750ppb-1l, SRR Standard 750.00 7.088 16 bb 28.3) -96
64 101599064 TOX145, RBL1013%9-1000ppb-11, SEER Standard 1000.00 7.086 29 m 496.7) -50

Mot & torget analale. Date not wsed
* 2 WC 10]i8)9s

Soup 020199: Quantified and printed by ias 10/18/99

000694




Quantity

Report

Compound Summary
TOX145- rat liver, day 1 & 4, control and dose- ext. 10/13/99

Sanple List:
Last modified:
MNethod:

Last modified:
Job Cods:

Princed:

CIAMASSLYNX\ sOUp-Xats.pro\SampleDB\101999,

Mon Oct 18 0‘ 42:00 l’!’
2\ 10159%a
Mon Oct 18 0‘ ll £ 2 1”!

Mon Oct 18 09:20:02 1399

Page 2

Compound 2: PFos (Chl)

Nane

101599001
101599002
101599003
101599004
101599008
101599006
101599007
101599008
101599009
101599010
101599011
101599012
101599013
101599034
101599015
101599016
101599017
101599018
101599019
101599020
101599021
101599022
101599021
101599024
101599025
101599026
101599027
101599024
101599029
101599030
101599031
101599032
1015996033
101599034
101599035
101599036
101599037
101599038
101559039
101599040
101599041
101599042
101599043
101599044
101599045
101599046
101599047
101599048
101599049
101599050
101599051
101599052
101599083
101599054
101599085
101599056
101539057
101599058
101599059
101599060
101599061
101599062
101599063
64 101599064

PR R T I N VO

QOPNABBURNN VAL & b hh s b dd bl oW W W W R RN R A R NN N b e i b e e
bida:-g g 4 4 1 S 3 S Sttt At - I T S L Lo el

¥ Could Tusne oamplic be pris Labele d fswifeied ? ;)-h

Samplelist Taxt

HeOH Blank

MeOH Blank

HeOH Blank

TOX145, RBL10139-H20 Blank-1l, SEE

TOX145, RBL10139-Liver Blank-11, $EE

TOX145, RBL10139-Sppb-11, SKEB

TOX145, RBL10139-10ppb-11, SEB

TOX145, RBL10119-25ppb-11, SEER

TOX145, RBL10139-50ppb-1l1, SEE

TOX14S5, RBL10139-100ppb-1l, SEE

TOX145, RBL10139-250ppb-11, SEEB

TOX145, RBL10139-500ppb-11, SEB

TOX14S, RBL10139-750ppb-11, SEB

TOX145, RBL10139-1000ppb-11, SKR

MeOH Blank

TOX145, RTL-SROI2IOM. Dyl, Control- SEE 10/13/99
TOX145, RTL-9R03231M, Dyl, Control- SEE 10/13/99
TOX14S, RTL-9R03232M, Dyl, Contrel- SEE 10/13/99
TOX145, RTL-9R03233M, Dyl, Control- SEB 10/13/99
TOX145, RTL-9R03234M, Dyl, Contxol- SER 10/13/99
TOX145, RBL10139-250ppb-CCV-11-1, SER

HeOH Blank

TOX145, RTL-9R03I23ISM, Dy, Contrxol- SRE 10/13/99
TOX145, RTL-9R0J2I6M. Dyd., Contxol- SEE 10/13/99
TOX145, RTL-$R0I237M, Dyé. Control- SEE 10/13/99
TOX145, RTL-9R03IZIOM, Dyd, Control- SEE 10/13/99
TOX145, RTL-SROIZIIN, Dyd, Control- SEE 10/13/99
TOX145, RBL10139-250ppb-CCV-11-2, SER

MeCH Blank

TOX145, 9ROI23I0M, Dyl, Comtrol-250pb-MS~11
TOX145, 9ROI2ION, Dyl. Comtrol-250pb-MSD-11
TOX145, 9R0323ISM, Dyd, Control-250pb-MS-12
TOX145, SR032ISM. Dyd, Control-150pb~MSD-12
TOX145, RTL-9R03245M, Dyl, Smg/kg- SEE 10/13/99
TOX145, RBL10119-250ppb-CCV-11-3, SRR

MeOH Blank

TCX145, RBL10139-250ppb-CCV-11-3, SKE
HeOH Blank

TOX145, RTL-9R03246M, Dyl,
TOX145, RTL-9R03247M, Dyl,
TOX145, RTL-9R03IZ48M, Dyl.
TOX14S, RTL-9R03I249M, Dyl, Smg/kg-
TOX145. RTL-3RO3250M, Dyd, Smg/kg-
TOX145, RBL1G139-250ppb-CCV-11-4
MeCH Blank

TOX145, RBL10139-250ppb-CCV-11-4, SRR
MeCH Blank

TOX145, RTL-9R03251M, Smg / kg~
TOX14S, RTL-9RGI252M, Dyd, Smg/kg-
TOX14S, RTL-9ROI2S53IN, Dys. Smg/kg- SEE
TOX145, RTL-9R03I254M, Dyd, Seg/xg- SER
TOX14S, RBL10139-250ppb-CCV-11-4, SER
MeOH Blank

TOX145., RBL10139-250ppb-CCV-11-4, $ER
MeOH Blank

TOX145, RBL10139-5ppb-11, SEE

TOX145., RBL10139-10ppb-11, SEX
TOX145, RBL10139-2S5ppd-11, SEE
TOX145, RBL10139-50ppb-11, SEE
TOX145, RBL10139-100ppb-11, SER
TOX145, RBL1011%9-250ppb-11, SEX
TOX145, RBL1G139-500ppb-11, SER
TOX145, RBL10133-750ppb-11, SEX
TOX145, RBL10139-1000ppb-11, SXB

Smg/xg- SEB
Smg/kg-~
Smg/kg-

pys,

10/13/99
10/13/99
10/13/99
10/13/99
10/13/99

10/13/99
10/13/99%
10/13/99
10/13/99

Scandard

R

8

Standard

O taoo d‘.lul‘o« wil be sumcun)(. Wne \Dh?}?d,

Soup 020199: Quantified and printed by ias 10/18/99

Std Conc

§.13
12.30
30.70
61.30

123.00
307.00
6131.00
920.00
1227.00

307.00

307.00

307.00
307.00

307.00
307.00

307.00
307.00

6.13
12.30
30.70
61.30

123.00
307.00
613.00
920.00
1327.00

7.227
7.245
7.229
7.273
7.245
7.295
7.244
T7.244
7.250
7.22%
7.273
7.231
7.297
7.247
7.250
7.2
7.244
?7.250
7.228
7.242
7.294
7.248
7.271
7.275
7.251
7.250
7.327
7.32%
7.251
7.329
7.227
7.226

Area Flags Conc.
37 Bb 0.00
14 Bb 9.00
31 M ¢.q0
59 mu 0.00
55 MM 0.00
75 X 0.00
95 mox 2.58
155 MM 26.34
254 Wt 66.51
408 bb 128.132
934 M 340.19%
1815 mx 694.33
2347 bb 908.67
2856 bbxX 1113.22
175 bb 34.56
37 b 0.00
37 md 0.00
58 bb 0.00
s o 0.00
59 M 0.00
746 bd 264.24
146 bb 2.7
7, O 00
58 MM
71386 bb
343 bBb
60 bb 0 GO
731 b 258.43
49 Mx 0.00
773 bb 275.34
742 bk 262.88
652 bb 226. SI
627 bb 316.3
43197 bb
803 bb
68 [
732 b4 258. IO
32 bb 0.00
58246 bb 23401.31
62508 bb 25116.09
41365 bb 16608.81
51215 bb 20872.04
163 bb 29.6)
692 bdb 242.59
70 bb a.00
673 bb 234.98
48 M 0.00
60338 bb 24242.92
73238 bb 29433.70
68971 bb 27716.5%9
65760 hd 26424.89
978 WM 357.59
175 bd 3445
696 bb 244.39
105 »m 6.44
84 bbX 0.00
96 MMX 2.99
169 mx 31.97
221 bb 53.1)
394 Wt 122.60
836 bd 300.55
1637 bb 622.81
2113 bd 814.57
2575 oo 1000.46

n /18177

zuu 20* Nad o H‘SO

T §§ N ety

-34

i

-16

-16

-23

16
-20

~100
-76
¢
-13
-0
-2

2
-11
-18

000695
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Quantify Compound Summary Raport Page 3
TOX145~ ract liver, day 1 & 4, control and dose- ext. 10/13/9%

Sample Linmt: C:\MASSLYMX\soup-Tats.pro\sampleDB\ 1015992
Last modified: Mon Oct 18 06:42:00 1999

Machod : C: \MASSLYRX\ soup~racs.pro\NethOs\ 101599
Last modified: Mon Oct 18 06:41:21 1999

Job Code:

Printed: Mon Oct 18 09:20:02 1939

Compound 3: PPOSA (Ch3)

& Name Samplelist Text TYPe Std Conc T Axea Tlags cone .
1 101539001  MeOK Blank 7.810 177 ba 0.00
2 101599002 MeOH Blank 7.826 339 bb 4.25
3101599003 MeOH Blank 7.839 178 0.00 — ‘.
¢ 101599004 TOX145, RBL10119-H20 Blank-11, SEE 7.196 145 101 0.00 t'\ Q,',
5 101599005 TOX145, RBL10139-Liver Blank-11, SER 7.807 159 ot 0.00
6 101599006 TOX145. RBL10139-Sppb-11, SEE Standard 6.14  7.766 321 Wex 3.70 -40 N ’H” 7
7 101599007 TOX145. RBL101)9-10ppb-11, SER Standard 12.40  7.783 522 W 9.78 .21 uq,, 4
8 101599008 TOX145, RBL10139-25ppb-11, SE& Standard 31.00 7.805 1469 ¢ 38.38 24
9 101599009 TOX145. RBL10135-S0ppb-11, SEE Standard 62.00 7.792 2173 W 59.64 -4 nuding o
10 101599010 TOX145. RBL10139-100ppb-11, SEE Standard 124.00  7.808 4263 0¢ 122.79 -1
11 101599011 TOX145., RBL10139-250ppb-11, su Standard 307.00  7.814 20398 we 308.16 [
12 101599012 TOX145. RBL10139-S00ppb-11, Standard 614.00 7.807 20563 ¢ 615.30 [ d‘uho,\
13 101599013 TOX145, RBL10139-750ppb-11, sn Standard 921.00 7.813 26902 0 806.77 -12 '
14 101599014 TOX145, RBL10139-1000ppb-11, SRR Standard 1228.00 7.808 35703 X 1072.65 -13 uc
15 101599015 MeOH Blank 166 W 0.00
16 101599016 TOX145. RTL-9R032I0K, Dyl, Control- SEE 10/13/99 147 o0 0.00 i
17 101599017  TOX145. RTL-9R03231M, Dyl, Control- SEE 10/13/99 118 ot 0.00 10424194
18 101599018 TOX145, RTL-9R03232M, Dyl. Control- SEE 10/13/9% 127 W 0.00
19 101599019 TOX145, RTL-9R03233IM, Dyl, Control- SEE 10/13/39 140 ¢ 0.00
* 20 101599020 TOX14S, RTL-9R03234M, Dyl, Control- SKE 10/13/99 127 W 0.00
; 21 101599021 TOX145, RBL10139- zsmb-cw -11-1, SER ac 307.00 7.013 8203 ¢ 241.81 21
22 101595022 MeOH Blank 105 0¢ 0.00
23 101599023 TOX145, RTL-9R032ISM. Dyd, Control- SER 10/13/99 77 W z zs
24 101599024 TOX145, RTL-9R03236M, Dyd, Control- SEE 10/13/99 3147 W
25 101599025 TOX145, RTL-9R03237M, Dyd, Control- SEX 10/13/9% 77671 &b zuo 62* “Nud o lilbo d L
26 101599026 TOX145, RTL-9R03IZISM. Dyd, Control- SER 10/13/99 182 04 Hirton
27 101599027 TOX145, RTL-9R03I239M, Dyd, Control- SEE 10/13/99 183 0¢ o oo
28 101599028 TOX145, RBL10139-250ppb-CCV-11-2, SER [+ 307.00 7.809 3271 W 243.87 -21
29 101599029 MeOH Blank 7.855 123 W 0.00
30 101599030 TOX145, 9RO32I0OM, Dyl, Control-250pb-MS-1l 7.813 10526 ¢ 312.02
31 101599031 TOX145, SRO32I0M, Dyl, Contxol-250pb-NSD-11 7.813 9524 WM 281.72
32 101599032 TOX145, 9R03I2ISM. Dy4, Control-250pb-MS-12 7.814 7882 Wt 232.13
33 1015990331 TOX145, 9R032ISM, Dyd, Control-230pb-MSD-12 7.811 7389 217.22
34 101599034 TOX145, RTL-IROI24SM, Dyl, Smg/kg- SEE 10/13/99 7.807 147648 &b wse.r6~Ned g lbad LL
15 101599015 TOX145, RBL10139-250ppb-CCV-11-), SER -] 307.00 7.813 9382 W 47.24 -19 178
16 101599036 MeOH Blank 7.858 158 !t ¢.00
37 101599037 TOX145, RBL10139-250ppb-CCV-11-3, SRR oc 307.00  7.807 7941 MM 233.92 -24
38 101599038 MeQH Blank 7.887 118 M 0.00
39 101593039 TOX145, RTL-9R03246M, Dyl, Smg/kg- SER 10/13/99 7.806 176413 4d $323.87
40 101599040 TOX145, RTL-9RO3247M. Dyl, Smg/xg- SEE 10/13/99 7.806 153273 ad 4624704 .
41 101599041 TOX145, RTL-9RQ324AM, Dyl. Smg/kg- SEN 10/13/99 7.813 156909 bb 4734.587 MD\ 1100 d, k‘!‘l:
42 101599042 TOX145, RTL-9R0I249M, Dyl, Smg/kg- SEB 10/13/99 7.814 160875 dap 4854.39
43 101599043 TOX145, RTL-9R0IZ50M, Dyé. Smg/kg- SEE 10/13/9% 7.857 932 m 22.16
44 101599044 TOX145, RBL10139-280ppb-CCV-11-4. SKE oc 307.00  7.792 7589 ¢ 223.26 -27
45 10159904S MeOH Blank 7.881 202 ¢ 0.11
45 101599046 TOX145, RBL10119-250ppb-CCV-11-4, SER o 307.00 7.810 7441 218.79 -29
47 101599047 MeOH Blank 7.879 172 m 0.00
48 101599048 TOX145, RTL-9R03251M, Dyd, Smg/kg- SEB 10/13/99 7.816 66310 bd 1997.35
49 101599049 TOX145, RTL-9RO3252M, Dyd, Smg/kg- SEB 10/11/99 7.806 73496 ad 2214.46 £ \yod I:
50 101599050 TOX145, RTL-IROI25IN, Dy, Smg/kg- SRR 10/13/99 7.812 68288 dd 2057.11 ‘100 d,’ ihon
51 101599051 TOX145, RTL-9R0I254M, Dyé, 5mg/kg- SEE 10/13/99 7.790 79669 bb 2400.98
52 101599052 TOX145, RBL10119-250ppb-CCV-11-4, SER oc 307.00 7.804 7292 W 214.29 -30
5] 101599053 MeOH Blank 7.880 211 M 0.38 uc_
54 101599054 TOX145, RBL10119-250ppb-CCV-11-4, SER Qc 307.00 7.810 7480 MWt 219.99 .28
55 101599055 MeOH Blank 7.879 148 ¢ 0.00 [D
56 101599056 TOX145. RBL10139-Sppb-11, SuS Standard 6.14  7.836 367 mex 5.07 -17 “’/
57 101599057 TOX145, RBL10139-10ppb-11, SBE Standard 12.40  7.791 S51 )0 10.66 -14 ?7
58 101599058 TOX145, RBL10139-25ppb-11, SRE Standard 31.00  7.790 1467 M 38.33 24
59 101599059 TOX145, RBL10139-30ppb-11, SRR Standard 62.00 7.789 2208 Mu 60.61 -2
60 101599060 TOX145. RBL10119-100ppb-11, SEE Standard 126.00  7.81) 4136 1 118.95 -4
61 101599061  TOX145. REL10139-250ppb-11, SEEX Standard 307.00 7.813 10131 e 300.07 -2
62 101599062 TOX145, RBL10139-500ppb-11, SEE Standard = 614.00 7.792 20659 e 618.16 1
63 101599063 TOX145. RBL10139-750ppb-11, SER Standard 921.00 7.812 25247 »ox 7%6.78  -18
64 101599064 TOX145. RBL10139-1000ppb-11, SER Standard 1228.00 7.810 35388 WX 1063.05 -13

y o lakebed?
b Gutl one ooplo b Surtoted fom b wprge

Soup 02019%: Quantified and printed by ias 10/18/99
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Quantify C Raport

Summary
‘TOX145- rat liver, day 1 & 4, control and dose- ext. 10/13/99

Sample List: CI\MASSLYIX\ soup-rats.pro\SamplaDi\ 101599
Last modified: Mon Oct 18 06:42:08 1999

Masthod: CANASELYNX\ SOUD-TATS . PYO\NeChDE\10159%a
Last modified: Mom Oct 18 06:41:31 1999

Job Codas:

Princed: Mon Oct 18 09:20:02 1399

Page 4

Campound 4: I8 (Chd)

2 Name Samplelist Text

1 101599001 MeCH Blank

2 101599002 MeCH Blank

1 101599003 MeCH Blank

4 101599004 TOX14S, RBL10139-H20 Blank-11l, SREB

5 101599005 TOX145, RBL10119-Liver Blank-1l., SEE

6 101599006 TOX145, RBL10119-Spph-11, SER

7 101599007 TOX145, RBL10119-10ppb-1ll, SRE

8 101599008 TOX145, RBL10135-25ppb-11, SEE

9 101599009 TCX14S, RBL10139-50ppb-1l, SEE

10 101599010 TOX145, RBL1C139-100ppb-11, SEE

11 101599011 TOX145, RBL10139-250ppb-11, SEE

12 101599012 TOX145, RBL10139-500ppb-11, SEE

1} 101599013 TOX145, RBL10139-750ppb-11, SEE

14 101599014 TOX145, RBL10139-1000ppb-11, SEB

15 101599015 MeCH Blank

16 101599016 TOX145, RTL-9R03230M, Dyl, Control- SEX 10/13/99
17 101599017 TOX145, RTL-9RO3J23IN, Dyl, Control- SEE 10/13/99
18 101599018 TOX145, RTL-9R03231IM, Dyl, Control- Sl‘l 10/13/99
19 101599019 TOX145, RTL-3R03233M, Dyl, Control- SER 10/13/99
20 101599020 TOX145. RTL-9R03J234M, Dyl, Control- SER 10/13/99
21 101599021 TOX145, RBL10139- ZSprerCV—ll 1, ==

22 101599022 MeCH Blank

23 101599023 TOX145, RTL-9R03235M. Dyd4, Control- SEE 10/13/99
24 101599024 TOX145, RTL-9R03I23I6M, Dyd4, Control- SEE 10/13/99
25 101599025 TOX145, RTL-9R03237M, Dyd, Control- SKE 10/13/99
26 101599026 TOX145, RTL-JR0323I8M, Dyd, Control- SER 10/13/99
27 101599027 TOX145, RTL-9R03239M, Dyd, Control- SEE 10/13/99
28 101559028 TOX145, RBL1013%-250ppb-CCV-11-2, SKE

29 101599029 MeCH Blank

30 101599030 TOX145, 9R03230M, Dyl, Control-250pb-MS-11

31 101599031 TOX145, 5SR0J230M, Dyl, Control-250pb-MSD-11

32 101599032 TOX145, SR0I2315M, Dyd, Control-250pb-MS-12

33 101599633 TOX145, SR03215M, Dyd, Control-250pb-MSD-12

34 101599034 TOX145, RTL-9R03I245M, Dyl, Smg/kg- SEE 10/13/99
35 101599035 TOX145S, RBL10119-250ppb-CCV-11-3, SER

36 1015990136 MeCH Blank

37 10159901317 TCX145, RBL1013)%-250ppb-CCV-~11-3), SRR

38 101599038 MeCH Blank

39 101599039 TOX145, RTL-9RC3I246M, Dyl, Smg/kg- SEE 10/1)/99
40 101599040 TOX14S, RTL-9R03I247M, Dyl, Smg/kg- SEE 10/13/99%
41 101599041 TOX145, RTL-9R03I248M. Dyl, Smg/kg- SEE 10/13/99
42 101599042 TCX145, RTL-9R0I249M, Dyl, Smg/kg- SEE 10/13/99
43 101599043 TCX145, RTL-9R03250M, Dy4, Smg/kg- SRE 10/13/99
44 101599044 TOX145, RBL10133-250ppb-CCV-11-4, SEX

45 101599045 MeCH Blank

46 101599046 TCX145, RBL10139-2S0ppb-CCV-11-4, SER

47 101599047 MeCH Blank

48 101599048 TOX145, RTL-9R0I2S1M. Dyé, Smg/kg- SER 10/13/99
49 101599049 TOX145, RTL-9R0I252M, Dyd, Smg/kg- SEE 10/13/99
50 101599050 TOX145, RTL-9R0I253M, Dyd. Smg/kg- SER 10/13/99
51 101599051 TCX145, RTL-9R0JI254M, Dy4, Smg/kg- SKK 10/13/99
52 101599052 TOX145, RBL10133-250ppb-CCV-1l-4, SRR

53 101559053 MeOH Blank

54 101599054 TOX14S., RBL101)9-250ppb-CCV-1l-4, SEE

55 101599055 MeOH Blank

56 101599056
57 101599057
58 101599058
59 10159%059%

TOX14S, RBL1013%3-Sppb-11, SEE

RBL10139-10ppb-11, SRE
TOX145, RBL10139-2Sppb-1l1, SEE
TOX145. RBL10139-S0ppb-1l, SEEB

60 101599060 TOX145, RBL10139-100ppb-1l, SEE
61 101599061 TOX145, RSL10139-250ppb-11, SEE
62 101599062 TOX145, RBL10139-500ppb-l11, SEB
6) 101599063 TOX145, RBL10139-750ppb-11, SEE
64 101599064 TOX145. RBL10139-1000ppb-11, SEE

%8

Standard

std Conc

1.00
1.00

1.00
1.00

1.00
1.00
1.00
1.00
1.00
1.00
1.00
1.00
1.00

7.078
7.084

7.100

7.100

Dot o hra& analak + not ukd i any cclﬂulmltb/u

Soup 020199: Quantified and primted by ias 10/18/99

E

ags Cconc. WDev

887 bb 0.58 -42
1255 bb 0.41 -19
1358 bd 0.88 -12
1473 bb 0.96 -4
1878 ba 1.09 9
1670 bb 1.08 8
1608 bb 1.04 4 ’
1640 bb 1.06 6
1651 bb 1.07 7
1551 bb 1.0 1
1487 bb 0.96 -4
1609 bb 1.04 4
1873 b 1.02 2
17587 bb 1.14 14
1612 bb 1.04 4
1698 bb 1.10 10
1396 bb 0.90 -0
1583 bb 1.03 3
1519 bb 0.99 -1
1435 bb 0.93 -7
1439 bb 0.9 =7
1466 bb 0.95 -5
1417 bb 0.92 -8
1494 bb 0.97 -3
1426 bb 0.92 -8
1224 bb 0.79 -21
1187 bb 0.77 -23
1484 bb 0.96 -4
137% bb 0.8% -11
1313 bb 0.85 -15
1390 bb 0.90 -10
1409 bb 0.91 -9
1308 bb 0.85 -15
1413 bb 0.92 -8
1386 bb 0.90 -10
1235 bb 0.80 -20
1239 bb 0.80 -20

1 bb 0.00 -100
1289 bb 0.84 -16
1382 bb 0.90 -10

1460 bb 0.95 -5
1341 bb 0.87 -1
1338 bb 0.87 -13

6 bb 0.00 -100

1253 bb 0.81 -19
1495 bb 0.97 -3
1498 bb 0.97 -3
1574 bb 1.02 2
1572 bb 1.02 2
1585 bd 1.03 3
1607 bb 1.04 [}
1527 bb 0.99 ~1
1400 bb 0.91 -9
1392 bb 0.90 -10

Ac 10/22/97

000697



Ins lf/;xy/fe > Jof ¢
Quantify Calibration Report

TOX145- rat liver, day 1 & 4, control and dose- ext. 10/11/99

Compound 1 name: POAA (Ch1)
Coefficient of Determination: 89334.567901
Calibration curve: 0.0264689 * x + 15.6723
Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
42 14

Jage 1
]

Response-

x
b
<
c"'I*"‘l"'I""I""l"'T"|""I" ————— Conc
0.0 200.0 400.0 600.0 800.0 1000.0
Scup 020199: Quantifiad and printed by ias 10/18/99
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Quancify Calibration Report
TOX145~ Tat liver, day 1 & 4, control and dose- ext. 10/13/99

Compound 2 name: PFOS (Ch2)
Coefficient of Determination: 0.983941
Calibration curve: 2.48521 * x + 89.0578
Response type: External Std, Area
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
3.14e3q

Page 2
L

Response-

00 2000 | 4000 6000

Soup 020199: Quantified and printed by ias 10/18/99

—r— Conc

' '8r0]0.0' o 10600 o '1200.0
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Quantify Calibration Rsport

TOX145- rat liver, day 1 & 4, contrcl and dose- ext. 10/131/99

Fage 3

Compound 3 name: PFOSA (Ch3)
Coefficient of Determination: 0.999594
Calibration curve: 33.0992 * x + 198.731
Response type: External Std, Area

4.08e4

Response-

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

0‘0 ,2060 ,4060,

6000

—— Conc

8000 10000 12000

Soup 020199: Quantified and printed by ias 10/18/99
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Quantify Calibration

Page 4
TOX145- rat liver, day 1 & 4, control and dose~ ext. 10/13/99 R
Compound 4 name: IS (Ch4)
Response Factor. 1542.30
Response type: External Std, Area
Curve type: RF
1.67e3+ x
%
X
%
X
%
%
x
Response-
0- T ; T Conc
00 01 02 03 04 05 06 07 08 09 10

Soup 020199: Quantified and printed by ias 10/18/9%9
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Mathod Report Page 2
Mathod file: C:\MASSLYNX\soup-rats.pro\MathDB\10159%a.:db ’
Last modified: Mon Oct 18 06:41:21 1999
Compound 1: POAA {Chl}
inted: t 18 07:46: 99 5 ~
Printed Mon Oct 18 07:46:51 19 oxp 022,74 S/'/);/,q
Compound Name : POAA {Chl)
Internal Rat.: [None)
Quantify Trace: TIC
Conc. of Standards: Conc. A
User RP Value: 1.000000, Disabled
Usex Peak Factor: 1.00000¢
Integrate Window Pactor: 2.000
Chromatogram sass window: 1.0000Da
Retention Time (mins): 7.129. Enabled
Relsative Retention Time: 0.000, Disabled
RT Reference: {None]
Time Window (minps): 0.356
Peak Selection: Nearest
Response Type: External
Response: Areas
. e Polynomial Type: Linear
s e Point of Origin: Exclude
Fit Weighting: /X
Axis Transformation: None
Units:
Peak-to-peak amplitude: 66
Smoothing: Enabled
Window size (scans): 2
Number of smooths: 1

Smoothing method:

Join valley threshold: 30.00

Reduce peak tailing: 200.00

Raise baseline maximum: 5.00

Draw vertical threshold: 90.00

Detect should : Disabled
Shoulder threshold: 30.00

Relative height: 1.50, Disabled
Absolute height: 0.00. Disabled
Relative area: 2.00, Disabled
Absolute srea: 0.00, Disablad
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Nethod Report

Page 2

Method file: C: \MASSLYNX\soup-rats.pro\MathDs\101599a.mdb
Last modified: Mon Oct 18 06:41:21 1999

Compound : 2: PPOS (Ch2}

Printed: Mon Oct 18 07:46:51 1999

Compound PrOs {Ch2)

Internal {mone)

Quantify TIC

Conc. of Conc. B

User RF Value:

User Peak Factor:
Integrate Window Factor:
Chromatogram mass window:

Retention Time (mins):
Relative Ratention Time:
RT Refarsnce:

Tims Window (mins):

Peak Selection:

Rasponse Type:
Response:

Polynamial Type:
Point of Origin:
rit weighting:

Axis Transformation:

Units:

Peak-to-peak amplitude:

Smoothing:
Window size (scanas):

Smoothing method:

Join valley threshold:
Reduce peak talling:
Raise baseline maximum:

Draw vertical threshold:
Detect shouldera:
Shoulder threshold:

Relative height:
Absolute height:
Relative area:
Absolute area:

1.000000, Disabled
1.000000
2.000

1.0000Da

7.313, Enabled
0.000, Disabled
{None]

0.400

Neazast

External
Areas

Linear
Exclude
vz
None

(11

Enabled
2
1

30.00
200.00
5.00

$0.00
Disabled
30.00

1.50, Disabled
0.00, Disabled

2.00, Disabled
0.00, Disabled

Toup p20I18
{

s '7/6'/17
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Method Report

Page 3

Zns 1frs/ss

Method file: C: \MASSLYNX\Soup-Tats.pro\NethDB\101595a . mdb
Last moditied: Mon Oct 18 06:41:21 1999
Compound : 3: PFOSA (Chd)

Printed: nmon Oct 18 07:46:51 1999
Compound Name: PFOSA {Ch3)
Internal Ref.: (None)

Quantify Trace: TIC

Conc. of Standards: Conc. C

User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000

Integrate Window Factor: 2.000

Chromatogram mass window: 1.0000Da

Retention Time (mins):
Relative Ratantion Time:
RT Reference:

Time Window (mins):

Peak Selection:

Response Type:
Responss:

Polyncmial Type:
Point of Origin:
Fit Welghting:

Axis Transformation:

Units:

Peak-to-peak amplitude:

Smcothing:

Window size (scans):
Number of smooths:
Smoothing method:

Join valley threshold:
Reduce peak tailing:
Raise baseline maximmm:

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Relative height:
Absolute height:
Relative ares:
Absolute area:

7.797, Enabled
0.000, Disabled
{None}

0.675

Nearest

External
Aress

Linear
e lude
X
None

L]

Enabled
2
1

3¢.00
200.00
5.00

90.00
Disabled
30.00

1.50, Disabled
0.G0, Disabled
2.00, Disabled
0.00, Disabled

517» 220/74
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Method Report Page ¢

Method file: €:\MASSLYNX\soup-rata.pro\NethDB\10159%a.mib
Last modified: MWon Oct 18 06:42:21 1999
Compound : 4: IS (Chd)
H 07:46:

Printed Mon Oct 18 07:46:51 1999 5} 220195 Z ,,f é
Compound Name : 1S {Chd) i
Internal Ref.: {None)
Quantify Trace: TIC
Conc. of Standards: Pixed
User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Pactor: 2.000

togram mass window: 1.0000Da
Retention Time (mins): 7.157, Enabled
Relative Retention Time: 0.000, Disabled
RT Reference: (None]
Time Window (mins): 0.411
Peak Selection: Nearesat
Reasponse Type: External
Response: Azeas
Polynomial Type: Linear
Point of Origin: Exclude
Pit Meighting: 1/X
Axis Transformation: None
Units:
Peak-to-peak amplitude: 67
Smoothing: Enabled
Window size (scans): 2
Number of smooths: 1

Smoothing method:

Join valley threshold: 30.00

Reduce peak tailing: 200.00

Raise baseline maximum: 5.00

Draw vertical threshold: 90.00

Datect shoulders: Disabled
Shoulder threshold: 30.00

Relative height: 1.50, Disabled

h

B 0.00, Disabled
2.00, Disabled

Absalute area: 0.00, Disabled
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SOUP 020199: FACT Equipment
Log 99092 PAGE 11

Quattro 11, #6414E
DATE:_10/15/99

ANALYST:ias
STUDY NUMBER; TOX145 MATRIX: rat liver DESCRIPTION days 1&4

FACT Method: ETS-8-7.0

Injection volume:_1Q0ul, Cycle time:_10 min, Electrode: Z-Spray

Mobile Phase: (A)2.0 mM NH4CH3CQ2 B)MeOH =~
TN-A- or stndrd pumber (A) 99085-10-5 (B).IN-A-2878

Prepared (date/by): (A)10/10/99sah (B).10/10/99 sah

Expires: (A).04/00 (B)_2010

Store atroom temp? [¥] or N Other:

Guard column: None

Part number:_na Lot number: na

Analytical column: Keystone Betasil

Size: 2 x 50 mm Type: C18 Sphere size: S um

Part number: 055-701-2 Lot number: P9E1 ] Serial number:0591804Z
Analytical parameters:

Drying gas (L/hr): 350 ESI nebulizing gas (L/hr) 13 Sheath gas (L/hr) O
LC Flow rate: 300 ul/min. Back pressure:_65 bar

HPLC solvent gradient: 10min-10-95

Time (min.) %B
1)0.00 10.0
2).1.00 10.0
3530 95.0
4)1.50 95.0
5)8.00 10.0
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Tuning Method Report Page 1

Method: C: \MASSLYNX\SOUP~-RATS . PRO\ACQUDB\PFOS3

Printed: Pri Oct 15 11:42:32 1999

BEST COPY AVAILABL

SOURCE ( ESP- ) Set Rdbk MS1 Set Rdbk
Capillary 3.00 3.00 LM Resolution 14.0
Cone 40 -41 HM Resolution 14.0
Extractor 5 -6 Ion Energy 0.9
RF Lens 0.2 Ion Energy Ramp 0.0
Source Block Temp. 150 153 Lens 6 4 3
Desclvation Temp. 250 250 Multiplier 650
Pressures Rdbk MS2 Set Rdbk
LM Resolution 14.0
Analyser Vacuum 6.6e-5 HM Resolution 14.0
Collision 10 7
Gas Cell 4.le-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens 8 40 38
Lens 9 0 -0
Multiplier 650



Scaoning Method Mport

Pags 1
Mathod: C: \MABSLYNX\ SOUP-RATS . PRO\ACQUDE\ 1L0MIN -PFOS-POAL - PTOSA-I8
Last Modified: PFri Oct 15 11:35:03 1999
Printed: Pri Oct 15 11:42:40 1999
Solvent Delay ( mins ) : 0.00
Function : 1 MEX of 1 Mass Pair ( ESP- )
Inter Channel Delay ( Secs )} : 0.0)
Span { Daltona } : 0.00
Start Time ( Mina ) : 0.00
End Time ( Mins )} : 10.00
Repeats : b3
Channel Parent Daughter Dwell (Secs) Coll Energy (V) Cona ( V)
1 413.00 169.00 0.30 30 15
Punction : 2 MM of 1 Mass Pair { ESP- )
Inter Channel Dalay { Secs ) : 0.03
Span ( Daltons ) : 0.00
Start Time { Mins ) : 0.00
Bnd Time ( Mins ) : 10.00
Repeats : 1
Channel Parent Deughter Dwell (s.c!) Coll Boergy (eV) Cone { V)
1 499.00 99.00 0.30 45 60
Function : 3 WRM of 1 Mass Pair ( ZSP- )
Inter Channel Delay ( Seca } : 0.03
Span ( Daltons ) : 0.00
Start Time [ Mins ) : 0.00
nd Time ( Mina ) : 10.00
Repeacs : 1
Channal Parent Daughter Dwell (Secs) Coll Energy (eV) Cone ( V)
1 438.00 78.00 0.3¢ 43 60
Functicn : 4 MEM of 1 Mass Fair ( ESP- )}
Inter Channel Delay { Seca } : 0.03
Span ( Daltons } : .00
Start Time ( Xins ) : Q.00
End Time ( Mins ) : 10.00
Repeats : 1
Channel Parsnt Daughter Dwell {Secs) Coll Energy (V) Cone ( V)
1 427.00 80.00 0.30 40 (1Y
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Method Report .

Mathod File: C 3 \MASSLYNX\ SOUP-RATS . PRO\ACQUDB\10min~-10-95
Last Modified: Priday, October 15, 1999 11:143:04

:
Printed: Fridasy, October 15, 1999 11143113

Page 1

HEP1100 ILC Pump Initial Comditions

Solvents
A% 90.0
B% 10.0
[od ] ’ 0.0
D% 0.0
Flow (ml/min) 0.300
Stop Time (mins) 10.0
Min Pressure (bar) 0
Max Pressure (bar) 400
Oven Temperature Left (°C) 30.0
Oven Temperature Right (°C) 30.0

HP1100 IC Pump Gradient Timetable

The gradient Timetable contains 5 entries which are :

Time A% B% C% D% Flow
0.00 90.0 10.0 0.0 0.0 0.300
1.00 90.0 10.0 0.0 0.0 0.300
5.50 5.0 95.0 0.0 0.0 0.300
7.50 5.0 95.0 0.0 0.0 0.300
8.00 90.0 10.0 0.0 0.0 0.300
HP1100 IC Pump Extezrnal Event Timetable
The Timetable contains 3 entries which are :
Time Column Switch Contactl Contact2 Contact3 Contactd
Initial Off Ooff Off Off Off
0.00 off on Oon Off On
0.10 Off Off Off Ooff Off

HP1100 Auteosampler Initial Conditions

Draw Speed 200.0
Eject Speed (pl/min) 200
Draw Position (mm) 0.00
Stop Time (mins) 9.00
Injection Volume(nl) 5.0
Vial Number 91

Pressure

400
400
400
400
400
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Masslynx - Sample List

Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB\101599a.SPL
Printed: Fri Oct 15 11:56:25 1999

Page 1
Page Position: (1, 1)

OO~NOAINEWN =

88986888

File Name

101599001
101599002
101599003
101599004
101599005
101599006
101599007
101599008
101598009
101589010
101599011
101598012
101598013
101599014
101599015
101599016
101599017
101598018
101598019
101699020
1015989021
101599022
101599023
101599024
101599025
101599026
101599027
101599028
101599029
101598030
101599031
101599032
101599033
101599034
101599035
101599036
101599037
101598038
101599039
1015998040
1015998041
101599042
101599043
101599044
101599045
101599046
101589047
101599048
101599049
101598050
101598051
101599052
101599053
101599054
101599055
101599056
101599057
101599058
101599059

File Text

MeOH Blank

MeOH Blank

MeOH Blank

TOX145, RBL10139-H20 Blank-11, SEE

TOX145, RBL10139-Liver Blank-11, SEE

TOX145, RBL10139-5ppb-11, SEE

TOX145, RBL10139-10ppb-11, SEE

TOX145, RBL10139-25ppb-11, SEE

TOX145, RBL10139-50ppb-11, SEE

TOX145, RBL10138-100ppb-11, SEE

TOX145, RBL10139-250ppb-11, SEE

TOX145, RBL10139-500ppb-11, SEE

TOX145, RBL10139-750ppb-11, SEE

TOX145, RBL.10139-1000ppb-11, SEE

MeOH Blank

TOX145, RTL-9R03230M, Dy1, Control- SEE 10/13/89
TOX145, RTL-8R03231M, Dy1, Control- SEE 10/13/98
TOX145, RTL-SR03232M, Dy1, Control- SEE 10/13/99
TOX145, RTL-9R03233M, Dy1, Control- SEE 10/13/99
TOX145, RTL-9R03234M, Dy1, Control- SEE 10/13/98
TOX145, RBL10139-250ppb-CCV-11-1, SEE

MeOH Blank

TOX145, RTL-8R03235M, Dy4, Control- SEE 10/13/99
TOX145, RTL-9R03236M, Dy4, Control- SEE 10/13/99
TOX145, RTL-9R03237M, Dy4, Control- SEE 10/13/99
TOX145, RTL-9R03238M, Dy4, Control- SEE 10/13/99
TOX145, RTL-9R03239M, Dy4, Control- SEE 10/13/09
TOX145, RBL10139-250ppb-CCV-11-2, SEE

MeOH Blank

TOX145, 9R03230M, Dy1, Control-250pb-MS-11
TOX145, 9R03230M, Dy1, Control-250pb-MSD-11
TOX145, 9R03235M, Dy4, Control-250pb-MS-12
TOX145, 9R03235M, Dy4, Control-250pb-MSD-12
TOX145, RTL-9R03245M, Dyt, 5mg/kg- SEE 10/13/99
TOX145, RBL10139-250ppb-CCV-11-3, SEE

MeOH Blank

TOX145, RBL.10139-250ppb-CCV-11-3, SEE

MeOH Biank

TOX145, RTL-9R03246M, Dy1, 5Smg/kg- SEE 10/13/09
TOX145, RTL-9R03247M, Dy1, 5Smg/kg- SEE 10/13/09
TOX145, RTL-9R03248M, Dy1, Smg/kg- SEE 10/13/99
TOX145, RTL-8R03249M, Dy1, 5mg/kg- SEE 10/13/99
TOX145, RTL-SR03250M, Dy4, 5Smg/kg- SEE 10/13/99
TOX145, RBL10138-250pph-CCV-11-4, SEE

MeOH Blank

TOX145, RBL10138-250ppb-CCV-11-4, SEE

MeOH Biank

TOX145, RTL-9R03251M, Dy4, Smg/kg- SEE 10/13/99
TOX145, RTL-9R03252M, Dy4, Smg/kg- SEE 10/13/99
TOX145, RTL-9R03253M, Dy4, Smg/kg- SEE 10/13/99
TOX145, RTL-9R03254M, Dy4, Smg/kg- SEE 10/13/98
TOX145, RBL10138-250ppb-CCV-11-4, SEE

MeOH Blank

TOX145, RBL10139-250ppb-CCV-11-4, SEE

MeOH Blank

TOX145, RBL10139-5ppb-11, SEE

TOX145, RBL10139-10ppb-11, SEE

TOX 145, RBL10139-25ppb-11, SEE

TOX145, RBL10139-50ppb-11, SEE

MS File

10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
1OMIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
1OMIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS

000710



Massiynx - Sample List Page 2

Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB\101599a.SPL Page Position: (2, 1)
Printed: Fri Oct 15 11:56:25 1999

Inlet File Bottle Inject Volume Sample Type ConcA

1 10min-10-85 91 10.000 -~ -—

2 10min-10-95 91 10.000 -~ —_

3 10min-10-95 91 10.000 - —

4 10min-10-85 1 10.000 -—- —

5 10min-10-95 2 10.000 -—- ——
6 10min-10-95 3 10.000 -~ —
7 10min-10-95 4 10.000 — -
8 10min-10-95 5 10.000 — -
9 10min-10-95 6 10.000 — -
10 10min-10-85 7 .10.000 ~— -
11 10min-10-95 8 10.000 — -
12 10min-10-95 9 10.000 — -
13 10min-10-95 10 10.000 — -
14 10min-10-95 11 10.000 —- -
15 10min-10-95 92 10.000 -~ -
16 10min-10-95 12 10.000 -~ —
17 10min-10-85 13 10.000 ~- ——
18 10min-10-95 14 10.000 ~- -
19 10min-10-85 15 10.000 — -
20 10min-10-85 16 10.000 -~ -
21 10min-10-95 36 10.000 -~ -
22 10min-10-95 92 10.000 — Ead
23 10min-10-85 17 10.000 - -
24 10min-10-95 18 10.000 - —
25 10min-10-95 19 10.000 - -
28 10min-10-95 20 10.000 — -
27 10min-10-95 21 10.000 - -
28 10min-10-95 37 10.000 -— -
29 10min-10-95 983 10.000 -~ -
30 10min-10-85 22 10.000 -~ -
AN 10min-10-95 23 10.000 - -
32 10min-10-95 24 10.000 -- —
33 10min-10-95 25 10.000 -- -
<7} 10min-10-95 26 10.000 -~ ——e
35 10min-10-95 38 10.000 -~ -~
36 10min-10-95 83 10.000 — -
37 10min-10-95 38 10.000 - -
38 10min-10-95 93 10.000 - -
39 10min-10-95 27 10.000 - -
40 10min-10-85 28 10.000 — -
41 10min-10-85 29 10.000 — -
42 10min-10-95 30 10.000 - -
43 10min-10-95 31 10.000 — -
44 10min-10-85 39 10.000 — -
45 10min-10-95 94 10.000 — -
48 10min-10-85 39 10.000 - -
47 10min-10-95 964 10.000 — -
43 10min-10-95 32 10.000 - -
49 10min-10-85 33 10.000 - e
50 10min-10-95 34 10.000 — -
51 10min-10-85 35 10.000 -~ -
52 10min-10-95 39 10.000 - —
53  10min-10-95 95 10.000 — -
54 10min-10-95 39 10.000 - -
55 10min-10-95 95 10.000 - -
56 10min-10-95 3 10.000 - -
57 10min-10-95 4 10.000 —- —
58 10min-10-95 5 10.000 —- ——
59 10min-10-85 6 10.000 - -
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Masslynx - Sample List

Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB\101599a.SPL

Printed: Fri Oct 15 11:56:26 1999

3

Page 3
Page Position: 1, 2)

23328

File Name

101598080
101599081
101598082
101599083
101599084

Flle Text

TOX146, RBL10139-100ppb-11, SEE
TOX146, RBL.10139-250ppb-11, SEE
TOX146, RBL.10139-500ppb-11, SEE
TOX145, RBL10139-750ppb-11, SEE
TOX148, RBL10139-1000ppb-11, SEE

MS Flle

10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
10MIN-PFOS-POAA-PFOSA-IS
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Masslynx - Sample List , Page 4
Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB\101599a.SPL Page Position: (2, 2)
Printed: Fri Oct 15 11:56:26 1999

Inlet File Bottle Inject Volume Sample Type Conc A

60 10min-10-95 7 10.000 -~ -
61 10min-10-85 8 10.000 —- -
62 10min-10-85 9 10.000 -~ -
63 10min-10-85 10 10.000 -- -
64 10min-10-95 11 10.000 — -
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FACT: DATA REVIEW SUMMARY FORM

KT

Date:
Data Analyst /7477)0

FACT Study #: 2

Sample List: D/G G

Doyt -5

Instrument: Ly Loa fa NG

anatye:__ PEOS

Acceptable Linear Range: : -

Loq 2. Y0 Extraction Blank S_{7 L0Q

R2:__ (). GFGF Matrix Blank:_<

Calibration Checks: (DA

MS/MSD: OK
DataSutut@ E'\"(/r{d WAC lolw"\
Analyte: )%;4

Acceptable Linear Range: 4’5/4 a3 - 6'%

LoQ: 4/, 2:5 49[; Extracted Blank: < %&_@Q

r2_ 9975 Matrix Blank: 4/453 LOR
Calibration Checks: AK
MS/MSD:

[Data Status/ 2?

0K
Entod AU Jolaal9n |

Analyte: )Oﬂfq' @

Acceptable Lincar Range: —_—

jLog: ~— Extracted Blank:
PR

R"2: S Matrix Blank:

Fdilmﬁon Checks: —

MS/MSD: vt

|Data Satus: ~ 6/ 7%/474

A Gl ATy

Ha.

Data Review Sign-Ofr

" Name/ Due s W i B
Nume D 22 122003 [ lih 120185
Quality Assurance Review
Name / Date:

Dats Entry: LAC/ 1) )ll) 49

Comments / Justifications:
O-tuttuctil o hnpmte 2.

pppt Y sy Opitema
Q§M %ﬂ} L2 ponie 5. oAy
b it 2R Ongd | T

@ IDD/)A WAS NO7 JANCLUASD 1)
ZHt Larcm zard Cueus Scemse LO4

. 7%= _gr 4 -7
ZAeET docausTE,  MEE 134 /95,

@3 5,9»-;44&‘ b/w DD o7
Lovza Tn7Tense Sz 0083,

. TRTES

w_@ggs__mg/ayﬁz
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FACT: DATA REVIEW SUMMARY FORM

Date: /J ’Qv 99

Data Analyst: /7%7% =N
FACT Study #: _ sl Q)
Matrix/Timepoints: m
Sample List: 0ng g Q&L.

e _ 099925,
Instrument K&ﬁ géa _ 4&2%

2

P’Va«

Data Review Sign-Off

Reroa DV,

re

;::enlko-::m e Yo pase lof 2 U 10129-1%

Quality Assurance Review
Name / Date:

e 1olax]99

Data Entry:

Comments / Justifications:

g

Ve
: /
Analyte: é(/ )74 @ /
fLog: — Extraction Blank: __ ~—— /
R"2: Matrix Blank: —_— /
Calibration Checks: ~——— /
MS/MSD: — /
S— ‘\
Data Status: Q/ .
S/
Analyte: }
N
| Acceptable Lincar Range: / s/
LOQ: Extracted /
RA2: trix Blank: /
Calibration Cheeks: . "\ oA / -
A /
MS/MSD:
Data Status: / /
Z /
Analyte: /
Acceptable Linear Range: /
LOQ: /
R"2: /
Calibration Checks: /
MS/MSD: /  E——
D:ta'Satus: /

000715



Quantify Compound Summary Report

Tox 145: Mat Dilutions D-y 1 l
I (7
Sample Lint: C: m\-—un-nu PIUOB\101999a

l-llt w!i.ﬂ Wed Oct 20

2 \MA

31:47 1999
a-racs. PRO\MathDS\10199%a

20/5s

Page 1

Last modified: Wed Oct 20 00:16:18 1999
Job Code:
Printed: Wad Oct 20 09:00:41 1999
Compound 1: PFOS

4 Name Samplelist Text Type Std Conc R Azes Conao. Tlage tDav

1 101999001 MaOR 7.159 3 0.00 bb

2 101999002 MeOH 7.7 29 0.00 bb

3 101999003 Tox 145: RBL10139-H20 blk-11, Ext SEE 10-13-99 7.167 109 0.00 bb

4 101999004 Tox 145: RABL10139-Liver blk-11, Ext SEE 10-13-99 7.140 127 0.00 bd

5 101999005 Tox RBL1013%-5 ppb-11, Ext SEE 10-11-99 Standard 4.93 7.123 266 0.00 X =100

6 101999006 Tox : RBL1013%-10 ppb~11, Ext SEE 10-13-99 Standard 9.76 7.120 326 0.00 bbx =100

7 101999007 Tox RBL10139-25 ppb-11, Ext SEE 10-13-99 Standard 24.00 7.120 362 25.44 W 3

8 101939008 Tox ABL10139-50 ppb~11, Ext SIE 10-13-99 Standard 49.30 7.137 778 51.46 MM 4

9 101999009 Tox RABL10139-100 ppb~11, Ext SEE 10-11-99 Standard 97.60 7.120 1265 110.57 MM 1

10 101999010 Tox RABL10139-250 ppb-11, Ext SEE 10-13-99 Standard 248.00 7.141 2019 298.68 W 20

11 101999011 Tox A8L10139-500 ppb-11, Ext SEE 10-13-99 Standard 493.00 7.118 4996 562.73 M 14

12 101999012 RBL10139-750 ppb-11, Ext SEE 10-13-99 Standard 735.00 7.120 6355 T27.43 W -1

13 101999013 RBL10129-1000 ppb—-11, Ext SEE 10-13-%9 Standard 978.00 7.119 80323 930.73 MM -5

14 101999014 7.149 41 0.00 bb

15 101999015 SROI2IMM, Day 4, Control, D:100 7.119 3396 369.79 bd X

16 101999016 SRO3245M, Day I, 5 mg/kg, D:100 7.138 2339 240.65 bb

17 101599017 SROI24EH, Day 1, S mg/kyg, D:100 7.141 3037 zs.aam

18 101999018 SROI24T™, Day l. $ ng/kg, D:100 7.139 3370 365.59 M

19 101599019 SRO3I248M, Day »g/kg, D:100 7.139 2132 215.58 W l l
20 101999020 : RBL10139-23%0 ypb-ll 2, Ext SEE 10-13-9% (C 249.00 7.144 2043 204.905 MM ~17 En
21 10199%021 7.163 25 0.00 bb

22 101999022 : 9RO3I245M, Day 1, S mg/kg, D:100 7.146 2630 276.01 MM uc
23 101999023 : 9RO3I251M, Day 4, 5 mg/kg, D:100 7.145 3050 326.91 W

24 101999024 SR03252M, Day 4, $ mg/kg, D:100 7.143 897 429.5%1 bb D fa
25 101999025 SRO325IN, Dcy 4, 5 mg/kg, D:100 7.145 3395 368,64 ) 32 q,
26 101999026 9R03254M, Day 4, S mg/kg, D:100 7.168 870 389.84 bb

27 101999027 Tox 145: RBL10139-250 ppb~11~-1, Ext SEEK 10-13-939 o« 248.00 7.166 1803 176.02 M4 -29

28 101999028 MeOH 7.165 3s 0.00 bb

29 101999029 Tox RBL10139-K20 blk-11, Ext SEE 10-13-99 7.191 9 0.00 bb

30 101999030 Tox : RBL10139-Liver blk-11, Ext SET 10-13-99 7.189 118 0.00

31 101999031 Tox RBL10139-5 ppb~11, Ext SEE 10~-13-99 Standard 4.93 7.165 270 0.00 bbx -100

32 101999032 Tox RBL10139-10 ppb-11, Ext SEE 10-13-99 Standard 9.76 7.140 209 0.00 MXx =100

33 101999033 Tox RBL10139~-25 ppb-11, Ext SEE 10-13-9% Standard 24.80 7.149 490 17.%3 bb -29

34 101999034 Tox RBL10139-50 ppb-11, Ext SEE 10-13-9% Standard 48.30 7.148 107 42.92 bb -13

35 101999038 Tox : RBL10139-100 ppb-11, Ext SEE 10-13-99 Standard 97.60 7.120 1087 88.98 MM -9

36 101999036 Tox RBL10139-250 ppb-11, Ext SEE 10-13-39 Standard 248.00 7.145 2653 278.80 M 12

37 101999037 Tox 145: RBL10139-500 ppb-11, Ext SEE 10-13-%9 Standard 493.00 7.142 4435 494.75 MM 0

38 101999018 Tox 145: RBL10139-750 ppb-11, Ext SEE 10-13)-89 Standard 735,00 7.123 €109 697.60 MM -5 .

3% 101993039 Tox 145: RBL10139-1000 ppb-11, Ext SEE 10-13-99 Standard 976.00 7.141 7943 919.79 M -6

4 This animal number may hov bun Switchd with gnimal ¥ aRG250m,

Amelis 062498: Quantitated and Printed by mmh 10/20/99

Slha/ka,

‘0/_2 2[‘?1
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Quantify Compound
Tox 145: lat

Dxlu

Sample List: WSL

tions, w
\l-ha-r.n.a(lw.hb 019992

!-llt lod.t!l.d Wad Oct 20 08:31:47 1999

S \MASSLNIX\amalia-rats. PRO\MathDB\ 101 999a

Lllt wliﬁ Wed Oct 20 08:16:18 1999

Job Code:

Printed:

Wed Oct 20 09:00:41 1999

¢ Namn

1 101999001
2 101995002
3 101999003
4 101993004
$ 10199900%
6 101995006
7 101999007
8 101999008
9 101999009
10 101999010
11 101999011
12 101999012
13 101999013
14 101999014
15 101999015
16 101995016
17 101999017
18 101995018
19 101999019
20 101999020
21 101999021
22 101999022
23 101999023
24 101995024
25 101995025
26 101999026
27 101995027
28 101995028
29 101999029
30 101999030
31 101999031
32 101999032
33 101999033
34 101999034
35 101999035
36 101999036
37 101999037
36 101993038
39 101999039

+ This cnimal Nmber may have ben switched itk animal ¥

Samplelist Text
MeOH

MeOH
Tox
Tox
Tox
Tox
Tox
Tox
Tox
Tox
Tox
Tox
Tox
MHeOH
Tox
Tox
Tox
Tox
Tox
Tox
MeOH
Tox
Tox
Tox
Tox
Tox
Tox
MeCH
Tox
Tox
Tox
Tox
Tox
Tox
Tox
Tox
Tox
Tox
Tox

145:
145:
145:
145:
145;
145:
148:
148:
145:
145:
148:

145:
145:
145:
1452
145:
148:

145;
148:;
145:
145:
145:
1452

145:
148:
148:
145:
145;
148:
145:
148:
145:
145:
145:

RBL1CG139-H20 blk-11, Ext SEE 10-13-99
RBL10139-Liver blk-11, Ext SEE 10-13-99
RBL1013%-5 ppb-11, Ext SEE 10-13-99
RBL10139-10 ppb-~11, Ext SEE 10-13-99
RBL10139-25 ppb~11, Ext SEE 10-13-39
RBL10139-3%0 ppb-11, Ext SEE 10-13-99
ABL10139-100 ppb~-11, Ext SEE 10-13-99%
RBL10139-250 ppb-11, Ext SEE 10-13-99
RBL10139-300 ppb-11, Ext SEE 10-13-99
RBL1013%-750 ppb-11, Ext SEE 10-13-99
RBL10139-1000 ppb-11, Ext SEE 10-13-99

SR03237M, Day 4, Control, D:100
SROJI245M, Day 1. 5 mg/kg, D:100
9R0I246M, Day 1, 5 mg/kg, D:100

SROIZ4 ™, Dly l. 5 mg/kg, D: xoo
IROIZ48H, 5 mg/hg, D:100
lnnxoxz;-zso ppb-ll 2, Ext SEE 10-13-99

SROIZ49M, Day 1, 5 mg/kg, D:100
SROI2S1M, Day 4, 5 mg/kg, D:100
9R03252M, Day 4, 5 mg/kg, D:100
SROIZSIN, n-y 4, 5 mg/kg, D:100
SROJI2S4H, Day €, 5 mg/kg, D:100
uuoxn—zso ppo-11-1, Ext SEE 10-13-98

RBL10139-H20 blk~11, Ext SEE 10-13-99
RABL10139-Liver blk-11, Ext SIE 10-13-99
RBL10139-5 ppb-11, Ext SEE 10-13-9%
RBL10139-10 ppb-11, Ext SEE 10-13-59
RBL10139~25 ppb-11, Ext SEE 10-13-39
MBL1013S-50 ppb-11, Ext SEE 10-13-39
RBL10139-100 ppb-11, Ext SEE 10-13-99
RBL10139-250 ppb-11, Ext SEE 10-13-99
RABL10139-500 ppb-11, Ext SEE 10-13-99
R8L10139-750 ppb-11, Ext SEE 10-13-99
ABL10139-1000 ppb~1l, Ext SEE 10-11-9%

Amalia 06249%: Quantitated and Printed by smh 10/20/%9

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

Qoc

Qc

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

std Conc

248.00

248.00

4.93
9.77
24.80
49.30
97.70
248.00
4%3.00
736.00
977.00

T
7.041

24 0.00
19 0.00
29 0.2}
1 0.51
146 4.6)
247 8.41
810 29.60

6 .00
2344 87.39
947 34.78
1083 35.91
933 34.46
1134 41.82
7149 268.36
32 0.32
60 1.38
53 .1
147 4.6%
271 9.32
864 31.65

1312 48.51
2454 91.53
€538 245.33
13734 516.36
16935  599.24
20765  701.16

i
f

-7
~14
19
-2
-5
-3
-2
-26
=23

4

-6
-5
28
-2
-6
-1

5
oo -19
MMX =20

EgByBECEEERE R R R IR RN EERACITIRICTE

qro3asom, Dna‘i

Enlerd

Ue
10)2/45

5 ”'31 ka,.
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Quantify Compound
Tox 145: Rat l-- nuuu ?X ‘o~
Sample uu. : ia-rats. m\u.nol\xou

Last modified: Wed Oct 20 08:31:47 1999

Mathod: C: \MASSLYRX\amelia-Tats . PRO\MethDB\101999a
Last modified: Wed Oct 20 08:16:18 1999

Job Coda:

Printed: Wad Oct 20 09:00:41 1999

Page 3

Compound 3: PQAM
Nane Samplalist Text
101999001 MeOM

101999002 MeOH
1019995003 Tox 145: ABL10139-H20 blk-11, Ext SEE 10-13-99
101999004 Tox 145: RBL10139-Liver bik-11, Ext SEE 10-13-9%
101999005 Tox 145: RBL10139-5 ppb~1}, Ext SEE 10-13-99
101995006 Tox 145: RBL10139-10 ppb-11, Ext SEE 10-13-9%
101999007 Tox 143: RBL10139-25 ppb-11, Ext SEE 10-13-9%
101993008 Tox 145: ABL10139-50 ppb-11, Ext SEE 10-13-99
101993009 Tox 145: RBL10139-100 ppb-11, Ext SEE 10-13-99
101993010 Tox 145: RBL10139-250 ppb-11, Ext SEE 10-13-99
101999011 Tox 145: RBL10139-500 ppb-11, Ext SEE 10-13-99
101999012 Tox 145: RBL10139-750 ppb-11, Ext SEE 10-13-99
101959013 Tox 145: RBL10139-1000 ppb-11, Ext SEE 10-13-9%
101999014 MeOH

10199901% Tox 145: SRO323TM, Day 4, Contraol, D:100
101999016 Tox 143: JROI24SM, Day 1, S mg/kg, D:100
101999017 Tox 145: 9R032464, Day 1. S5 mg/kg, D:100
101999018 Tox 145: 9ROII4M, D.y 1. S ng/kg, D:100
101999019 Tox 145: SR0I24MM, y 1,” S mg/kg, D:100
101999020 Tox 14S: Il!.10139-250 wb—ll-?, kt SEE 10-13-99
101999021 MeOH

101999022 Tox 145: SR0I24SM, Day 1, S mg/kg,
101999023 Tox 145: SR0I251M, Day 4. 5 mg/kq,
101999024 Tox 145: SR03252M, Day 4. S mg/kg,

s e 1tk e e e e
VB IAVALUNFOVD IO LUN-S

NNNNN
sawWNHO

25 101993025 Tox 145: SRO3I233M, Day l. S ng/kg,

26 101995028 Tox 145: SR03I254M, Day 5 mg/kg, D:100

27 101999027 Tox 145: RBL10139-250 ppb-ll 1, Ext SEE 10-13-99
26 101995028 MeON

29 101999029 Tox 145: RBL10139-H20 blk-1l, Ext SEE 10-13-59
30 101999030 Tox 145: RBL10139-Liver blk-11, Ext SEE 10-13-9%
31 101993031 Tox 145: RBL10139-$5 ppb-11, Ext SLE 10-13-99

32 101999032 Tox 145: RBL10139-10 ppb-11, Ext SEE 10-13-99
33 101999033 Tox 145: RBL10139-25 ppb~11, Ext SEE 10-13-99

34 101999034 Tox 145: RBLIO139-50 ppb-11, Ext SEE 10-13-%9
35 10199903% Tox 145: RBL10139-100 ppb-11, Ext SEE 10-13-99
36 1019930236 Tox 145: RBL10139-250 ppb-11, Ext SEEL 10~13-99
37 101959037 Tox 145: RBL10139-500 ppb-11, Ext SEE 10-13-99
38 101399038 Tox 145: RBL10139-750 ppb-11, Ext SEE 10-13-99

39 101939039 Tox 145: RBL101139-1000 ppb-11, Ext SEE 10-13-99

Standard
Standard
Standsxd
Standard
Standard
Standard
Standard
Standard
Standard

Standaxd
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

std Conc

1.00
1.00
1.00
1.00
1.00
1.00
1.00
1.00
1.00

1.00
1.00
1.00
1.00
1.00
1.00
1.00
1.00
1.00

Dode not usd  hot a -\I'ara:.}f analalc -@r

Amalia 062499: Quantitated and Printad by msh 10/20/99

87 2.61 bd 181
31 0.92 bb -8
29 0.86 bb -1¢
29 0.688 bb =12
54 1.63 MM 63
34 1.02 MM 2
36 1.07 bb 7
38 1.15 bb 135
1 0.92 bb -8
19 0.56 bb 44
41 1.23 bb 23
17 0.51 bb ~49
16 0.49 bb -52
19 0.%3 bb -47
19 0.56 bb ~44
1e 0.54 bb -46
(L] 1.84 b 94
24 0.72 bb ~28
29 0.87 bb -13
27 0.82 bb =18
19 0.56 bb -44
20 0.59 MM -41
LL] 1.34 bb 34
108 3.27 bb 227
35 1.06 bb 6
19 0.57 bb ~43
27 0.82 bb ~18
41 1.23 bb 23
29 0.88 bb =12
38 1.14 bb 14
38 1.13 bb 13
as 1.07 bb 7
22 0.65 bb -35
40 1.20 bd 20

0C071S



Quantify Compound Summary Report
Tox 143: Rat Bi} , bay 1,4

Sample List: c: \amslia~-rats. m\u-puon\zoum ’
Ilast modified: Wed Oct 20 08:31 19
Method: C: \MASSLYIO(\amal. t8 . PRO\MethDB\101990a
last modified: l«l Oct 20 08:16:18 l!”
Job Code:
Printed: Wed Oct 20 09:00:41 1999
Compound 4: I8 (Ch2)
4 Name Samplelist Text TYpe #td Cona T Ares Conc. Flags Dev
1 101999001 HeOH
2 101999002 HeOH
J 101999003 Tox 145: RBL10139~H20 blk-11, Ext SEE 10-13-99 6.9502 2948 Q.74 bb -26
4 101999004 Tox 145: MBL10139-Liver blk-11, Eat SEE 10-11-99 6.955 221 9.81 db =19
5 101999005 Tox 145: RBL10119-S ppb-il, Ext SEE 10-13-99 Standard 1.00 6.961 4774 1.20 bk 20
6 101999006 Tox 145: RBL10139-10 ppb-11, Ext SEE 10~13-99 Standard 1.00 6.950 4858 1.22 bb 22
7 101999007 Tox 145: RBL10139-25 ppb-1), Ext SEE 10-13-59 Standard 1.00 6.95%0 4227 1.06 bb L]
8 101999008 Tox 145: RBL10139-50 ppb-11, Ext SEE 10-13-99 Standard 1.00 €.951 4612 1.16 bb 16
9 101999009 Tox 145: RBL10139-100 ppb-11, Ext SEE 10-13-99 Standard 1.00 6.960 3958 1.00 bb -0
10 101999010 Tox 145: RBL10139-250 ppb-11, Ext SEE 10-13-99 1.00 6.956 4194 1.05 bb 5
11 101999011 Tox 145: RBL10139-500 ppb-11, Ext SEE 10-13-99 1.00 6.957 aré? 0.95 bb -5
12 101999012 Tox 145: RBL10139-750 ppb-1l, Ext SEE 10-13-99 1.00 6.958 3827 0.96 bb -4
13 10199%013 Tox 14%: RBL10139-1000 ppb~11, Ixt SEE 10-13~99 st.ndlrd 1.00 6.934 3281 0.83 bb -17
14 101999014 MeOH
15 101993015 Tox 145: SRO323™, Day 4, Control, D:100 6.957 30 0.01 bb -99
16 101999016 Tox 143: SMO3245M, Day 1, S ag/kg, D:100 6.976 36 0.01 bd -99
17 101999017 Tox 145: SROI246M, Day 1, 5 mg/kg, D:100 6.980 43 0.01 bd ~-99 .
18 101999018 Tox 145: SR0O3247™, Dey l. S mg/kg, D:100 6.979 a4 0.01 bd ~99
19 101999019 Tox 145: SRO3248M, Day S mg/kg, D:100 6.935 2 0.01 bd ~99
20 10199%020 Tox 145: RBL10139%-250 wb-u 2, Ext SEE 10-13-99 QC 1.00 6.904 2588 0.865 bd =18
21 101999021 MeOH
N 22 10199%022 Tox 145: SR03249, Day 1, 3 mg/kg, D:100 6.984 2 0.01 bb -99
23 10199%023 Tox 145: SROI2SIM, Day 4, S5 mg/kg, D:100 6.961 Rl 0.01 bb -99
24 1019959024 Tox 145: SROI2ZSM, Day 4, 5 mg/kg, D:100 6.992 28 0.01 bd -99
25 101999025 Tox 145: SROI253M, D‘y 4, 5 mg/kg, D: 100 5.960 27 0.01 bd -99
26 101999026 Tox 145: 9R0I254M, 5 mg/kg, D:l 5.903 a5 0.01 bd -99
27 101999027 Tox 145: ML10139-250 ppb-ll 1, Ext s!l: 10-13-9% QC 1.00 6.980 2759 0.69 bb =31
20 1019993020 MeOH 6.920 8 0.00 bb =100
29 101995029 Tox 145: RBL10139-H20 blk-11, Ext SEE 10-13-99 7.007 297% 0.75 bb -25
30 101999030 Tox 145: RBL10139-Liver blk-11, Ext SEE 10-13-99 7.003 3288 0.83 bb -17
31 101999031 Tox 145: RBL10139-5 ppdb-11, Ext SEE 10-13-99 Standard 1.00 6.979 3941 0.99 bb -1
32 101995032 Tox 145: RBL10135-10 ppb-11l, Ext SEE 10-13-99 Standard 1.00 6.956 4368 1.10 bb 10
33 101999032 Tox 145: RABL10139-25 ppb-11, Ext SEE 10-13-9% Standard 1.00 §.987 4134 1.04 bb 4
34 101999034 Tox 145: RBL10139-50 ppb~11, Ext SEE 10-13-99 Standard 1.00 6.963 4085 1.03 bd k]
35 101999035 Tox 145: RBL10133-100 ppb-11, Ext SEE 10-13-%9 Standard 1.00 6.9%9 35T 0.90 bb ~10
36 101999036 Tox 145: RBL10139-250 ppb-11, Ext SEE 10-13-99 Standard 1.00 6.959 3937 G.99 bd -1
37 101999037 Tox 145: RBL10139-500 ppb-11, Ext SEL 10-13-%9 Standard 1.00 6.957 3460 0.87 bb =13
38 101999018 Tox 145: RBL10139-750 ppb-11, Ext SEE 10-13-99 Standard 1.00 6.961 3218 0.81 bb =19
3% 101999039 Tox 145: RBL10139-1000 ppb-1l1, Ext SEE 10-13-99 Standard 1.00 6.955% 3342 0.84 da ~16

D o> w2 (52

Dala not uud .

Ue lO/l.l/%

Amslia 062498: Quantitated and Printed by smh 10/20/99
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3EST COPY ‘AVAILABLE
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Quantify Calibration Report
Tox 143: Rat Ty, 0il ., Day 1.4

Fage 1

I ompound 1 name: PFOS
Coefficient of Determination: 0.989844
Calibration curve: 8.25151 * x + 352.987
Response type: External Std, Area

8.41e3-

i

“ Response-|

iCurve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

—~ Conc |

oL
L 0.0

200.0

400.0

600.0

800.0

Amalia 062499: Quantitatad and Printad by amh 10/20/99
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3EST COPY AVAILABLE

Quantify Calibration Report
Tox 145: Rat 1Y s, Day 1,4

_ 7.7 44
iCompound 2 name: PFOSA
|Coefficient of Determination: 0.997888
Calibration curve: 26.5524 * x + 23.6545
Response type: External Std, Area
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

2.60e4-

i
i Response-|

[6]

Conc |

T

0.0 200.0 400.0 ‘ 600.0

8000 ;

Mmelia 062490: Quantitated and Printed by wmh 10/20/99
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Quantify Calibration Report Page 3
Tox 145: Rat gw ons, Day 1,4

Compound 3 name: POAA v

iResponse Factor: 33.2811 ;
|[Response type: External Std, Area

|Curve type: RF

|

| 54.4-

Response|

0 ‘ : : : Conc |
0.0 0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9 1.0 i

Mmelin 062499: Quantitated and Prianted by smh 10/20/99
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Quantify Calibration Report
1

Tox 145: Rat oy~ DL ., Day 1,4

‘Compound 4 nanie: IS (Ch2) :
‘Response Factor: 3976.31

Response type: External Std, Area

Curve type: RF

4.86¢3-

By

|

y

T T T T T

| 0
f 00 01 02 03 04 05 06

0.7

0.8

0.9

1.0

Conc |

)

Amalia 062498: Quantitated and Printed by mmh 10/20/99

C@C@,ﬂé»ﬂ%ﬁ99

000723



LS

Page 1
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Nethod Report

Method file: N:\amelis-rats.PRO\MethDE\101999%a. .mib
Last modified: Wed Oct 20 O8:16:18 19930 ¢
Compound: 1: Pros

Printed: Thu Oct 21 15:13:17 1999

Compound Nama: PFOS

Internal Ref (None]

Quantify Tracs: TIC

Canc. of Standards: Conc. A

User RF Value: 1.000000, Disabled

User Peak Factor: 1.000000

Integrate Window Factor: 2.000

ChromatOogram RMass window: 1.0000Da

Peak Location

Retention Time (mins):
Relative Retention Time:
RT Reference:

Time MWindow (mins):

Peak Selaction:
Response

Response Type:
Response:
Calibration Curves

Polynomial Type:
Point of Origin:

Fit Meighting:

Axis Transformation:
Concentration

Units:
Noise

Paak~to-peak amplitude:
Smooth

Smoothing:

Window size (scans):
Number of smooths:
Smoothing method:
Baselines

Join valley threshold:
Reduce peak tailing:
Raise baseline maximum:

Peak Sognratien

Draw vertical threshold:
Detesct shoulders:
Shoulder threshold:
Response Threshold

Relative height:
Absclute haight:
Relative agea:
Absclute area:

7.167, Enabled
0.000, Disabled
{None]

0.358

Nearest

External
Areas

Linear
Exclude
1/x
None

100

Enabled

30.00
200.00
5.00

$0.00
Disabled
30.00

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled
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Method Report Page 2
Method file: N:\amslis-rats.PRO\MethDB\101999s . mib
Last modified: Wed Oct 20 00:16:18 19930 ’
Compound: 2: PFOSA
Printed: Thu Oct 21 1%5:13:18 1999
Compound Name: PFOSA
Internal Ref.: [None]
Quantify Trace: TIC
Conc. of Standards: Conc. B
User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da
Paak Location
Retention Time (mins): 7.824, Tnabled
Relative Retention Time: 0.000, Disabled
RT Reference: {None]
Time Window (mins): 0.262
Peak Selsction: Nearest
Response
Response Type: External
Response: Arsas
Calibration Curves
Polynomial Type: Linear
Point of Origin: Excluds

R Fit Weighting: /x

. Axis Transformation: None

Concentration
Units:
Noise
Peak-to~peak amplitude: ™"
Smooth
Smoothing: Enabled
Window size (scans): 2
Number of smooths: 1
Smoothing method:
Baselines
Join valley threshold: 30.00
Reduce peak tailing: 200.00
Raise baseline maximum: 5.00
Peak Separation
Draw vertical threshold: 90.00
Detect shoulders: Disabled
Shoulder threshold: 30.00
Response Threshold
Ralative height: 1.50, Disabled
Absclute height: 0.00, Disabled
RelaLive area: 2.00, Disabled
Absolute area: 0.00, Disabled

GG0 /25
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Method Report

Page 3
Method file: N:\amelia-rats.PRO\MethDB\101995a.mdb ’
Last modified: Wed Oct 20 09:16:10 1993C :
Compound: 3: POAA
Pranted: Thu Oct 21 15:13:18 1999

Compound Name!

Internal Ref.: [Nene)
Quantify Trace: TIC
Conc. of Standards: Fixed
User RF Value: 1.000000, Disabled
User Psak Factor: 1.000000
Intagrate Nindow Factor: 2.000
Chromatogran mass window: 1.0000Da
Peak location
Retention Time (mins}: 6.947, Enabled
Relative Retention Time: 0.000, Disabled
RT Reference: {None]
Time Window (mins): 0.239
Peak Selection: Nearest

nse
Response Type: External
Response: Areas
Calibration Curves
Folynomial Type: Linear
Point of Origin: Exclude
Fit Neighting: /%
Axis Transformation: None
Concentration
Units:
Noise
Peak-to-peak amplitude: 94
Smooth
Smoothing: Enabled
Window size (scans): 2
Number of smooths: 1
Smoothing methed:
Baselines
Join valley threahold: 30.00
Reduce peak tatling: 200.00
Raise baseline maximum: 5.00
Peak Separation
Draw vertical threshold: 90.00 .
Detect shoulders: Disablad
Shoulder thrashold: 30.00
Response Threahold
Relative height: 1.50, Disablad
Absolute height: 0.00, Disabled

Relative ar
Absolute

2.00, Disabled
0.00, Disabled

0C0'726
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Method Report

Page 4
Method file: N:\amelis-rats.PRO\NathDB\101999a . mdh
Last modified: Wed Oct 20 08:16:18 1999C ’
Compound! 4: 18 (Chd)
Printed: Thu Oct 21 15:13:18 1999
Compound Name: IS {(Ch2)
Internal Ref.: {None)
Quantify Trace: TIC
Conc. of Standards: Fixed
User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.00000a

Peak Location

Retention Time (mins):
Relative Retention Time:
AT Reference:

Time Window (mins):

Peak Selection:
Response

Response Type:
Response:
Calibration Curves

Polynomial Type:
Point of Origin:
Fit Meighting:

Axis Transformation:
Concentraticn

Units:
Noise

Peak-to-peak amplitude:
Smooth

Smoothing:

Window siza {(scans):
Number of smooths:
Smoothing method:
Basalines

Join valley threshold:
Reduce peak tailing:
Raise baseline maximum:
Peak Separation

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Response Threshold

Relative height:
Absolute height:
Relative
Absolutse

6.910, Enabled
0.000, Disabled
{Nons}

0.406

Nearest

Extearnal
Areas

Linear
Exclude
/%
¥one

Enabled

1.50, Disabled
0.00, Disabled
2.00, Disablec
0.00, Disabled
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AMELIA 062498: FACT Equipment Log ,99114

Quattro I, #6448E

DATE: 10/19/99

ANALYST: mmh

181975

'PAGE

STUDY NUMBER:TOX145  MATRIX: ratliver DESCRIPTION: dil

FACT Method: ETS-8-7.0

Injection volume: 10 ul

Cycle time:_10 min, Electrode: Z-Spray

Mobile Phase: (A)2.0 mM NH4CH3CO2 (B) MeOH

TN-A- or stndrd number - (A) 99085-10-14 (B) TN-A-2997
Prepared (date/by): (A) 10/16/99 sah (B) 10/16/99 sah
Expires: (A) 04/00 (B) 04/00

Storc atroomtemp? [¥] or N Other:

Guard column: None

Part number: na Lot number: na

Analytical column: Keystone Betasil

Size: 2 x 50 mm Type: C18 Sphere size: 5 um

Part number: 055-701-2

Analytical parameters:
Drying gas (L/hr): 300

LC Flow rate: 300 uL/min. Back pressure: 62 bar

HPLC solvent gradient: 10min-10-95

Time (min.) %B
1)0.00 10.0
2)1.00 10.0
3)5.50 95.0
4) 71.50 95.0
5) 8.00 10.0

Lot number: P9E11

ESI nebulizing gas (L/hr) 10

Serial number:0591816Z

Sheath gas (L/hr) 0
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BEST COPY AVAILABLE

Tuning Method Report :

Page 1
Method: C: \MASSLYNX\AMELIA-RATS . PRO\ACQUDB\PFOS1~-6KV
Printed: Tue Oct 19 10:25:49 1999
MS
SOURCE ( ESP-~ ) Set Rdbk MS1 Set Rdbk
Capillary 1.60 1.59 LM Resolution 15.0
Cone 40 ~-40 HM Resolution 15.0
Extractor S -5 Ion Energy 2.0
RF Lens 0.2 Ion Energy Ramp 0.0
Source Block Temp. 150 153 Lens 6 4 8
Desolvation Temp. 250 248 Multiplier 650
Pressures Rdbk MS2 Set Rdbk
LM Resolution 14.0
Analyser Vacuum 1.2e~-4 HM Resolution 14.0
Collision 10 11
Gas Cell 4.6e-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens 8 40 39
Lens 9 0 12
Multiplier 650
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Scanning Method Report Page 1
" Method: C: \MASSLYMX\AMELIA-RATS . PRO\ACQUDB\ 1 OMIN-PTOS - POAN~-I 8- PFORA

Last Modified: Mon Oct 11 08:22:17 1999

Printed: Tue Oct 19 10:22:46 1999

Sclvent Delay ( mins ) : 0.00

Function : 1 MM of 1 Mass Pair ( ESP- )

Inter Channel Delay ( Secs ) : 0.03

Span ( Daltons } : 0.00

Start Time { Mins ) 0.00

End Time ( Mins ) : 10.00

Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Energy {(eV) Cone {( V)
1 411.00 169.00 0.30 30 15

Functaon : 2 MRt of 1 Mass Pair ( ESP- )

Inter Channel Delay ( Secs ) : 0.0)

Span ( Daltons ) : 0.00

Start Time ( Mins ) : 0.00

End Time | Mins } @ 10.00

Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Energy (eV} Cone (V)
1 499.00 99.00 0.30 R 13 60

Yunction : 3 M of 1 Mass Pair ( RAP- )

Inter Channal Delay { Secs } : 0.03

Span ( Daltona } : 0.00

Start Time ( Mins ) : 0.00

End Time ( Mins ) : 10.00

Repeats : 1
Channel Pacrent Daughter Dwell (Secs) Coll Energy (eVl Cone { V)
1 427.00 80.00 0.30 40 60

Function : 4 Wt of 1 Mass Pair { ESP- )

Inter Channel Delay ( Secs } : 0.03

Span ( Daltons ) : 0.00

Stact Time { Mina ) : 2.00

End Time ( Mins ) : 10.00

Repeats : 1

Channel Parent Daughter Dwell (Secs) Coll Energy (eV) Cone ( V)

1 496.00 78.00 0.40 45 60
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Massiynx - Sample List

Sample List: C:\MASSLYNX\amelia-rats. PRO\SampleDB\101999a.SPL
Printed: Tue Oct 19 14:10:27 1999

Page 1
Page Position: (1, 1)

-l
IovoNOOALNS

File Name

101999001
101899002
101999003
101999004
101999005
101999006
101998007
101999008
101995009
101999010
101999011
101999012
101999013
101999014
101899015
101999016
101999017
101999018
101999019
101998020
101998021
101989022
101999023
101999024
101999025
101999026
101999027
101998028
101999029
101999030
101999031
101999032
101999033
101999034
101999035
101999036
101999037
101999038
101999039

Flle Text

MeOH

MeOH

Tox 145:
Tox 145:
Tox 145:
Tox 145:
Tox 145:
Tox 145:
Tox 145;
Tox 145:
Tox 145:
Tox 145:
Tox 145:
MeOH

Tox 145:
Tox 145;
Tox 145:
Tox 145:
Tox 145:
Tox 145:
MeOH

Tox 145:
Tox 145:
Tox 145:
Tox 145:
Tox 145:
Tox 145:
MeOH

Tox 145:
Tox 145:
Tox 145;
Tox 145:
Tox 145:
Tox 145:
Tox 145:
Tox 145:
Tox 145:
Tox 145:
Tox 145:

RBL10139-H20 bik-11, Ext SEE 10-13-99
RBL10139-Liver blk-11, Ext SEE 10-13-99
RBL10139-5 ppb-11, Ext SEE 10-13-99
RBL10139-10 ppb-11, Ext SEE 10-13-99
RBL10138-25 ppb-11, Ext SEE 10-13-99
RBL10139-50 ppb-11, Ext SEE 10-13-99
RBL10139-100 ppb-11, Ext SEE 10-13-99
RBL10138-250 ppb-11, Ext SEE 10-13-99
RBL10139-500 ppb-11, Ext SEE 10-13-89
RBL10139-750 ppb-11, Ext SEE 10-13-99
RBL10139-1000 ppb-11, Ext SEE 10-13-99

9R03237M, Day 4, Control, D:100
9R03245M, Day 1, 5 mg/kg, D:100
9R03246M, Day 1, 5 mg/kg, D:100
9R03247M, Day 1, 5 mg/kg, D:100
9R03248M, Day 1, 5 mg/kg, D:100
RBL10139-250 ppb-11-2, Ext SEE 10-13-99

9R03249M, Day 1, 5 mg/kg, D:100
9R032651M, Day 4, 5 mg/kg, D:100
SR03252M, Day 4, 5 mg/kg, D:100
9R03253M, Day 4, 5 mg/kg, D:100
9R03254M, Day 4, 5 mg/kg, D:100
RBL10139-250 ppb-11-1, Ext SEE 10-13-99

RBL10139-H20 blk-11, Ext SEE 10-13-99
RBL10138-Liver bik-11, Ext SEE 10-13-99
RBL10139-5 ppb-11, Ext SEE 10-13-99
RBL10139-10 ppb-11, Ext SEE 10-13-99
RBL10139-25 ppb-11, Ext SEE 10-13-99
RBL10138-50 ppb-11, Ext SEE 10-13-99
RBL10139-100 ppb-11, Ext SEE 10-13-99
RBL10138-250 ppb-11, Ext SEE 10-13-99
RBL10139-500 ppb-11, Ext SEE 10-13-99
RBL10139-750 ppb-11, Ext SEE 10-13-99
RBL10138-1000 ppb-11, Ext SEE 10-13-99

MS File

10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFQOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-(S-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFQOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA

10MIN-PFOS-POAA-IS-PFOSA -

10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
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Massiynx - Sample List
Sample List: C:\MASSLYNX\amelia-rats. PRO\SampleDB\101998a.SPL

Printed: Tue Oct 19 14:10:27 1999

Page 2
Page Position: (2, 1)

Inlet File

10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
12 10min-10-95
13 10min-10-95
14  10min-10-95
15  10min-10-95
16  10min-10-95
17  10min-10-95
18  10min-10-985
19 10min-10-95
20  10min-10-95
21 10min-10-95
22 10min-10-95
23  10min-10-95
24  10min-10-85
25 10min-10-85
26  10min-10-95
27  10min-10-95
28  10min-10-95
29 10min-10-95
30 10min-10-95
31 10min-10-95
32 10min-10-95
33  10min-10-95
34  10min-10-95
35 10min-10-95
36 10min-10-95
37  10min-10-95
38  10min-10-95
39  10min-10-95

J3veNonbwNa

Bottle Inject Volume

91
91

- 2ODNONAEWN -

-

10
10
10
10
10
10
10
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o
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o
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FACT: DATA REVIEW SUMMARY FORM

Date: "’/éb/ﬂ s
Zis |
Tox 145 — Mpfy

Matrix/Timepoints: _Zebyt Lowev (ume — eck. /r2f23 Litt)

Data Analyst:

FACT Study #:

Sample List: [0Z59Fc

Set-up Analysis

Date/Analyst: 1ofes/29 Tas
Instrument: égm 062781

Analyte: __70AA (q[l)®

R2:_ ().7945106

Calibration Checks: __ 4/
PIA
A A

MS/MSD:

Data Status:

fogL '/ A

Data Review Sign-Off

‘ An-llylt Review

Name/Date: _Jas 1924/39

Technical Review

Name / Date: #ﬁ’ /0//2 7,/,0'(’

Quality Assurance Review
Name / Date:

Data Batry: __ Mo u\"va

UC_lo[23/a9

Comments / Justifications:

@ /A3 o

d 3 re,

7%

song_Lre

He /'“._ef VﬂUg; 7Z¢ 3’7T1;g1-

Ad—a/ra L rdev

-»[‘jel a 1> tolue of suove Jlar

Analyte: 7705 (ciz )®

jAcceptable Linear Range: /730,;;)_4 —> 307,,;, yA

0.9¢. '7E1< Cliue F:.‘J; AMas ggl_:,lg'
of L |, of ads
troued iF . ~ Tns Ploslos  Avee

Connrt= Lr Poan W"Iﬂo — Tas I74‘/ 44

LOQ: /2-367?4 Extracted Blank: Jess fax £0g ® 7 l./f,,[, oindeas

R2:_0. 92922 Matrix Blank: /s Hlan LoQ From Hoewrre ao that e [oer Bk
Calibration Checks: _A/4 woidd be less Hon L Log T
MS/MSD: LA 614 )

Data Status: M2 Ucladed in order b propile a

Analyte: o (C‘/3)@

Acceptable Linear Range: AA
LOQ: __AA
R™2: MNA

Extracted Blank: _ A4
Matrix Blank: _ A4

Calibration Checks: _ M4

> Uc 10]29/44

2 Am_t._er pange bhé laspy -&;gé
Lviations /e:ij@»'% 3% . z‘"%é/fi
@ Aree ('azgé.f Is égl’ac/ Lon sr_s_é' o2

Tee

15

y :o& Gf Q"
ey, /O M ‘#

Hho tho Bl & s /&;4. —Fns Mautes

000733
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FACT: DATA REVIEW SUMMARY FORM

Datc: » /3‘/1?

Data Analyst: Ixs

FACTStudy#:  Toxifs - molu

Matrix/Timepoints: bivev furve — cuk. 123/,
Sample List: Jozs 97 ¢

ge:;:mm ) /zs/ﬁ TAs

Instrument: AM& 0é 28 £2

Analyte: _Prasa ( o»-{)®

| Acceptable Linear Range: 36?0774, ——-*/z'u,;azl
LOQ: 3»70777,_;
R2: _ 0.-77442

Calibration Checks: A&

Matrix Blank: /ews

Extraction Blank: _/ess flan L0

R

MS/MSD: NA

Data Status: v/

Pa% 1./;}_

Data Review Sign-Off

. Analyst Review

Name/Date:_T&s I%/p. /o9

Technical Review
Name / Date: R ’Dl-'-ﬂ,l, 1/ A 10/2._7/7?
Quality Assurance Review

Neame / Date:

Data Entry: __No 6’11"3 (AC 10/_21[9?
Comments / Justifications:

@7& (3 end lz_abzhé Porms wreve
o £o %L# /Ao 4 M,Jnx

Lllaks inid] b fes Har Ho
_lﬂl M“&M/ é/t‘ 447 %&
_beve foi I':jL "’fa.s_’f@lﬁ__

@ p 044 /Ex TrHCT] o) oMy s
" [} ~

T 22CA Coumrs, MEE 10[22/9F,

Analyte:

Acceptable Linear Range:

/

LOQ: Extracted Blank:

R"2: Matrix B

Calibration Checks:

MS/MSD:

/G oo b
/

Data Status:

Z

Analyte: /

v [

CalibrationChecks:

Matrix Blank:

{Acceptable Linear RIV
{LOQ: Extracted Blank:

D:

ta Satus:
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Quantify Compound Summary Report
TOX14S-rabbit liver curve- ext. 10/22/99 xww

Sample List: c-\mn.ux\-nuoccu PRO\SanpleDB\10239%c
Last modified: Tue Oct 26 09:34:39 1999

Method: c: M“llﬂﬂ‘” PRO\MathDB\102599¢
Last modified: Twe Oct 26 09:34:42 1999
Job Code:

Printed: Tue Oct 26 09:43:32 1999

Compound 1: POAA [Chl)

¢ Name Samplelist Text

1 102599035 MeOH Blank

2 102599026 MeOH Blank

3 102599017 TOX145~RBL10229~H20 Blank-1, 10/22/99 RwwW
4 102599038 TOX145-RBL10229~Liver Blank-l, 10/22/99 RWNW
5 102599039 TOX145~RBL10229-5ppb-1, 10/22/99 R

6 102599040 TOX145-RBL10229-12ppb-1, 10/22/99 RWW

7 102599041 TOX145-RBL10229-30ppb-1, 10/22/99 RwW

9 102599042 TOX145-RBL10229~-60ppb-1, 10/22/99 Rww

9 102599043 TOX145~RBL10229-120ppb~1, 10/22/93 RMW

10 102599044 TOX145-RBL10229-300ppb-1, 10/22/93 RWW

11 102599045 TOX145-RBL10229-600ppb-1, 10/22/99 KWW

12 102599046 TOX145-RBL10229-900ppb-1, 10/22/93 RWW

13 102599047 TOX145-RBL10229~1200ppb-~1, 10/22/39 RWN

Amalia 062498: Quantitated and printed by ias 10/26/99

Standard
Standard
Scandard
Standard
Standard
Standard
Standard
Standard
Standazd

atd Cone

$20.00
1227.00

76.64 bb 25
87.83 Mt =29
454.03 bbx 48
644.57 bbd 5
897.16 bb -2
1238.10 bb 1
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Quantify Compound Summary Report
TOX14S-rabbit liver curve- ext. 10/22/99 rom

sSample List: C: \MASSLYTIO(\amal 180624 98. PRO\SamplaDB\10239%¢c
Last modified: Tue Oct 26 09:34:39 1999

Mathod: C: \MASSLYNX\amal L 8062498 . PRO\MathDB\10259%0
Last modified: Tue Oct 26 09:34:42 1999
Job Code:

Printed: Tue Oct 26 09:43:52 1999

Compound 2: PFOS (Ch2)

& Hame Samplelist Text

1 102599035 MeOH Blank

2 102599036 MeOQH Blank

3 102599037 TOX145-RBL10229-H20 Blank-1, 10/22/99 RWW
4 102599038 TOXK145-RBL10229-Livar Blank-1, 10/22/99 RwW
5 102999039 TOX145~-RBL10229-Sppb-1, 10/22/99 RWW

6 102599040 TOX145-RBL10229-12ppb-1, 10/22/99% AWW

7 102599041 TOX145~-RBL10229-30ppb~1, 10/22/99 RWW

8 102599042 TOX145-RBL10229-60ppb-1, 10/22/99 RWW

9 102599043 TOX145-RBL10229-120ppb-1, 10/22/99 RWW

10 102599044 TOX145-RBL10229-300ppb~1, 10/22/99 RWW

-
k)

102599045 TOX145-RBL10229-600ppb-1, 10/22/99 AWNW
102599046 TOX145-RBL10229~900ppb-1, 10/22/9%9 R
12 102599047 TOX145-RBL10229-1200ppb-1, 10/22/99 RWW

>
~

Amslias 062498: Quantitated and printed by ias 10/26/99

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

std Conc

€.14
12.30
36.70
61.40
123.00
307.00
§14.00
921.00
1228.00

Conc.
0.00
0.00
0.00
0.00
2.95

12.07

31.89

66.44

106.12
317.e8
467,13
678.84
925.79

Flags tDev
bb

bb

bb

bb

bbX ~52
™ ~2
bb 4
bb [}
bb ~14
bb 4
bbX -24
bbx -26
bbx -25

0007736



Quantify Compound Susmary RAsport
TOX145-rabbit liver curve- ext. 10/23/99 W

Sanple List: C:\MASSLYNX\amel4ia062498 . PRO\SanpleDB\102899¢c
Last modified: Tue Oct 26 09:34:39 1999

Mathod : C: \IASSLNON\amal i \1
Last modified: Tus Oct 26 09:34:42 l”’
Job Coda:
Printed: Tus Oct 26 09:43:52 1999

Compound 3: I8 (Ch3)

Name Samplelist Text

102599035 MeCH Blank

102593036 MeOH Blank

102599037 TOX145-RABL10229~H20 Blank-1l, 10/22/99 RWM
102593038 TOX145-RBL10229-Liver Blank-1, 10/22/99 RWW
102599039 TOX145-RBL10229~-5ppb~1, 10/22/99 RWW
102595040 TOX145~RBL10229-12ppb~1, 10/22/99 MWW
102599041 TOX145~RBL10229-30ppb-1, 10/22/99 MW
102599042 TOX145-RABL10229-60ppb-1, 10/22/99 MWW
102599043 TOX345-RBL10229~120pphb~-1, 10/22/99 RWW

10 102595044 TOX145-RBL10229-300ppb-1, 10/22/99 R

11 102599045 TOX145-RBL10229-600ppb~1, 10/22/99 RMW

12 102595046 TOX145-RBL10229~900ppb~1, 18/22/99 KWW

13 102599047 TOX145-RBL10229-1200ppb-1, 10/22/99 R

VBN LEUNFe

Amslia 062494: Quantitated and printad by ias 10/26/99

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

3na
2208
2692
272%
2635
2559
2230
2409
2079
2041
2040

1.56
0.91

1.18
1.1
1.08
0.94
1.01
0.87
0.86
0.86



Quantify Compound Sussary Report
TOX145-rabbit liver curve- ext. 10/22/99 mm

Sasple List: C: VASSLIO\amal 12062498 . PRO\ SamplaDB\ 102599¢c
lLast modified: Tua Oct 26 09:34:39 1999

Method : C: MASSLYION\ amel 130624 98 . PRO\MethDB\ 102599
Last w!tlﬂ Tue Oct 26 09:34:42 1999
Job Code

Printed:

Tue Oct 26 09:43:52 1999

Page 4

Compound &4: PFOSA (Chd)

* Name Samplelist Taxt

1 102599038 MeOH Blank

2 102599036 HeOR Blank

3102599037 TOX145-RBL10229-H20 Blank-1, 10/22/99 RNN
4 102595038 TOX143-RBL10229-Liver Blank-1, 10/22/99 RWN
5 102599035 TOX145-RBL10229-5ppb-1, 10/22/99 RWW

€ 102599040 TOX145-RBL10229-12ppb~1, 10/22/99 RWNW

7 102599041 TOX145-RBL10229~-30ppb~1, 10/22/99 RuW

8 102599042 TOX145-RBL10229-60ppb-1, 10/22/99 RWW

9 102599043 TOX145-RBL10229~120ppb-1, 10/22/99 RWW

10 102599044 TOX145-RBL10229-300ppb-1, 10/22/99 RWM

11 102599045 TOX145~RBL10229-600ppb-1, 10/22/99% RwN

12 102599046 TOX145-RBL10229-900ppb-~1, 10/22/99 RWW

13 102599047 TOX145-RBL10229-1200ppb-1, 10/22/99 RWW

Amalia 062498: Quantitated and printed by ias 10/26/$9

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

std Conc

6.13
12.30
30.70
61.30

123.00
307.00
613.00
920.00
1227.00

RT
?7.781
7.774
7.783
2.71717
7.774
T.717
T.772
7.778
7.717
7.773
7.778
7.77%
7.778

Area Conc. Flags tDav

677 34.09 MM

350 15.5% bb

268 10.88 bb

208 7.44 bd

242 9.40 MMX 53

36 14.72 bbX 0

644 32.22 bb 5
1233 65.73 bb ?
1929 105.80 bb -4
5751 322.47 bb 5
10450 569.48 bb -4
15649 484.92 bb -4
22627 1281.3% bb 4

00738



BEST COPY AVAILABLE

Quantify Calibration Report
TOX145-rabbit liver curve- ext. 10/22/99 Xww

I.s "/u/ﬁ /? [otdf

Page 1

Compound T name: POAA (ChI)
Coefficient of Determination: 0.996986
iCalibration curve: 0.253166 * x + 36.3287

{Response type: External Std, Area

|Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

f 350-

|

|

i ;

| . i

| S

Response-

|

| o )
i
l
!
|

o
o4

) 2

i

|

! ) Conc '

i 00 2000 ' 4000 6000 ' 800.0 1000.0 1200.0

Amelia 062498: Quantitated and printed by Las 10/26/99
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BEST COPY AVAILABLE

Quantify Calibration Raport Page 2
TOX145-rabbit liver curve- axt. 10/22/99 wrw

Compound 2 name: PFOS (ChZ) Tt T T
Coefficient of Determination: 0.992922
Calibration curve: 6.34685 * x + 149.692

{Response type: External Std, Arca |
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None |
| 7.94e3- v '
|
|
{
, . I
| i
i o/ I
|
| // .
| yd
8
Response -
I - 8
s |
|
i
i / ‘
. !
; /;
| //
| QE Conc |
' ' . r . T T T : — Conc |
L 0.0 200.0 400.0 600.0 800.0 1000.0 12000

Amelia 062498: Quantitated and printed by ias 10/26/99
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BEST COPY AVAILABLE

Quantify Calibration Report Page 3
TOX14S-rabbit liver curve- ext. 10/22/99 om

‘Compound 3 name: IS (Ch3)

Response Factor: 2378.96

:Response type: External Std, Area . :
‘Curve type: RF i

!
|
| 2.73e3-
|

Response

o /

; /
| /

’ 0 < T T T T Y T Conc
| 0.0 0.1 0.2 0.3 04 0.5 0.6 0.7 0.8 0.9 1.0 ‘

Mmslia 062498: Quantitated and printed by ias 10/26/99
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BEST COPY AVAILABLE

Quantify Calibration Report
TOX14S-zabbit liver curve~ ext. 10/22/9% mm

‘Compound 4 name: PFOSA (Ch4)

Coefficient of Determination: 0.996087
Calibration curve: 17.5980 * x + 76.6733

Response type: External Std, Area

2.26e4

Response-|

iCurve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

200.0

T T

400.0 600.0 800.0

1000.0

Conc
_1200.0

Amslia 062498: Quantitated and printed by iss 10/26/99
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Tas tofrefog o lsfed
4 ( /

Method Report Page 1
Method file: C:\MASSLYNX\ana112062490. PRO\NethDB\102599c . mdb .
Last modified: Tue Oct 26 09:134:42 1999C
Compound: 1: POAA (Chl)
Printed: Tue Oct 26 09:44:34 1999
Compound Name: POAA {Chl)
Internal Ref [None)
Quantify Trace: TIC
Conc. of Standards: Conc. B
User RF Value: 1.000000, Disabled
User Psak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da
Peak Location
Retention Time (mins): 6.889, Enabled
Relative Retention Time: 0.000, Disabled
RT Referencas: {None]
Time Mindow (mins}: 0.252
Peak Selsction: Nearest
nse

Response Type: External
Response: Arsas
Calibration Curves

* Polynomial Type: Linsar
Point of Origin: Exclude
Fit Weighting: 1/x
Axis Transformation: Mone
Concentration
Units:
Noise
Peak-to-peaak amplituds: 91
smooth
Smoothing: Enabled
Window size (scans): 2
Number of smooths: 1
Smoothing method:
Bagelines
Join valley threshald: 30.00
Reduce peak tailing: 200.00
Raise baseline maximum: 5.00
Psak Separation
Draw vartical threshold: 90.00
Detect shoulders: Disabled
Shoulder threshold: 30.00
Response Threshold

Relative

1.50, Disabled
0.00, Dissbled
2.00, Disabled

Absolute 0.00, Disabled

000743




Method Report Page 2

Method file: C:\MASSLYNX\ameli2062498.PRO\MathDB\102599C . mdD N
Last modified: Tue Oct 26 09:34:42 1995C
Compound: 2: PFOS (Ch2)
Printed: Tue Oct 26 09:44:34 1999
Compound Name: PFOS (Ch2)
Internal Ref {None]}
Quantify T TIC
Conc. of Standards: Conc. A
User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da
Peak location
Retantion Time {(mins): 7.109, Enabled
Relative Retention Tima: 0.000, Disabled
RT Referance: {None)
Time Window (mins): 0.227
Peak Selection: Nearest
n

Response Type: External
Response: Areas
Calibration Curves
Polynomial Type: Linear

.. Point of Origin: Exclude

te Fit Weighting: X
Axis Transformation: None
Concentration
Units:
Noise
Peak-to-peak amplitude: 96
Swoath
Smoothing: Enabled
Window size (scans): 2
Number of smooths: 1
Smoothing mathod:
Baselines
Join valley threshold: 30.00
Reduce peak tailing: 200.00
Raise baseline maximum: 5.00
Peak Separation
Draw vertical threshold: $0.00
Detect shoulders: Disablied
Shoulder threshold: 3o.00
Response Threshold
Relative haight: 1.50, Disabled

0.00, Disablied
2.00, Disabled
0.00, Disabled

000714




Method Report

Method file:
Last modified:

Compound:

Printed:

C:\MASSLYNX\anel1a062490 . PRO\MathDB\102599¢.add
Tue Oct 26 09:34:42 1999C

3: IS (Chd)
Tue Oct 26 09:44:34 1999

Page 23

Compound Name:
Internal Ref.:
Quantify Trac
Conc. of Standards:

User RF Value:

User Peak Factor:
Integrate Window Factor:
Chromatogram mass window:
Peax Location

Retention Time (ming):
Relative Retenticn Time:
RT Reference:

Time Window {mins):

Peak Salection:
Response

Response Type:
Reaponss:
Calibration Curves

Polynomial Type:
Point of Origin:

Fit Neighting:

Axis Transformation:
Concentration

Units:
Noise

Peak-to-peak amplitude:
Smooth

Smoothing:

Window aize (scans):
Number of smooths:
Smoothing method:
Baselines

Join valley thresheld:
Recuce peak tailing:
Raise baseline aaximum:

Peak_Separation

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Responze Threshold

Relative height:
Absolute height:
Relative area:
Absolute area:

Is (Ch))
{None)
TIC
Fixed

1.000000, Disabled
1.000000

2.000

1.0000Da

6.924, Inabled
0.000, Disabied
(Nonel

0.2%2

Nearest

Extsrnal
Areas

Linear
Exclude
X
None

74

Inabled
2
1

30.00
200.00
5.00

$0.00
Disabled
30.00

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled

000745



Method Report Page 4

Method f£4i) C:\HMASSLYNX\anelis06249¢. PRO\MethDB\102599¢c.mdb .
Last modified: Tue Oct 26 09:34:42 1999C
Compound: 4: PFOSA {Ch4)
Printed: Tue Oct 26 09:44:34 1999
Compound Name: PFOSA (Chd)
Internal Ref.: {None]
Quantify Trace: TIC
Conc. of Standards: Conc. B
User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000
Intagrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da
Pesk location
Retention Time (mins): 7.851, Enabled
Relative Retention Tiae: 0.000, Disabled
RT Refetence: {None)
Tine Window (mins): 0.311
Peak Selection: Nearest
Response
Response Type: External
Response: Areas
Calibration Curves

. Polynomial Type: Linear

e d Point of Origin: Exclude

T Fit Weighting: /%
Axis Transformationm: None
Concentration
Units:
Noise
Peak-to-peak amplitude: 318
Smooth
Smoothing: Enabled
Window size (scans): 2
Number of smooths: 1

Smoothing method:
Baselines

Join valley threshold: 30.00

Reduce peak tailing: 200.00

Raise baseline maximum: 5.00

Peak Separation

Draw vertical threshold: 90.00

Detect shoulders: Disabled
Shoulder threshold: 30.00

Response Threshold

Relative height: 1.50, Disabled
Absolute height: 0.00, Disabled

Relative ar
Absolute ar

2.00, Disabled
0.00, Disabled

000746




e

AMELIA 062498: FACT Equipment Log ‘99114

Quattro II, #6448E

DATE: 10/25/99

ANALYST: ias

Fas I-/Qg/ﬁ

PAGE

STUDY NUMBER: TO145 MATRIX: Rabbit Liver DESCRIPTION: Curve

FACT Method: ETS-8-7.0
Injection volume: 10 ul

Mobile Phase: (A)2.0 mM NH4CH3CO2

TN-A- or stmdrd number (A) 99085-11-3

Cycle time:_10 min. Electrode: Z-Spray

(B) MeOH

(B) TN-A-2945

(B)_10/20/99 ias

(B)_04/00

Prepared (date/by): (A) 10/21/99 sah
Expires: (A) 04/00

Storcatroom temp? [¥] or N Other:
Guard column: None

Part number: na Lot number: na

Analytical column: Keystone Betasil

Size: 2 x 50 mm Type: C18

Sphere size: 5 um

Part number: 055-701-2

Analytical parameters:

Lot number: P9E11

Serial number:0591816Z

Drying gas (L/hr): 300 ESI nebuiizing gas (L/hbr) 10 Sheath gas (L/hr) 0

LC Flow rate: 300 uL/min.  Back pressure: 62 bar

HPLC solvent gradient: 10min-10-95

Time (min.) %B
1).0.00 10.0
2).1.00 10.0
3).5.50 95.0
4)7.50 95.0
5) 8.00 10.0

000747



BEST COPY AVAILABLE

Tuning Method Report Page 1
Mathod: C:\MASSLYNX\AMELIA~-RATS . PRO\ACQUDB\PFOS1~6KV
Printed: Mon Oct 25 10:13:58 1999

SOURCE ( ESP- ) Set Rdbk MS1 Set Rdbk
Capillary 1.60 1.60 LM Resolution 15.0
Cone 40 -60 HM Resolution 15.0
Extractor 5 -6 Ion Energy 2.0
RF Lens 0.2 Ion Energy Ramp 0.0
Source Block Temp. 150 151 Lens 6 4 7
Desolvation Temp. 250 250 Multiplier 650
Pressures Rdbk MS2 Set Rdbk
LM Resolution 14.0
Analyser Vacuum 1.2e-4 HM Resolution 14.0
Collision 10 46
Gas Cell 4.5e-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens 8 40 39
Lens 9 0 48
Multiplier 650

000748




Scanning Msthod Raport Page 1

3
Method: € : \MASSLYIOO\AMELIA-RATS . PRO\ACQUOR\ 10MIN~PPOS ~POM- IS~ PFOSA
Last Modified: Mon Oct 11 08:22:17 1999

Printed: Mon Oct 25 10:13:30 1999

Solvent Delay ( mins } : 0.00

Function : 1 MR of 1 Mass Pair [ ESP- )

Inter Channel Delay ( Secs ) : 0.03

Span ( Daltons } 0.00

Start Tame ( Mins ) 0.00

End Time ( Mins ) : 10.00

Repeats : i
Channel Parent Daughter Dwell (Secs) Coll Energy (eV)} Cone { V)
1 413.00 169.00 0.30 0 15

Function : 2 W6 of 1 Mass Pair ( BSP- )

Inter Channel Delay ( Secs ) : 0.03

Span ( Daltons ) : 0.00

Start Time ( Mins ) : 0.00

End Time { Mins ) @ 10.00

Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Energy {(eV) Cone { V)
1 499.00 95.00 0.30 ’ L] €0

Function : 3 Mt of 1 Mass Pair ( EB5P- )

inter Channel Delay ( Secs ) : 0.03

Span ( Daltons ) : 0.00

Start Time ( Mins |} : 0.00

End Time ( Mins ) : 10.00

Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Energy {eV) Cone ( V I
1 427.00 480.00 .30 40 60

Punction : 4 MW of 1 Mass Pair { RSP~ )

Inter Channel Delay ( Secs ) : 0.03

Span ( Daltons ) : 0.00

Start Time | Mins ) 0.00

End Time ( Mins ) : 10.00

Repeats : 1

Channel Parent Daughter Dwell (Secs) Coll Energy (eV) Cone ( V)
1 498.00 78.00 0.40 45 60

000749




Method Report ‘ Page 1
Method File: ci\masslynx\amelia-rats.pro\acqudb\10min-10-9S
Last Modified: Monday, Occopor 25, 1999 10:12:15
Printed: Monday, October 25, 1999 10:13:44
HP1100 LC Pump Initial Conditions
Solvents
A% 90.0
B% 10.0
Cx 0.0
D% 0.0
Flow (ml/min) 0.300
Stop Time (mins) 10.0
Min Pressure (bar) 0
Max Pressure (bar) 400
Oven Temperature Left (°C) 30.0
Oven Temperature Right (°C) 30.0
HP1100 LC Pump Gradient Timetable
The gradient Timetable contains 5 entries which are
Time A% B% Cs D% Flow Pregsure
0.00 90.0 10.0 0.0 0.0 0.300 400
1.00 90.0 10.0 0.0 0.0 0.300 400
5.50 5.0 95.0 0.0 0.0 0.300 400
7.50 5.0 95.0 0.0 0.0 0.300 400
8.00 90.0 10.0 0.0 0.0 0.300 400
HP1100 LC Pump External Event Timetable
The Timetable contains 3 entries which are :
Time Column Switch Contactl Contact2 Contact3 Contact4
Initial Off Of £ Off Off Off
0.00 Off on on Off on
0.10 Off Off Off Off Off

HP1100 Autosampler Initial Conditions

Draw Speed 200.0
Eject Speed (ul/min) 200
Draw Position (mm) 0.00
Stop Time (mins) 9.00
Injection Volume (ul) 10.0
Vial Number 13

000750



Massiynx - Sample List

Sample List: C:\MASSLYNX\amelia-rats. PRO\SampleDB\1 02599¢.SPL
Printed: Mon Oct 25 10:13:12 1999

Page 1
Page Position: (1, 1)

onSovsNonbwN=

File Name

102599035
102599036
102698037
102599038
102599039
102599040
102599041
102599042
102599043
102599044
102599045
102599046
102599047

Flie Toxt

MeOH Blank

MeOH Blank

TOX145-RBL10229-H20 Blank-1, 10/22/99 RWW
TOX145-RBL10229-Liver Blank-1, 10/22/99 RWW
TOX145-RBL10229-5ppb-1, 10/22/99 RWW
TOX145-RBL10229-12ppb-1, 10/22/99 RWW
TOX145-RBL10229-30ppb-1, 10/22/98 RWW
TOX145-RBL10229-60ppb-1, 10/22/08 RWW
TOX145-RBL10229-120ppb-1, 10/22/99 RWW
TOX145-RBL10229-300ppb-1, 10/22/99 RWW
TOX145-RBL10229-800ppb-1, 10/22/99 RWW
TOX145-RBL10229-900ppb-1, 10/22/99 RWW
TOX145-RBL10229-1200ppb-1, 10/22/09 RWW

MS File

10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-1S-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA

Inlet File

10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-40-95
10min-10-96
10min-10-85
10min-10-95



Masslynx - Sample List Page 2

Sample List: C:\MASSLYNX\amelia-rats. PRO\SampleDB\1 02599¢.SPL Page Position: (2, 1)
Printed: Mon Oct 25 10:13:12 1999

Bottle (Inject Volume

1 92 10
2 92 10
3 12 10
4 13 10
5 14 10
6 15 10
7 16 10
8 17 10
9 18 10
10 19 10
1 20 10
12 21 10
13 22 10

000752




FACT: DATA REVIEW SUMMARY FORM page Lot 2

AL

, Data Review Sign-Off ulos/9n
Date: { '/2 7/f ’ ’

s , Anllyst Review
Data Analyst: Tas Name/Date: _Jas / ’/ Zf/f?
FACT Study Lo srds " Techuieal Review

2
Matrix/Timepoints: - an, — Ot # Name / Date: M_@Z?i/i? ! lﬁl“\ Nov-4-99
e List: 102885 a Quality Assurance Review
el L Name / Date:
Set-up Analys;
D:(t:':mdyst: ’ ks s /Eas Data Entry: _ DU BT Qefaf ted & EHL Il/f/W
Instrument: $? o229 Comments / Justifications:
Q- So2 2 e

Analyte: __ 7oA (m:)@®

Acceptable Lincar Range: _L%?( —> 257 74

fLog: ExactionBlank: A4
R"2: 23, Matrix Blank: _ oM
Calibration Checks: _0k - %L Fuoin _y2% —> 5%

Data Status:

nastsD: By e ot — Gt wl2/o9 |

Analyte: __ffos (cy;)@
Acceptable Linear Range: __ /.04, 25'2—f4
LoQ__/ 0/»é Extracted Blank:_AJA

R72: 07973%‘ Matrix Blank: _ M4
Calibration Checks: - b —i%
MS/MSD(?_)E‘ ”,&!‘E¢ 2 E‘E‘Z@
Data Status:

Analyte: _ JFosa (c#3)®@

Acceptable Lincar Range: __ 25 b»l — &Y, ?L

LOQ: Z{.%:;L Extracted Blank: __p/ut

R"2: Matrix Blank: ___Ma
[Catibration Checks:

MS/MSD: ;2 Ql‘ éi?éﬂz %/_zﬁ
Data Satus:

Obtan e por bt wsd A 77/5

42,
ff@m guf A Lt[-) devratsens
ot S Ml L 4 e
b fss Han T L. Tl pere
ko blenls b estrect ond vas
M_ﬁ_%m. —ZIas "/24./”
PxE 5 = ot

.dkér fz )nm:& ar/ /Igu-gz

I e

SHon 3% i Ko fower batf oF

(14 LAV{

— Tus %1 /11

@ S o
PPL ?1:4‘5 e Jr‘%ﬁd (a6l
ﬁr_/w&ém‘

hons tyom Paiv

epiched tone. of pure Jhan £30%.
Ls beye -v[ao }UGL a/u-e 14

o siscaler [t el efusl Le

"(J‘;mtcv[ﬂ/f" Ths If/ar/i’

DML 7’0 W Y S‘ ) 7 Wult o). t‘%f dmiﬂj Wik gecur nﬁé/ /{M,J

bur u)if59

200753




FACT: DATA REVIEW SUMMARY FORM

,  Anslyst Review

;m'f&‘l..

Date: /0

4
Data Analyst: Tas
FACT Study ¥: Tox)¥s
Matrix/Timepoints: —os.
Sample List: L7954
Set-up Analysis
Date/Analyst:

Instrument:

Lefas/ts _ mez/Tus

_&7, D204

Anslyte: _ Ts (c#q @

[Acceptable Lincar Range: __ A48

PA% 2:.t2
WC

Data Review Sign-Off wlos]at

Name / Date:

Technical Review W\
Name / Date: V)

Quality Assurance Review
Name / Date:

Dsata Entry:

Comments / Jéhﬂons

@ J5 avec Cownts /ng
jﬂf LIrE i%: l-j Ms.

T ernes fud acee sty ollL

Calibration C)fecks:

LOQ: HA Extraction Blank _ANA .
ere A«[ /x -//-¢ /owr g& Znd
— M B _px | e e s ] —/A
e et Tl 2
| _rrméaiﬁgés/ (ol lly fm»fe/
s /:»44/ am«f —*5'%’6/75
Analyte: / @ A Kusl'o—/ca,/&f—k les M‘J
Acceptabie Linear Range: lltm petmﬁ Fha SBep, S«Ms
LOQ: Extracted Blank: Zre ;«acé tj gher s émza/ mqlrle~
R2: Matrix Blank hor 84, N
Calibration Checks: &0{\ /uy// Ae /@A¢c4j an¢/ /Perun.
MS/MSD: V\\  Dede slodd ) be seal—
Data Status: \y _Tas t/z/es
Z
T —
Analyte: / /
:oc:puble Linear Range: / — &V
: ted Blank: \
R"2: / Matrix Blank: >§>"/

)
/

&
D
=)
~1
A
>




|
3

Quantifty

Compound Fwweary Report
TOX143-tween 80 doss confirmaciom-~

PFOS/FPOSA/POAA axt. 10/28/99 ias

Page 1

Sawpls List: C:1\MASSLYMX\ 80up020199 .pro\SanmplelB\102899a
Last modified: Fri Oct 29 07:02:56 1999
Method: 3 \ M, AY 29.pro\ 1
Last modified: Fri Oct 29 06:52:33 1999
Job Code:
Frinted: rri oct 2% 07:37:25 1999
Compound 1: POAA {Chl)

¢ Name Sawplelist Text TYpe std Conc T Arss Flags Conc. NDev

1 102899001 NeOH Blk

2 102895002 MeCH Blk

3 102899003 POMix-99086-43-1, lppb- 9/10/99 KWW Standaxd 1.00 7.043 17 m 0.85 -15

4 102899004 rOMix-99086-43-2, Sppb- 9/10/99 Kww Standard 5.02 7.107 38 bb 3.69 -26

5 102895005 PCUIx-99086-43-3, 10ppb- 9/10/99 RwW Standard 10.00 7.085%5 a7 mx 10.39 4

6 102895006 PCMix-99086-431-4, 25ppb- 9/10/99 RwW Standard 25.10 7.087 153 bb 24.719 -1

7 102895007 PMix-99086-43-5, SOppb- 9/10/99 RWW Standard 50.20 7.092 364 bb 48.04 -4

B 102895008 FCNix-99086-43-6. 100ppb- 9/10/99 RwW Scandard 100.00 7.088 743 bb 99.65 -0

9 102899009 FCMix-99086-43-7, 250ppb- 9/10/99 RWW Standard 251.00 7.110 1780 bb 240.63 -4
10 102859010 PCHix-99086-43-8, S00ppb- 9/10/9% RWW Btandaxd $02.00 7.102 3005 bbx 407.36 -19
11 102899011 PCMix-99086-43-9, 750ppb- 9/10/99 X Scandarad 752.00 7.131 3991 bbx 541.42 -2
12 102899012 MeOH Blk 7.106 9 bb 0.00

13 102899012 TOX145-PFOS/POAA in Tween-dose-2ppb- 10/28/99 IAS 7.130 447 bb 59.33

14 102899014 TOX145-PPOS/POAA in Tween-ms-dppb- 10/28/99 IAS 7.12% 415 bb $5.07

15 102099015 PCHix-35086-43-4, 2Sppb- 9/10/99 RMW Qc 25.10 7.129 219 m 28.36 13
16 102899016 MeOR 31k

17 102899017 TOX145-PPOSA in Tween-doser-200ppb- 10/28/99 IAS 7.311 418 bb 55.45

18 102899018 TOX145-PPOSA in Tween-ma-300ppb- 10/28/99 IAS 7.106 434 W 57.85

19 102899019 FCOUix-99086-43-7, 250ppb- 9/10/99 KWW Q< 251.00 7.132 1775 bb 240.01 -4
20 102899020 MoOE Blk

21 102895021 FCRix-99086-43-1, lppb- 9/10/99 RWW Standazrd 1.00 7.128 19 wx 1.10 10
22 10289%022 FOMix-99086-43-2, Sppb- 9/10/99 W Standard 5.02 7.126 46 bb 4.76 -5
23 102899023 FOUix-99086-43-3, 10ppb- 9/10/99 RWW Scandard 10.00 7.130 95 MM 11.48 15
24 102893%02¢ FOMix-99086-43-4, 25ppb- 9/10/99 RWW Scandard 28.10 7.187 212 vb 27.42 9
25 102899028 FCMix-99086-43- 50ppb- 9/10/99 RwwW Standard $0.20 7.13% 422 bb 56.00 12
26 102899026 POMix-99086-43- 100ppb- 9/10/99 Rww Standard 100.00 7.130 819 bb 109.94 10
27 102899027 PO x-99086-41- 250pphb- 9/10/99 Rww Standard 251.00 7.133 1818 bb 245.90 -2
38 102899028 PCNix-99086-43-8, S00ppb- 9/10/99 RWW Standard 502.00 7.128 3158 bbx 428.05 -1S
29 102899029 PCHix-99086-43-9, 750ppb- 9/10/99 RWW $tandard 752.00 ?7.129 4081 bbX $53.60 -26
Scup 02019%: Quantitated and primted Dy ias om 10/29/99
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Quantify Compound Summary Report
TAX14S-twean 80 doss confirmation- PPOS/PPOSA/POAN ext. 10/28/99 ias

Sample List:
Last modified: Fri Oct 3% 07:02:56 1399

Method:
Last modified:
Job Code:

Printed:

C: \MASSLYNX\50up0 20199 . pro\ SanplebB\ 1028992

1\ 199 .. A\ 16

9.pxr
Fri Oct 29 06:353:35 1999

Fri Oct 29 07:17:25 1999

Page 2

Compound 3: PFos {(Ch2)

e rd =g
LWNHOVEIAVEWNHE

WRRNRNMNRO N R
PUIANE LN P OO® IR

29

Noma

1032899001
102899002
102899003
102899004
102899005
102899006
102899007
102895008
102899009
102899010
102899011
102899012
102899013
102899014
102899015
103899016
1020899017
102899018
102899019
102895020
102899021
102899022
102899023
102895024
102899025
1028950286
102899027
102899028
102899029

Samplelist Text

MeOR Blk

MeCH Blk

FOUix-99086-43-1, 1lppb- 9/10/99 RwwW
PCMix-99086-43-2, Sppb- 9/10/99 RWW
FCMix-99086-43-3, 10ppb- 9/10/99 RwW
PCMix-99086-43-4, 25ppb- 9/10/99 RWW
PCMix-99086-43-5, SOppb- 3/10/99 RWW
PCMix-99086-43-6, 100ppb- 9/10/59 RWW
PCMix-99086-43-7, 250ppb- 9/10/99 RWW
PCNix-99086-43-8, 500ppb- 9/10/99 RWW
PCMix-99086-43-9, 750ppb- 9/10/99 RWW

KeOH Blk

TOX145-PFOS/POAA in Twesn-dose-2ppb- 10/28/99 IAS
TOX145-PPOS/POAA in Tween-me-4ppb- 10/28/99 IAS
PCHix-99006-41-4, 25ppb- 9/10/99 RwWW

MeOH Blk

TOX145-PFOSA in Tween-dose-200ppb- 10/28/99 IAS
TOX145-PPOSA in Tween-ms-300ppb- 10/28/99 IAS
POMix-99086-43-7, 250ppb- 9/10/99 Rww

MeOH M1k

PCMix-99086-43-1, 1ppb- 9/10/99 RWW
PCMix-99086-43-2, Sppb- 9/10/99 RwW
PCMix-99086-43-3, 10ppb- $/10/99 Ruw
POMix-99086-43-4, 25ppb- $/10/99 RWW
PCNix-99086-43-5, SOppd- 9/10/99 RWW
PCMix-99086-43~6, 100ppb- $/10/99 RWW
FCMix-99086-43-7, 250ppb- 9/10/99 RWW
FOMix-99086-43-8, 500ppb- 9/10/99 RWW
FCMix-99006~43-9, TS0ppb- 9/10/99 RWW

Soup 02019%: Quantitated and printed Dy ias om 10/29/99

Standard

Standard
Standard

Standard
Standard

Standard

1.0t

50.30
101.00
252.00
503.00
755.00

25.20

252.00

252.00
503.00
755.00

3

(3242433222210 1 118044431 b

452.47
€619.91

-10
-18

"N0756



Quantity SummaTy Report
TOX145-tween 80 dose coafirmation- PPOS/PFOSA/FOAA ext. 10/28/99 ias

Sample Lisc: C:\MABSLYRX\ 20upd 20199 . pro\ SamplaDB\ 102099
Last modified: Pri Oct 29 07:02:56 1999

Mathod: C: \MASSLYMX\ 20199 . pro 102

Laat

Job

Frinted:

wodified: Pri Oct 29 06:53:35 1999
Coda:

Fri Oct 29 07:37:23 1999

Page 3

Campound 1: PFOSA (Chl)

-
cComNOVAUNHRE

vl el el
X1

O
e downm

MRV NN
~wR0eO

nuMR
R

29

Soup 020199: Quantitated sad printed by ias on 10/39/9%

[ d

102899001
102899002
102899003
102899004
102893005
102899006
102899007
102899008
102895009
102899010
102899011
102899012
102899013
102899014
102893015
103099016
102859017
102899014
102895019
102895020
102899021
102899022
102899023
102899024
102899025
102899026
102899027
102899028
102899029

Saplelist Text
MeOH Blk

MeOH Blk
PCHix-99086-43-1,
PCHIX-99086-43-2,
FOUix-99086-43-3,
PCMix-99086-43-4,
PCMix-99086-43-S,
PCMix-99086-43-6,
FCMix-99086-43-7,
PCMix-99036-43-8,
FCRix-99086-43-9,
MeOH Blk

TOX145-PrOS/POAA in Tween-dose-Ippb- 10/28/99 IAS
TOX145-PFOS/POAA in Tween-ms-4ppb- 10/28/99 IAS

FCUix-99086-43-4,
MeOH Blk

TOX145-PPOSA in Tween-doser200ppb- 10/28/99 IAS
TOX145-PPOSA in Tween-ms-300ppb- 10/28/99 IAS

PCHix-99086-43-7,
MNeOH Blk

FCHix-99036-43-1,
PCHix-99086-43-2,
PCUix-99086~-43-3,
PCHix-99086-43-4,
PCNix-99086-43-5,
PCUix-99086-43-6,
FCMix-99086-43-7,
PCMix-99086-43-8,
PCMix-99086-43-9,

lppb- 9/10/99 RwW

Sppb- 9/10/99 Rww

10ppb- 9/10/99 Rww
25ppb- 9/10/9% T
S50ppb- 9/10/99 RwW
100ppb- 9/10/99 RWW
250ppb- 9/10/9% Rww
500ppb- 9/10/99 RWW
750ppb- 9/10/99 Rww

25ppb- 9/10/99 rom

250ppb~ 9/10/99 Rww

lppdb- 9/10/99 roms

Sppb~ 9/10/99 RWW

10ppb- 9/10/39 KXW
25ppb- 9/10/99 Rom
50ppb- 9/10/99 RwW
100ppb- 9/10/99 RWW
250ppb- 9/10/99 o
S00ppb- 9/10/99 RwW
750ppb- 9/10/99 RwWW

251.00
503.00
754.00

25.10

251.00

1.01
5.03
10.10
25.10
50.30
101.00
251.00
503.00
754.00

7.823

Area
559

204

762
2539
4612
10800
19708
43175
105704
205809
301294
1511
4283752
4315922
63186
12460
4302369
4271995
159170
14836
8217
8161
9260
16554
25954
51871
120810
217005
304590

§

A T L T L T T T L L

Cona.
0.00
0.00
0.00
0.00
2.11

17.23

39.00

96.84

249.16
491.80
727.16
0.00
10459.75
10538.37
145.2%
21.29
10505.25
10431.02
375.83

27.09

10.92

10.78

13.46

.29

54.26

117.60
286.08
521.17
735.21

-100
=100
-79
-31
-22

-4
-1
-2
-4

479

0TS



Quantify Compound Summary Report
FOX143-twean 30 dose confirmation- PPOS/PPOSA/POAL ext. 10/28/93 ias

Sample List:

rage 4

C: \MASSLYRX\ 50up0 20199 . pro\ SamplaDB\ 1028992

Last modified:

rFri Oct 2% 07:02:56

1999

Ry \ 93.pro\ 1
Last modified: Fri Oct 23 06:53:35 1599
Job Code:
Printed: rri Oct 29 07:37:2%5 1999
Compound 4: I8 (Chd)
# Name Samplelist Text TYDS std Come P Area Tiags Conc. \Dev
1 102899001 HeOR B1k 7.081 16 bb 0.00 -100
2 102899002 MeCH Blk
3 102899001 PCHix-99086-43-1, lppb- 9/10/99 RWW Standard 1.00 7.08) 4165 bb 1.26 26
4 102899004 FrOtix-99086-43-2, Sppb- 9/10/99 RWW Standard 1.00 7.102 4646 ba 1.40 40
5 102899005 FOUix-99086-43-3, 10ppb- 9/10/99 RWW Standard 1.00 7.101 4643 bb 1.40 40
6 102899006 FOLix-99086-43-4, 25ppb- 9/10/99 MWW Standard 1.00 7.103 4814 bb 1.48 45
7 102899007 FOLIx-99086-43-5, SOppb- 9/10/99 Rww Standazrd 1.00 7.109 4546 bb 1.3 37
8 102895008 POUix-990B6-43-6, 100ppb- 9/10/99 Rww Standaxd 1.00 7.102 4172 bb 1.26 26
9 102899009 FCUix-99086-43-7, 250ppb- 9/10/99 W Standard 1.00 7.3105 2873 bd 0.87 -13
10 102899010 PUix-99086-43-0, SO00ppb- 9/10/99 Rww Standard 1.00  7.120 2479 bb 0.75 25
11 102399011 PCNix-99086-43-9, 7SOppb- 9/10/99 Fww Standard 1.00  7.124 2203 bd 0.67 -33
12 102895012 MeOH Blk
13 102895013 TOX145-PFOS/POAA in Tween-dose-2ppb- 10/28/99 IAS 7.12¢4 3463 bb 1.05 5
14 102899014 TOX145-PPOS/POAA in Tween-me-dppb- 10/28/99 IAS 7.120 3528 wb 1.07 7
15 102899015 PCMix-99086-43-4, 25ppb- 9/10/99 Rww o« 1.00 7T.124 3185 »b 0.96 -4
16 102899016 MeOH Blk
17 102899017 TOX145-PPOSA in Tween-dose-200ppb- 10/28/99 IAS 7.1328 3679 bb .11 1
18 102899018 TOX145-PPOSA in Tween-sa-300ppb- 10/28/99 IAS 7.124 3545 bb 3.07 7
19 102899019 POUix-99086-43-7, 250ppb- $/10/99 R [+~ 1.00 7.137 2681 bb 0.81 -39
20 102899020 MeOR Blk
321 102899021 FOix-93086-43-1, 1ppb- $/10/99 W Standard 1.00 7.145 3119 B 0.94 -6
22 102099022 FOHix-39086-43-2, Sppb- 9/10/99 Rww $tandard 1.00 7.143 3041 bb 0.92 -8
23 102899023 FCHix-99086-43-3, 10ppb- 9/10/99 Fwm Standard 1.00 7.125 2979 bb 0.%0 -10
24 102899024 FCUix-99086-43-4, 25ppb- 9/10/99 W Standard 1.00 7.151 2937 bb 0.8% -11
25 102899025 PCRix-99086-43-5, S0ppb- 9/10/99 X Standard 1.00 7.141 2907 bb g.88 -12
26 102899026 PCOUix-99086-43-6, 100ppb- 9/10/99 nww Standard 1.00 7.147 2907 bb g.88 -12
27 102899027 POUix-39086-43-7, 250ppb- 9/10/99 mww Standard 1.00 7.149 2595 bb 0.78 -22
28 102895028 PCMix-99086-41-8, S00ppb- 9/10/99 5w Standard 1.00 7.145 2441 bb 0.74 -26
29 102899029 FOMix-99036-43-9, 750ppb- 9/10/99 Rww Standard 1.00 7.321 2112 b 0.64 -16

Soup 020199: Quantitated snd printed Dy ias om 10/39/98
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Quantify Calibdration
TOX14S-tween 3C dose comfirmation- PPOS/PFOSA/POAA ext. 10/28/99 ias

Taciofas frs 3. LAY
421, 7

Page 1

Compound 1 name: POAA (Ch1)
Coesfficient of Determination: 0.996938
Calibration curve: 7.35186 * x + 10.5814
Response type: External Std, Area
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

5.54e3

Response-

B B s o s o e B L I —
0.0 100.0 200.0 300.0 400.0 500.0

6000

T

LI e --.COnc
700.0

Soup 030199: Quantitated and pristed by ias om 10/29/9%
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Quantify Calibration Report

TOX145-twesn 30 dose confirmatiom- PROS/PPOSA/POAA axt. 10/28/99 ias

Page 2

Compound 2 name: PFOS (Ch2)
Coefficient of Determination: 0.999345
Calibration curve: 85.8285 * x + 40.9705
Response type: External Std, Area

6.48e4-

Response-

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

0.0 1000 2000

3000

4000

T

A R O
500.0

6000

__700.0

~—r Conc

Soup 020199: Cuantitated and printed by ias om 10/29/99
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Quantify Calibration Baport

TOX143-twean 80 dose confirmaticn- PFOS/PFOSA/POAA ext. 10/28/99 ias

Page 3

Compound 3 name: PFOSA (Ch3)
Coefficient of Determination: 0.995986
Calibration curve: 409.188 * x + 3750.14
Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
3.12e5

Response-

T

XX

00 1000

2000 3000 | 4000 | 5000

6000

7000

~r Conc

Boup 030199: Quantitated and pristed by ias on 10/39/99
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Quancify Calibration Page &
TOX145-tween 80 dose confirmatiom- FPOS/PFOSA/POAA ext. 10/28/99 itas

Compound 4 name: IS (Ch4)
Response Factor: 3310.11
Response type: External Std, Area
Curve type: RF

4.81e3 x

XX X X

X

Response-| %

0- T T T T Y T T T T y Conc
0.0 0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9 1.0

Boup 0201#9: Quantitated and printed by ias on 10/29/%9
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Method Report Page 1
Method file: C: \MASSLYNZ\s0up020199.pro\MethDB\102899%a .mdb N
Last modified: Pri Oct 29 06:53:35 1999
Compound : 1: POAA (Chl)
Printed: Fri Oct 29 07:38:25 1999
Compound Name: POAA (CB1)
Internal Ref.: {Nona]
Quantify Trace: TIC
Conc. of Standards: Conc. A
User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Pactor: 2.000
Chromatogram mass window: 1.0000Da
Retention Time (mins): 7.152, Enabled
Relacive Retention Time: 0.000, Disabled
RT Reference: {N¥ona]
Time Window (mins): 0.356
Peak Selection: Nearest
Response Type: External
Reaponse: Areas
. N Polynomial Typs: Linear

. - Point of Origin: Exclude
Pit Weighting: 1/x
Axis Transformation: Mone
Units:
Peak-to-peak amplitude: 83
Smoothing: Enabled
Window size (scans): 2
Nunber of smooths: 1

Smoothing method:

Join valley threshold: 36.00

Reduce peak tailing: 200.00

Raise baseline maximm: 5.00

Draw vertical threshold: 90.00

Detect shoulders: Disabled

Shoulder threshold: 30.00

Relative height: 1.50, Disabled

Absolute height: 0.00, Disabled

Relative 2.00, Disabled '

Absolute

0.00, Disabled

000763




Method Report

Mathod file:
Last modified:

C: \MASSLYNX\s0oup020139.pro\NethDB\102895a . mdd
rri Oct 29 06:53:35 1999

Page 2

Compound: 2: PPOS (Ch2)

Printed: Pri Oct 29 07:38:25 1999
Compound Name: PPOS (Ch2)
Internal Ref.: [None)
Quantify Trace: TIC

Conc. of Standaxds: Conc. B

User RF Value:

User Peak Factor:
Integrate Window Pactor:
Chromatogram sass window:

Retention Time (mins):
Relative Retention Time:
RT Reference:

Time Window (mins):

Pesk Selection:

Rasponse Type:
Reapons

Polynomial Type:
Point of Origin:
Pit Weighting:

Axis Transformation:

Unita:

Peak-to-peak amplitude:

8moothing:
Window

Join valley threshold:
Reduce peak tailing:
Raise caseline maximum:

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Relative height:
Abscolute height:
Relative arsa:
Abscluts area:

1.000000, Disabled
1.000000

2.000

1.0000Da

7.33S, Enabled
0.000, Disabled
{None]

Q.334

Mearest

External
Areas

Linear
Exclude
1¥2 4
None

Enabled
2
3

30.00
200.00
5.00

90.00
Disabled
30.00

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled

000764
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Kethod Report

Page )

Method file: C: \MASSLYNX\80up020199.pro\MethDE\ 102899%a . mdb
Last modified: Pri Oct 29 06:53:35 1999

Compound: 3: PPOSA (Chl)

Printed: Fri Oct 29 07:38:25 1999

Compound Name: PPOSA {(Ch))

Internal Ref.: [Wone}

Quantify Trace: TIC

Conc. of Standards: Conc. C

User RF Value:

1.000000, Disabled

User Peak Pactor: 1.000000
Integrate Window PFactor: 2.000
Chromatogram mass window: 1.0000Da

Retention Time (mins):
Relative Retention Time:

8.053, Enabled
0.000, Disabled

RT Reference: [None]
Time Window (mins): 0.445
Peak Selection: Nearest
Rasponse Type: External
Rasponse: Areas
Polynomial Type: Linear
Paint of Origin: Declude
Pit Weighting: mx
Axis Transformation: Nons
Unics:

Peak-td>-peak amplitude: 147
Smoothing: Rnabled
Window size (scans): 2
Wumber of smooths: 1
Smcothing method:

Join valley thrashold: 30.00
Reduce peak tailing: 200.00
Raise taseline maximum: 5.00
Draw vertical threshold: 90.00
Detect shoulders: Disabled
Shoulder thresheld: 3¢.00

Relati-e height:
Absolute
Relative are
Absclute area:

1.50. Disabled
0.00, Disabled
2.00., Disabled
0.00, Disabled

000765



Method Report Page &

Method file: C: \MASSLYNX\80upd20199 . pro\NethiDB\ 1028992 . mdb B
Last modified: Pri Oct 29 06:53:35 1999

Compound : 4: IS (Chd)

Printed: Pri Oct 29 07:38:25 1999

Compound Nama: I§ (Ché)

Internal Ref.: {Mone)

Quantify Trac TIC

Conc. of Standards: Fined

User RF Value:

1.000000, Disabled

User Peak Pactor: 1.000000
Integrate Window Pactor: 2.000
Chromatogram mass window: 1.0000Da

Rezention Time (mins):
Relat.ve Retention Time:

7.190, Enabled
0.000, Disabled

RT Reference: (Mone)
Time Window (mins): 0.290
Peak Selection: Nearsst
Reaponse Type: Bxtearnal
Respon. Arsas
Polynomial Type: Linear
Point of Origin: Exclude
Pit Weighting: uUx
Axis Transformation: Nona
Units:

Peak-to-peak amplitude: 70
Smoothing: Enabled
Window size (scans): 2
Number of smooths: 1
Smoothing method:

Join valley threshold: 10.00
Reduce peak tailing: 200.00
Raise baseline maximum: 5.00
Draw vertical threshold: 90.00
Detect shoulders: Disabled
Shoulder threshold: 30.00

Relazive height:
Absoluce height:

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled

000766
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SOUP 020199: FACT Equipment

Log 99092 PAGE /1
Quattro I, #6414E
DATE;_10-28-99
ANALYST:ias
STUDY NUMBER; TOX145 MATRIX: MDESCRMION;MMM
FACT Method:

Injection volume:_10ul, Cycle time: 10 min. Electrode: Z-Spray

Mobile Phase: (A)2:0 mM NH4CH3CO?2 BMOH
TN-A- or stndrd number  (A) 99085-113 (B).TN-A-2997

Prepared (date/by): (AMI0RYOmmh (B)_10/16/99 sah

Expires: (A).04/00 (B)_2010

Store atroomtemp? fY] or N Other:

Guard column: None _

Part number: pa Lot number;_pa

Analytical column: Keystone Betasil

Size:2 x50 mm_ Type: C18 Sphere size: 5 um

Part number: 055-70]-2 Lot number: P9E11 Serial number:0591804Z
Analytical parameters:

Drying gas (L/hr): 350 ESI nebulizing gas (L/hr)_13 Sheath gas (I/hr) Q
LC Flow rate: 300 yL/min. Back pressure: 65 bar

HPLC solvent gradient: 10min-10-95

1).0.00 10.0
2).1.00 10.0
3)35.30 95.0
4)1.50 95.0
5)8.00 10.0

000767



BEST COPY AVAILABLE

19/25/99
MEE
Tuning Method Report ' Page 1
Method: C:\MASSLYNX\SOUP020199.PRO\ACQUDB\PFOS3
Printed: Thu Oct 28 15:21:34 1999
SOURCE ( ESP- ) Set Rdbk MS1 Set Rdbk
Capillary 1.60 1.59 LM Resolution 14.0
Cone 60 -60 HM Resolution 14.0
Extractor 5 -7 Ion Energy 0.9
RF Lens 0.2 Ion Energy Ramp 0.0
Source Block Temp. 150 153 Lens 6 4 3
Desclvation Temp. 250 249 Multiplier 650
Pressures Rdbk us2 Set Rdbk
LM Resolution 14.0
Analyser Vacuum 6.1e-5 HM Resolution 14.0
Collision 60 28
Gas Cell 4.le-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens 8 40 38
Lens 9 0 28
Multiplier 650
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1%5/90 mee

Method Report . Page 1
Method File: C:\MASSLYMX\SO0UP020199 . PRO\ACQUDB\10min-10-95
Last Nodified: Thursday, October 28, 1999 13:44:134
’
Printed: Thursday, October 28, 1999 13:44:44

BP1100 IC Pump Initial Conditions

Solvents
A% 90.0
B% 10.0
C% 0.0
D% 0.0
Flow (ml/min) 0.300
Stop Time (mins) 10.0
Min Pressure (bar) 4]
Max Pressure (bar) 400
Oven Temperature Left(°C) 30.0
Oven Temperature Right (°C) 30.0

EP1100 IC Punp Gradient Timetable

The gradient Timetable contains 5 entries which are :

Time A% B% C% D% Flow Pressure
0.00 90.0 10.0 0.0 0.0 0.300 400
1.00 90.0 10.0 0.0 0.0 0.300 400
5.50 5.0 95.0 0.0 0.0 0.300 400
7.50 5.0 95.0 0.0 0.0 0.300 400
8.00 90.0 10.0 0.0 0.0 0.300 400
HP1100 IC Pump External Event Timetable
The Timetable contains 3 entries which are :
Time Column Switch Contactl Contact2 Contact3 Contact4
Initial Off off Off Off Off
0.00 off Oon on Off Oon
0.10 Off off Off off Off

EP1100 Autosampler Initial Conditions

Draw Speed 200.0
Eject Speed (ul/min) 200
Draw Position (mm) 0.00
Stop Time (mins) 9.00
Injection Volume (pl) 10.0
Vial Number 41
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. ez

Scanning Method Report

Nethod : c:\nul.m\uwo:ou’.mmuom-m-m-m-u'
Last Modified: PFri Oct 15 11:35:03 199%

Printed: Thu Oct 20 13:44:18 1999

Solvent Delay ( mins ) : 0.00

Fanction : 1 MR of 1 Mass Pair ( ESP- )

Inter Channel Delay ( Secs ) : 0.03

Span ( Daltons ) : 8.00

Start Time ( Mins ) : 0.00

Bnd Time { Mins ) : 10.00

Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Energy (eV) Cone { V }
1 413.00 169.00 0.30 30 15

Punction : 2 MRM of 1 Mass Pair ( ESP- )

Inter Channal Delay ( Secs } : 0.03

Span ( Daltons ) : 9.00

Start Time { Mins ) : Q.00

End Time ( Mins } : 10.00

Repeats : 1
Channel Farent Daughter Dwell (Secs) Coll Energy (eV) Cone ( V)
1 493.00 99.00 0.30 T 45 60

Punction : 3 W of 1 Mass Pair ( EsP- )

Inter Channel Delay { Secs ) : 0.03

Span { Daltons ) : 0.00

Start Time ( Mins ) : 0.00

Bnd Time ( Nins )} : 10.00

Repeats : 1
Channel Farent Dsughter Dwell (Secs) Coll Energy (eV) Cone ( V)
3 498.00 78.00 0.30 45 60

yunction : 4 WM of 1 Mass Pair ( RSP- )

Inter Channel Delay ( Secs ) : 0.0)

Span { Daltons ) : 0.00

Start Time ( Mins ) : 0.00

End Time ( Mins ) : 10.00

Repeats 1

Channel Parent Daughter Dwell (Secs) Coll Energy (eV) Cone { V)
1 427.00 80.00 0.30 40 60
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Massiynx - Sample List Page 1
Sample List: C:\MASSLYNX\soup020199.pro\SampleDB\102899a.SPL . Page Paosition: (1, 1)
Printed: Thu Oct 28 13:44:09 1999
File Name File Text MS File

1 102898001 MeOH Blk 10MIN-PFOS-POAA-PFOSA-IS
2 102899002 MeOH Blk 10MIN-PFOS-POAA-PFOSA-IS
3 102899003 FCMix-99086-43-1, 1ppb- 9/10/89 RWW 10MIN-PFOS-POAA-PFOSA-IS
4 102899004 FCMix-99086-43-2, Sppb- 9/10/89 RWW 10MIN-PFOS-POAA-PFOSA-IS
5 102899005 FCMix-99086-43-3, 10ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
6 102899006 FCMix-99086-43-4, 25ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
7 102899007 FCMix-99086-43-5, 50ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
8 102899008 FCMix-99086-43-6, 100ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
9 102898009 FCMix-99086-43-7, 250ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
10 102899010 FCMix-99086-43-8, 500ppb- 9/10/89 RWW 10MIN-PFOS-POAA-PFOSA-IS
» 1n 102899011 FCMix-99086-43-9, 750ppb- 9/10/98 RWW 10MIN-PFOS-POAA-PFOSA-IS
o 12 102899012 MeOH Blk 10MIN-PFOS-POAA-PFOSA-IS
13 102899013 TOX145-PFOS/POAA in Tween-dose-2ppb- 10/28/99 IAS  10MIN-PFOS-POAA-PEOSA-IS
14 102899014 TOX145-PFOS/POAA in Tween-ms-4ppb- 10/28/89 IAS  10OMIN-PFOS-POAA-PFOSA-IS
15 102899015 FCMix-99086-43-4, 25ppb- 9/10/89 RWW 10MIN-PFOS-POAA-PFOSA-IS
16 102899016 MeOH Blk 10MIN-PFOS-POAA-PFOSA-IS
17 102898017 TOX145-PFOSA in Tween-dose-200ppb- 10/28/99 IAS 10MIN-PFOS-POAA-PFOSA-IS
18 102899018 TOX145-PFOSA in Tween-ms-300ppb- 10/28/99 1AS 10MIN-PFOS-POAA-PFOSA-IS
19 102889019 FCMix-99086-43-7, 250ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
20 102899020 MeOH Blk 10MIN-PFOS-POAA-PFOSA-IS
21 102899021 FCMix-99086-43-1, 1ppb- 8/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
22 102899022 FCMix-99086-43-2, 5ppb- 9/10/89 RWW 10MIN-PFOS-POAA-PFOSA-IS
23 102899023 FCMix-99086-43-3, 10ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
24 102899024 FCMix-99086-43-4, 25ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
25 102899025 FCMix-99086-43-5, 50ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
26 102899026 FCMix-99086-43-6, 100ppb- 9/10/89 RWW 10MIN-PFOS-POAA-PFOSA-IS
27 102899027 FCMix-99086-43-7, 250ppb- 9/10/99 RWW 1OMIN-PFOS-POAA-PFOSA-IS
28 102899028 FCMix-99086-43-8, 500ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
29 102899029 FCMix-99086-43-9, 750ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
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19/28)9¢
MEE

Masslynx - Sample List Page 2

Sample List: CAMASSLYNX\soup020199.pro\SampleDB\1 02899a:SPL Page Position: (2, 1)
Printed: Thu Oct 28 13:44:09 1999

Inlet File Bottle Inject Volume Sample Type ConcA ConcB ConcC
1 10min-10-95 91 10 -- - - ——
2 10min-10-95 91 10 —- —— — —
3 10min-10-95 1 10 — - — -
4 10min-10-95 2 10 - - - ——
5 10min-10-95 3 10 - - — —
6 10min-10-95 4 10 —- - - —
7 10min-10-95 5 10 — . - ——
8 10min-10-95 6 10 —- - — ——
9 10min-10-95 7 10 - — —— -
10 10min-10-95 8 10 — - — —
" 10min-10-95 9 10 - - - —
12  10min-10-95 92 10 - - — —
13  10min-10-85 10 10 - - - —
. 14  10min-10-95. 11 10 — - —— —
15 10min-10-95 4 10 - - — —
16  10min-10-95 92 10 —- - — —
17  10min-10-95 12 10 -—-- - - o
18 10min-10-95 13 10 ~-- - — —
19  10min-10-95 7 10 -~ - - -
20 10min-10-95 92 10 -~ — — —
21 10min-10-95 1 10 - - - -
22 10min-10-95 2 10 - - — -
23 10min-10-95 3 10 - — - —
24 10min-10-95 4 10 - - - -
25 10min-10-95 5 10 - . —
26 10min-10-95 6 10 — - —
27 10min-10-95 7 10 - - -
28 10min-10-95 8 10 - - — -
29 10min-10-95 9 10 —- - — -
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FACT: DATA REVIEW SUMMARY FORM

Jﬂ/ﬁ

Date:

Data Analyst; .27{5

FACT Study #: T yds

Matrix/Timepoints: g éﬁr - g:ot#o[ £ / $c Z? et ,/ ii
Sample List: /05§5,

g::mumm Zas Yosfpy

Instrument: s cbzyes

Analyte: ToAA Cowy )@

Awephbhumkmp: )

LOQ: Extraction Blank: /¢35

R2: 02)’77,? Matrix Blankc _/ess

Calibration Checks: (K - Fama, Am  —5% —> /o4
MSMSD:_ p))ov

[Data Status: ]M Al heﬁd énum\ﬂ

Data Review Sign-Ofr

Analyst Review
Name/Date:  Tus "/df/ii

Technical Review
Name/Date: 7 /I/f/OV /éh ///?/79‘

Quaslity Assurance Review
Name/ Date:

Data Earry: -MQML bmL nig®

I s

@ e éﬂ {:&Z‘ aam.ﬁ (';./3?_4 (z.m¢4=
{ Boioph) here yof oo A,AV Han

Ao (m/m.aéo~ Llnd * Yoo, %,;,é
_ /r;m C’tm/"é
aa/ a4 aué. 2 ‘%./

T LAS %[/9’

Analyte: Jros (CHL@ - PIMO'KS nuaL/ ﬂ’i’éﬁf

“Acceptable Linear Range: é-éa?é - Zé,gé
LoQ: __ A’Z—.seﬁ.g _ Extracted Blank: _Lss Ale. Jog
R2: 099274 Matrix Blank: ;z:t:éa Ban Lo
Calibration Checks: 0&*% brom —27% —> s34
%
[Dxe st Dy [io0_Gp (e
Anslyte:  Ser, Cﬂ3)®
Acceptable Linear Range: VA
LoQ: AA Extracted Blank: _g/A
R"2: N Matrix Blank: __u/a
Calibration Checks: ___ a4
MSMSD: __ NJA

(Daua Serus: ok coe. 1 g9

Zo/aégz‘ poont 4/%,4 125 gof
Zx 7é£ %AA. 7% !?ac/rac/ggg .4( £
g A_‘é diag fx(‘@i -/mm. He Cere
ﬁ éééf; rasge Hat-
é« 574/:1)4;' «,/
ey e ? ML
A’/ Aaaéfrou»a/ ):ké :n[ W/é.é

"77*5%/4[;1
/9 & a;nj Z2,

=4 /. -

Wéz
@ vua/ St/ avea éou.u:/s n

L/L&J"-/ro/ SJ»"‘P‘S
Leve A‘w. '-In-‘ ’/°8/f7

MS Jis]

Fas 1103/41 f‘ [ef 2-
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FACT: DATA REVIEW SUMMARY FORM

Date: lll 03/ 7
Data Analyst: TAas
FACT Study ¥: Tox )45

Matrix/Timepoints: &é‘ér 1:0#.)42[ *(, éﬁ #Q -ed '2%

Sample List: /i dfffg;

Date/Analyst: Tas "/’5 2

0¢2Y¢s

[nstrument; M{ -

nstyre: Prasa con e

og__ % 70»4
R%2: (. 76’7:/5
Calibration Checks: QK -

Acceptable Linear Rangs: _?%FL———‘ /zzsz»L

Exnthnk:

Data Review Sign-OfT

Anilyst Review
Name/ Date: _TAS '/56/?9

Technical Review

Name / Date: C.r W[ {AC ll/o?}‘??
Quality Assurance Review
Name / Date:

Data Eatry: Vf;rt: 1 page | AC 11/04)99

Comments / Justifications:

e 6 2.30
_zzé Uéu rof 2x A./;Au/ _QL//c
yA s

Calibration Qhiecks:
MS/MSP:

Data Satus:

Dtz o et

Analyte:

Acceptable Linear Range: / /
fLog: Extracted B ;/"él_ /
R"2: Martrix B - //
Calibration Checks: -

Data Status: / F}/ \\\\O

Z

Analyte: / /

Acceptabie Linear Range: Z /

LOQ: Extracted Blank: /

R~2: / Matrix Blank: )




‘ T "/os/n p. lof ¢

uantify Cempound Summary Report Page 1
TOX145-rat liver, Day29 dose and control- ext. 11/4/99 RWW

Sample List: C: \MASILIC(\amel12062490 . PRO\SamplaDB\110599a
Last modified: Mon Nov 08 08:54:18 1999

Method: F:\amelia backup sep®9\amelia-rats.pro\NethDE\110599a
Last modified: Mon Nov 08 08:20:27 1999

Job Code:

Printed: Hon Nov 08 09:18:10 1999

Compound 1: POAA (Chl)

? Name Samplelist Text Type 8td Cone RT Axea Conc. Flags tDev Mod Comment
1 110599001 MeOH Blank
2 110599002 MeOH Blank
3 110599003 MeOH Blank
4 110599004 TOX145-RBL11049-WBlk-1, RWW- Bax 99-211 7.065 68 0.00 bb
5 110599005 TOX145~-RBL11049-RBL Blk-1, RWW- Box 99-211 7.041 60 0.00 bo
6 110599006 TOX145-RBL11049-6ppb-1, RWW- Box 99-211 Standard 6.13 7.015 79 ©.00 bbx ~100
7 110599007 TOX145-RBL11049-12ppb-1, RWW~- Box 99-211 Standard 12.30 7.009 100 0.00 M =100
8 110599008 TOX145-RBL11049-30ppb-1, RAWN- Box 99-211 Standard 30.70 7.016 115 0.00 MMx ~100
9 110599009 TOX145-RBLI1049-60ppb-1, RWW- Box 99-211 Standard 61.30 7.021 m 52.87 bb ~14
10 110599010 TOX145~RBL11045-120ppb-1, RWW- Box 99-211 Standard 123.00 7.013 234 117.58 bb -4
11 110599011 TOX145~RBL11049-300ppb~1, RWW- Box 99-211 Standard 307.00 §.998 442 330.89 bb 8
12 110599012 TOX145-RBL11049-600ppb~1, RMW- Box 99-211 Standard 6§13.00 6.996 786 694.65 bd 12
13 110599013 TOX145-RBL11049-900pph~1, RWW- Box 99-211 Standard 920.00 6.972 990 894,00 bb -3
14 110599014 TOX145-RBL11049~1200ppb-1, RMW- Box 99-211 Standard 1227.00 6.965 1228 1138.45 bd -7
15 110595015 MeCH Blank
16 110599016 TOX145-ATL, 9R03240-300ppb-MS, 11/4/99- Box $9-211 6.993 378 265.61 bb
17 110599017 TOX145-RTL, 9R03240-300ppb-MSD, 11/4/99 Box 99-211 6.976 3719 265.72 bb
18 110599018 TOX145-RTL, SR03240/M/Day29/Control, 11/4/99 \7.015 (3] 0.00 bb
19 110599019 TOX145-RTL, 9R03241/M/Day29/Control, 11/4/99 7.018 94 0.00 bb
20 110599020 TOX145-RTL, 9R03242/M/Day29/Control, 11/4/99 7.017 94 0.00 bb

. o 21 110599021 TOX145-RBL11049-300ppb~CC1-1, RWN- Box 99-211 Qc 307.00 6.93%0 404 291.80 bd -5
22 110598022 MeOH Blank
23 110599023 TOX145~RTL, 9R03243/M/Day29/Control, 11/4/99 7.015 93 0.00 bb
24 110599024 TOX145-RTL, 9R03I244/M/Day29/Control, 11/4/99 7.019 93 0.00 bb
25 110599025 TOX145-RTL, SROJI255/M/Day29/5mg/kg, 1174799 7.010 91 0.00 bb
26 110599026 TOX145-RTL, SR03256/M/Day29/5ag/kg, 11/4/99 6.992 98 0.00 bb
27 110599027 TOX145-RTL, 9R03257/M/Day29/5mg/kg, 11/4/99 6.999 91 0.00 bb
28 110599028 TOX145-RBL11049-300ppb-CC1-2, RWW- Box 99-211 oc 307.00 6.994 %0 277.30 bb ~10
29 110599029 MeCH Blank
30 110599030 TOX145-RTL, SR03258/M/Day29/Smg/kg, 11/4/99 7.019 77 0.00 bb
31 110599031 TOX145-RTL, SR03259/M/Day29/Smg/ky, 11/4/99 6.995 96 0.00 bb
32 110599032 TOX145~RBL11049-300ppb-CC1-1, RWW- Box 99-211 [+ 307.00 6.975 402 289.39 bb -6
33 110599033 MeOQH Blank
34 110599034 TOX145-RBL11049-WBlk-1, RWW- Box 99-211 7.011 a9 0.00 bb
35 110599035 TOX145-RBL11049-RBL Blk-1, RWW- Box 99-211 7.021 76 0.00 MM
36 110599036 TOX145-RBL11049-6ppb-1, RWN- Box 99-211 Standard 6.13 7.016 78 0.00 bbx -100
37 110599037 TOX145~RBL11049~12ppb-1, RWW- Box 99-211 Standard 12.30 6.994 104 0.00 MMX -100
38 110599018 TOX145-RBL11049-30ppb-1, RWW- Box 99-211 Standard 30.70 6.985 120 0.00 MMX ~100
3% 110599019 TOX145-RBL11049-60ppb-1, RWW- Box 99-211 Standard 61.30 §.987 173 54.77 bb -11
40 110599040 TOX145-RBL11049-120ppb~-1, AWM~ Box 99-211 Standard 123.00 6.997 240 123.52 bb 0
41 110599041 TOX145~RBL11049-300ppb-1, RWN- Box 99-211 Standarad 307.00 6.991 468 357.80 bb 17
42 110599042 TOX145~RBL11049-600ppb-1, RWN- Box 99-211 Standard 611,00 €.965 760 657.12 bb 7
43 1105990431 TOX145-RBL11049-900ppb-1, RWW- Box 99-211 Standard 920.00 6.969 1007 911.72 bb -1
44 110599044 TOX145-RBL11049-1200ppb-1, RWW- Box 99-211 Standard 1227.00 6.968 1268 1179.19 bb -4

Amelia 062498: Quantitated and reviewed by ias en 11/8/99
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Quantify Compound Susmary Report
TOX143-rat liver, Day29 dose and control- axt. 11/4/99 Jom

Sample List:

Last modified:
Method:
Last modified:

Job

Coda:

Printed:

C:\MASSLYNX\amalia0€2498_ PRO\SanpleDB\110599a
Mon Nov 08 $4:18 199

F:\amslia backup sep99\amalia-zats.pro\MethDB\110599a

Mon Nev 00 08:20:27 1999

Mon Nov 08 09:18:10 1999

Page 2

Compound 2: PFPOS (Ch2)

VR JovaLN .

NI R RIS R NI R R I b e = e e e e e
WD IOV AUNROVD A e WR O

30

W e W
@I aL e

39
40
41
42
43
44

Name

110599001
110599002
110599003
110599004
110599005
110599006
110599007
110599008
110599009
110599010
110599011
110599012
110599013
110599014
110599015
110599016
110599017
110599018
110599019
110399020
110599021
110599022
110599023
110593024
110599028
110599026
110599027
110599028
110599029
110599030
110599031
110599032
1105990133
110599034
110599015
110599036
110599017
110599018
110599019
110599040
110599041
110599042
110599043
110599044

Samplelist Text

MeOH Blank

MeOH Blank

MeOH Blank .
TOX145-RBL11049-WB1k-1, RNW- Box 99-211
TOX145-RBL11049-RBL Blk-1, RWW- Box 99-211
TOX145-RBL11049-6ppb-1, RWN- Box 99-211
TOX145-RBL11049-12ppb-1, RWW- Box 99-211
TOX145~RBL11045-30ppb-1, RWW- Box 99-211
TOX145-RBL11049-60ppb-1, RWW- Box 99-211
TOX145-RBL11049-120ppb-1, RWW- Box 99-211
TOX145-RBL11049-300ppb-1, RWN- Box 99-211
TOX145-RBL11049-600ppb—~1, RWW- Box 99-211
TOX145-RBL11049-900ppb-1, RWW- Box 99-211
TOX145-RBL11049-1200ppb~1, RWN- Box 99-211
MeOK Blank

TOX145-RTL, 9R03I240-300ppb-MS, 11/4/99~ Box 99-211
TOX145-RTL, 9R03240-300ppb-MSD, 11/4/99 Box 99-211

TOX145-RTL, 9R03240/M/Day29/Control, 11/4/99
TOX145-RTL, 9R03241/M/Day29/Control, 11/4/98
TOX145-RTL, 9R03242/M/Day29/Control, 11/4/99
TOX145-RBL11049-300ppb~CCl-1, RWW- Box 99-211
MeCH Blank

TOX145-RTL, SR03243/M/Day29/Control, 11/4/99
TOX145-RTL, 9SRO3244/M/Day29/Control, 11/4/99
TOX145-RTL, 9R03255/4/Day29/5mg/kg, 11/4/9%
TOX145-RTL, SR03I256/M/Day29/Smg/ kg, 1174799
TOX14S~RTL, 9R03257/M/Day29/5mg/kg, 11/4/9%
TOX145-RBL11049-300ppb~CC1l-2, RWN- Box 99-211
MeOH Blank

TOX145-RTL, 9RO3I258/M/Day29/Smg/kg, 11/4/99
TOX145-RTL, 9ROI259/M/Day29/5mg/kg, 11/4/99
TOX145-RBL11049-300ppb-CC1-1, RWM- Box 99-211
MeOH Blank

TOX145~RBL11049-WBlk-1, RWW- Box 99-211
TOX145-RBL11049-RBL Blk-1, RWW- Box 9$9-211
TOX145-RBL11049-6ppb~1, RWW- Box 99-211
TOX145-RBL11049-12ppb~1, RWW- Box 99-211
TOX145-RBL11049-30ppb-1, RWW- Box 99-211
TOX145-RBL11049-60ppb~-1, RWW- Box 99-211
TOX145~RBL11049-120ppb-~1, RWW~ Box 99-211
TOX145~RBL11049-300ppb-1, RWW- Box 99-211
TOX145-RBL11049-600ppb~1, RWW- Box 99-211
TOX145-RBL11049-900ppb-1, RWW- Box 99-211
TOX145-RBL11049-1200ppb-1, RWH- Box 99-211

Amalia 062498: Quantitated and reviewed by ias on 11/8/99

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

8td Conc

6.14
12.30
30.70
61.40

123.00
307.00
614,00
921.00
1228.00

307,00

307.00

307.00

6.14
12.30
30.70
61.40

123.00
307.00
614,00
921.00
1228.00

7.191
7.188
7.168
7.182
7.16%
7.171
7.167
7.186
7.167
7.167
7.147
7.172
7.183
7.170
7.164
7.166
7.157
7.160
7.168
7.163
7.137
7.165
7.142

201
196
157
2388
69

le8
145
96493
114302
108784
2676
72
107695
130162
2816
98

136
191
286
355
$45
878
1608
3667
6459
8268
10512

Conc.
0.00
0.00
0.00
0.00
0.00
0.00

10.61

25.94

61.71

134.29
343.39
634.97
825.00
1017.86
9.00
215.83
184.65
0.00
0.00
0.00
223.50
0.00
0.00
0.00
10112.21
11983.63
11403.78
253.78
¢.o00
11289.34
13€650.29
268.48
0.00
0.00
0.00
2.64
9.93
29.87
64.86
141.52
357.88
651,32
641.43
1077,24

Flags \Dev Mod Comment

bb
bb
bb
bb
bb
bbXx =100
] -4
bb ~15
bb 1
bb 9
bb 14
bb 3
bb -10
bbx -1?

- 'D‘L_WNM

EESESS R ERTEETEE

”b\\u)k. 1100
e

-13 e/

bb

bb

bbx -57

bb -19

bb -3

bb 6

bb 15

bb 17

bb 6

bb -9

bbX ~12



Quantify Compound Susmary Report Page 23
TCX145-rat liver, Day29 dose and control- ext. 11/4/99 Koww

Sample List: C:\ASSLYNX\analia062490. PRO\SamplaDE\110599a
Laat modified: Mon Nov 08 08:54:10 1999

Method: F:\amelia backup sepS9\amalia-rats.pro\MethDB\110899a
Last mod:ified: Mon Nov 08 08:20:27 1999

Job Code:

Printed: Mon Nov 08 09:18:10 1999

Compound 3: Surr (Ch3)

1 Name Samplelist Text TYpe 8td Conc RT Area Conc. Flags WDev Mod Comment
1 110599001 MeCH Blank
2 110599002 KeOH Blank
3 110599003 HeOH Blank
4 110599004 TOX145-RBLI1049-WB1lk-1, RWW- Box 99-211 7.052 4714 0.99 bb -1
5 110599005 TOX145-RBL11049-RBL Blk-1, RWW- Box 99-211 7.028 3503 0.73 bb -27
6 110599006 TOX145-RBL11049-6ppb-1, RWW- Box 99-211 Standard 1.00 7.026 4801 1.01 bb 1
7 110599007 TOX145-RBL11049-12ppb-1, RWW- Box 99-211 Standard 1.00 7.020 4858 1.02 bb 2
8 110599008 TOX145-RBL11049-30ppb-1, MW- Box 99-211 Standard 1.00 7.003 4445 0.93 bb -7
9 110599009 TOX145-RBL11049-60ppb-1, RWW- Box 99-211 Standard 1.00 7.032 5132 1.00 bb 8
10 110599010 TOX145-RBL11049-120ppb-1, RWN- Box 99-211 Standard 1.00 T7.024 5052 1.06 bt €
11 110599011 TOX145-RBL11049-300ppb-1, RWW- Box 99-211 Standard 1.00 7.011 4750 1.00 bo -0
12 110599012 TQX145-RBL11049-600ppb-1, RWM- Box 99-211 Standard 1.00 7.007 4715 0.99 bb -1
13 110599013 TOX:45-RBL11043-900ppb-1, RWW- Box 95-211 Standard 1.00 6.983 4022 0.84 bb ~16
14 110599014 TOX145-RBL11049-1200ppb~1, RWW- Box 99-211 Standard 1.00 7.000 3891 0.82 bb -18
15 110599015 MeOH Blank 7.031 10 0.00 bb ~100
16 110599016 TOX145-RTL, 9R0J240-300ppb-MS, 11/4/99- Box 99~211 7.004 2638 0.55 bd ~45
17 110599017 TAX145-RTL, 9R03240-300ppb-MSD, 11/4/99 Box 99-211 7.012 2387 0.50 bb -50
18 110599018 TOX145-RTL, 9R0I240/M/Day29/Control, 11/4/9% 7.002 2619 0.55 bb -45
19 110599019 TOX145-RTL, 9R0I241/M/Day29/Control, 11/4/99 7.00% 2695 0.56 bb -44
. 20 110599020 TOX145-RTL, 9R0I242/M/Day29/Control, 11/4/99 7.00% 2498 0.52 bb -48
- 21 110599021 TOX145~RBL11049-300ppb~CC1-1, RWW- Box 99-211 [+ 1.00 7.001 2769 0.58 bb -42
22 110599022 MeOH Blank
23 110595023 TOX143-RTL, IR03243/M/Day29/Control, 11/4/99 7.003 2439 0.51 bb -49
24 110599024 TOX145-RTL, 9R03244/M/Day29/Control, 11/4/93 7.007 2178 0.46 ba -54
25 110599025 TOX145-RTL, 9R03255/M/Day29/5mg/kg, 11/4/99 7.021 3535 0.74 db -26
26 110599026 TCX145-RTL, FR0I256/M/Day29/5mg/ kg, 11/4/99 7.003 4858 1.02 MM 2
27 110599027 TOX145-RTL, 9RDI257/M/Day29/Smg/ kg, 11/4/99 6.986 5394 1.13 bb 13
28 110599028 TOX145-RBL11949-300ppb-CC1~2, RWW- Box 99-211 QC 1.00 7.005 4664 0.98 bb -2
29 110599029 MeCH Blank
30 110599030 TOX145~RTL, SR03258/M/Day29/5mg/kg, 11/4/99 7.006 3378 0.71 bb -29
31 110599031 TOX145-RTL, R03I259/M/Day29/5mg/kg, 11/4/99 7.006 4967 1.04 bb 4
32 110599012 TCX145-RBL11049-300ppb-CCl-1, RWW- Box 99-211 Qc 1.00 €.986 4412 0.92 bb -8
33 110599033 MeCH Blank
34 110599014 TOX145-RBL11049-WB1k-1, RWW- Box 99-211 7.022 3963 0.83 bb -17
35 110599035 TOX145-RBL11049-RBL Blk-1, RWW- Box 99-211 7.009 3436 0.72 bb -28
36 110595036 TOX145-RBL11049-6ppb-1, RWN- Box 99-211 Standard 1.00 7.003 5129 1.07 bb 7
37 110599037 TOX145-RBL11049-12ppb-1, RAWW- Box 99-211 Standard 1.00 7.005 5309 1.11 bb 1
30 110599038 TOX145~RBL11049-30ppb~1, RWW- Box 99-211 Standard 1.00 6.996 4327 1,01 bb 1
39 110599039 TOX145-RBL11249-60ppb-1, RWM- Box 99-211 Standard 1.00 €.998 5250 1.10 bb 10
40 110599040 TOX145-RBL11049-120ppb-1, RWW- Box 99-211 Standard 1.00 7.008 5272 1.10 bb 10
41 110599041 TOX145-RBL11049-300ppb-1, RAWW- Box 99-211 Standard 1.00 7.002 4975 1.04 bb 4
42 110599042 TCX145-RBL11049-600ppb-1, ANW- Box 99-211 Standard 1.00 6.976 5000 1.05 bb 5
43 110599043 TOX145-RBL11049-900ppb-1, R#W- Box 99-211 Standard 1.00 7.004 4346 0.91 bb -9
44 110599044 TOX145-RBL1.049-1200ppb-1, RWW- Box 99-211 Standard 1.00 7.004 4149 0.87 bb -13

Amelia 062498: Quantitated and reviewed by ias on 11/8/99
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Quantify Compound Susmary Report Page ¢
TOX145-rat liver, Day29 dose and control- ext. 11/4/99 MW

Sample last: c:\m.ux.m\--u.oszu-.m\lupunl\uosn- :
Last modified: Mon Nov 08 08:54:189 1999

Method: F:\amelia backup sepf9\amelia-rats.pro\MethOB\12059%a

Last modified: Mon Nov 08 08:20:27 1999

Job Code:

Printed: Mon Nov Of 09:18:10 1999

Compound 4: PFOSA (Chd)

4 RName Samplaelist Text Type Std Conc RT Aren Conc. Tlags tDev Mod Comment
1 110599001 MeCH Blank T7.794 3 11.56 M

2 110599002 MeOH Blank 7.77€ 255 7.16 M

3 110599003 MeOH Blank 7.756 65 0.00 bb

4 110599004 TOX145~RBL11049-WB1lk~1, RWW- Box 99-211 7.774 1%0 1.54 MM

S 110599005 TOX145-RBL11045-RBL Blk-1, RWW~ Box 99-211 7.715%0 156 1.45 MM

6 110599006 TOX145~-RBL11049-6ppb~1, RWW- Box 99-211 Standard 6.13 7.726 196 .79 Mo -38
7 110599007 TOX145-RBL11049-12ppb-1, RWN- Box 99-211 Standard 12.30 7.742 281 8.67 MMX -30
8 110599008 TOX145-RBL11049-30ppb~1, RWN~ Box 99-211 Standard 30.70 7.747 5N 25.50 M -17
9 110599009 TOX145-RBL11049-60ppb-1, RWW- Box 99-211 Standard 61.30 7.785 1229 63.60 MM 4
10 110599010 TOX145-RBL11049-120ppb-1, RWW- Box 99-211 Standard 123.00 7.748 2412 132.12 7
11 110599011 TOX145-RBL11049-300ppb~1, AWN- Box 99-211 Standard 307.00 7.757 6347 360.04 MM 17
12 110599012 TOX145-RBL11049-600ppb-1, RWN- Box 99-211 Standard 613.00 7.778 12091 692.71 MM 13
13 110599013 TOX145-RBL11049-900ppb-1, RWW- Box 99-211 Standard 920.00 7.7%3 15506 890.50 MM ~3
14 110599014 TOX145-RBL11049-1200ppb~1, RWW- Box 99~211 Standard 1227.00 7.746 204180 1175.01 MM -4
15 110599015 MeOH Blank 7.778 47 0.00 MM

16 110599016 TOX145~ATL, SR03240-300ppb-MS, 11/4/99- Box 99-211 7.750 6382 362.04 M

17 110599017 TOX145-RTL, 9R03240~300ppb-MSD, 11/4/99 Box 99-211 7.758 5982 33s.08 M

18 110599018 TOX145-RTL, 9R03240/M/Day29/Control, 11/4/9% 7.773 176 2.62

19 110599019 TOX145-RTL, SR03241/M/Day29/Control, 11/4/99 7.776 162 1.76 M

20 110599020 TOX145-RTL, SR03242/M/Day29/Control, 11/4/99 T.1T4 144 0.74 M

21 110599021 TOX145-RBL11049-300ppb-CC1-1, RWM- Box 99-211 o 307.00 7.748 6532 370.74 M

22 110599022 MeOH Blank 7.799 47 0.00 bb

23 110%99023 TOX145-RTL, 9R03243/M/Day29/Control, 11/4/99 7.774 134 0.10 MM

24 110599024 TOX145-RTL, SR03244/M/Day29/Control, 11/4/%9 7.778 13 0.01 M

25 110599025 TOX145~RTL, 9R03255/M/Day29/5mg/ky, 11/4/99 7.768 1639 87.33 bb

26 110599026 TOX145-RTL, 9R03256/M/Day29/5mg/kg, 11/4/99 7.77¢ 1532 196.95 bb

27 110599027 TOX145-RTL, 9R03257/M/Day29/S5mg/kg, 11/4/99 7.781 19m 106.57 mM

28 110599028 TOX145~RBL11049-300ppb-CC1-2, RWW- Box 99-211 QC 307.00 7.752 4071 220,17 W™

29 110599029 MeOH Blank 7.772 55 0.00 MM

30 1105990130 TOX145-RTL, 9R0I258/M/Day29/5mg/kg, 11/4/99 7.776 2652 146.00 bb

31 110599031 TOX145-RTL, 9R03259/M/Day29/5mg/kg, 11/4/99 T.1717 5573 315.19

32 110599032 TOX145-RBL11049-300ppb~CC1-1, RWW- Box 99-211 Qc 307.00 7.75% 6243 354.01 mM

33 110599033 MeCH Blank 7.781 S1 0.00 M4

34 110599034 TOX145-RBL11049-WB1k-~1, RWW- Box 99-211 7.791 138 0.41 M1

35 110599035 TOX145-RBL11049-RBL Blk-1, RWW- Box 99-211 7.780 141 0.57 MM

36 110599016 TOX145-RBL11049-6ppb-1, RWN- Box 99-211 Standazd 6.13 7.749 181 2.97 W ~53
37 110599037 TOX145-RBL11049~12ppb-1, AWW- Box 99-211 Standard 12.30 2.752 293 9.37 X -24
38 110599038 TOX145-RABL11049~-30ppb~1, RWW- Box 99-211 Standard 30.70 7.743 559 24.70 MM =19
3% 110599039 TOX145~RBL11049-60ppb-1, RWHW- Box 99-211 Standard 61.30 7.770 1172 60.28 MM -2
40 110599040 TOX145-RBL11049~120ppb~1, RWNW- Box 99-211 Standard 123.00 7.75¢ 2299 125.54 MM 2
41 110599041 TOX145~RBL11049~300ppb-1, RWW- Box 99-211 Standard 307.00 7.772 5742 324.98 MM [1
42 110599042 TOX145-RBL11049-600ppb-1, RANW- Box 99-211 Standard €13.00 7.747 11584 663,36 MM ]
43 110599043 TOX145-RBL11045-900ppb-1, RNW- Box 99-211 Standard 920.00 7.751 14521 833.45 M -9
44 110599044 TOX145-RBL11049-1200ppb-1, RWW- Box 99-211 Standard 1227.00 7.750 20714 1192.13 MM -3

Amelia 062458: Quantitated and reviewed by tas on 11/8/%9
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Quantify Calibration Report
TOX145-rat liver, Day29 dose and control- axt. 11/4/99 romw

Tas ",08/9‘7 ’L’ /-)l‘/

ICompound 1 name: POAA (Chl)

iCoefficient of Determination: 0.989198

{Calibration curve: 0.973462 * x + 119.913

:Response type: External Std, Area

‘Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

1.31e3

: X
i X

Response
!
| Y

Ow 1 i 1 T I i
16.5- x

; i
| * :
/- %Conc
: B ikt T T T T T T
|
i | <
5 -13.8 — . r T N —— Conc
| 0.0 200.0 400.0 600.0 1200.0

Amalia 062499: Quantitated and reviewed by ise on 11/8/99
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Quantify Calibration Report Page 2
TOX145-zat liver, Day29 dose and control- ext. 11/4/39 Kww

{Compound 2 name: PFOS (Ch2) Tt
‘Coefficient of Determination: 0.982749 s

:Calibration curve: 9.51640 * x + 260.801 |
‘Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None ;

1.19e4.
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L T T T T T T T
' X

X

1 o
i x
| @
! /-%Conc |
!
i ‘
f 1 |
f |
| |
| |
1 -57.0 b— SR . . —— T v ——— Conc ,
! 0.0 200.0 400.0 600.0 800.0 1000.0 12000

Amelia 062498: Quantitated and reviewed by ias on 11/0/99
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Quantify Calibration Raport

TOX14S5-rat liver, Day29 dose and control- ext. 11/4/99 Paw s Fage 3
‘Compound 3 name: Surr (Ch3)
‘Response Factor: 4773.57
Response type: External Std, Area
Curve type: RF
I 5.3le3, .
: o
P
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Response-|
i
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T T T T T T T ‘; ]‘
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Amalis 062498: Quantitated and reviewsd by ias on 11/8/99
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Quantify Calibration Report
TOX145~-rat liver, Day29 dose and control- ext. 11/4/99 Rww

Page 4

:Compound 4 name: PFOSA (Ch4)
:Coefficient of Determination: 0.989845
:Calibration curve: 17.2655 * x + 131.101
IResponse type: External Std, Area

{Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
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- Response-|
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Amalia 062498: Quantitated and reviewed by ias on 11/8/99
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Method Raport

Method file:
Last modified:

F:\amelia backup sep99\amelia-rats.pro\MethDB\110599a
Mon Nov 08 08:20:27 19930

o

Fas "ot oy 2 ot ¥

Page 1

Compound: 1: PCAA (Chl}

Printed: Mon Nov 08 08:56:30 1999
Compound Nanme: POAA (Chl)
Internal Ref.: [None}
Quantify Trace: TIC

Conc. of Standards: Conc. A

Usexr RF Valua: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da

Peak Location

Retention Time (mins): 6.576, Enabled
Relative Retention Time: 0.000, Disabled
RT Reference: [None}

Time Window (mins): 0.274

Peak Selection: Nearest
Response

Response Type: External
Respons Areas
Calibration Curves

Polynomial Type: Linear

Point of Origin: Exclude

Fit Weighting: 17X

Axis Transformation: None
Concentration

Unitas:

Noise

Peak-to-peak amplitude: 530

Smooth

Smoothing: Enabled
Window size (scans): 2

Number of smooths: 1

Smcothing method:

Baselines

Join valley threshold: 30.00

Raduce peak tailing: 200.00

Raise baseline maximum: 5.00

Peak Separstion

Draw vertical threshold: 90.00

Detect shoulders: Disabled
Shoulder threshold: 30.00

Response Threshold

Relative height: 1.50, Disabled
Absolute height: 0.00, Disabled
Relative area: 2.00, Disabled
Absolute area: 0.00, Disabled

000783



Method Report Page 2

Method file: Fi\amelia backup sep99\amslia-rats.pro\MethDB\11059%ms.adb
Last modified: Mon Nov 08 08:20:27 1999C

Compound: 2: PFOS (Ch2)

Printed: Mon Nov 08 08:56:38 1999

Compound Name: PFOS (Ch2)

Internsl Rel.: [None}

Quantify Trace: TIC

Conc. of Standards: Conc. B

Usar RF Value:

1.000000, Disabled

User Peak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da

Peak location

Retention Time (mins):
Relative Retenticn Time:

7.149, Enabled
0.000, Disabled

RT Reference: (None)
Time Window {(mins): 0.299
Peak Selection: Nearest
Respanse

Response Type: Extarnal
Response: Areas
Calibration Curves

Palynomial Type: Linear
Point of Origin: Exclude
Fit Weighting: 1/%
Axis Transformation: None
Concentration

Units:

Noise

Peak-to-peak amplitude: 111
Smooth

Smoothing: Enabled
Window size (scans): 2
Number of smooths: 1
Smoothing method:

Baselines

Join valley threshold: 30.00
Reduce peak tailing: 200.00
Raise baseline maximum: 5.00
Peak Separation

Draw vertical threshold: 90.00
Detect shoulders: Disabled
Shoulder threshold: 30.00

Response Threshold

Relative height:
Apsolute height:
Relative area:
Absolute area:

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled

000784



Method Report Page 3

Method file: F:\amelia backup sep39\amelia-rats.pro\MethDB\110599a.;mdb

Last modified: Mon Nov 08 00:20:27 1999C
Compound: 3: Surr (ChY)

Printed: Mon Nov 0% 08:56:38 1999
Compound Surr (Ch})
Internal [None)
Quantify TIC

Conc. of Standards: Fixed

User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da

Peak Location

Retention Time (mins):
Relative Retention Time:
RT Reference:

Time Window (mins):

Peak Selection:
Response

Response Type:
Response:
Calibration Curves

Polynomial Type:
Point of Origin:

Fit Weighting:

Ax1s Transformation:
Concentration

Units:
Noise

Peak-to-peak amplitude:
Smooth

Smoothing:

Window size {scans):
Number of smooths:
Sacothing method:
Baselines

Join valley threshold:
Reduce peak tailing:
Raise baseline maximum:
Peak Separation

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Response Threshold

Relative
Absolute
Relative

height:
Reight:
ar

Absolute ar

7.023, Enabled
0.000, Disabhled
[None)
0.310

Nearest

Ex al
Ax:

Linear
Exclude
1/x
None

80

Enabled
2
1

30.00
200.00
5.00

90.00
Disabled
30.00

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled
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Method Report

Method file:
Last modified:

Compound:

Printed:

f:\amelia backup sep99\amelia-rats.pro\MethDB\11059%a.mdb
Mon Nov 08 08:20:27 19990

4: PFOSA (Ch4)

Mon Nov 08 08:56:38 1999

Page 4

Compound Name:
Internal Rel.:
Quantify Trace:
Conc. of Standards:

User RF Value:

User Peak Factor:
Integrate Window Factor:
Chromatogram mass window:
Peak Location

Retention Time (mins):
Relative Retention Time:

PFOSA (Chd)
{None)

TIC

Conc. €

1.000000, Disabled
1.000000

2.000

1.00000a

7.770, Enabled
0.000, Disabled

RT Reference: [None]
Time Window (mins): 0.286
Peak Selection: Nearest
Response

Response Type: External
Response: Areas
Calibration Curves

Polynomial Type: Linear
Point of Origin: Exclude
Fit Weighting: /%
Axis Transformation: None
Concentration

Units:

Noise

Peak-to-pesk amplitude: 82
smooth

Smoothing: Enabled
Window size (scans): 2
Number of smooths: 1
Smoothing method:

Baselines

Join valley threshold: 30.00
Reduce peak tailing: 200.00
Raise baseline maximum: 5.00
Peak Separation

Draw vertical threshold: 90.00
Detect shoulders: Disabled
Shoulder threshold: 30.00

Response Threshold

Relative height:
Absolute height:
Relative area:
Absolute area:

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled
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AMELIA 062498: FACT Equipment Log 99114

Quattro II, #6448E

DATE: 11/05/99

ANALYST: ias

5@@@%

PAGE

STUDY NUMBER: TOX145 MATRIX: rat liver DESCRIPTION: Day 29 control and dose

FACT Method: ETS-8-7.0

Injection volume: 10 uL

Cycle time:_10 min. Electrode: Z-Spray

Mobile Phase: (A)2.0 mM NH4CH3CO2 (B) MeOH

TN-A- or stndrd number (A) 99085-11-6 (B) TN-A-2997
Prepared (date/by): (A)_10/30/99 sah (B) 10/29/99 mee
Expires: (A) 04/00 (B) 04/00

Store atroomtemp? {¥] or N Other:

Guard column: None

Part number: na Lot number: na

Analytical column: Keystone Betasil

Size: 2 x 50 mm Type: C18 Sphere size: 5 um
Part number: 055-701-2 Lot number: P9E11 Serial number:089815 S
Analytical parameters:

Drying gas (L/hr): 300 ESI nebulizing gas (L/hr) 10 Sheath gas (L/hr) 0

LC Flow rate: 300 uL/min. Back pressure: 62 bar

HPLC solvent gradient: 10min-10-95

Time (min.) %B
1)0.00 10.0
2)1.00 10.0
3)5.50 95.0
4) 7.50 95.0
5) 8.00 10.0

“COIRY



BEST COPY AVAILABLE

Tuning Method Report Page 1
Method: C: \MASSLYNX\AMELIA062498 . PRO\ACQUDB\PFOS1-6KV
Printed: Fri Nov 05 09:43:09 1999

SOURCE ( ESP- ) Set Rdbk MS1 Set Rdbk
Capillary 1.60 1.60 LM Resolution 15.0
Cone 40 -40 HM Resolution 15.0
Extractor 5 -3 Ion Energy 2.0
RE Lens 0.2 Ion Energy Ramp 0.0
Source Block Temp. 150 151 Lens 6 4 11
Desolvation Temp. 250 253 Multiplier 650
- Pressures Rdbk MS2 Set Rdbk
LM Resolution 14.0
Analyser Vacuum 1.2e-4 HM Resolution 14.0
Collision 10 12
Gas Cell 4.8e-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens 8 40 10
Lens 9 0 i0
Multiplier 650

co00788




Scanning Method Report

]
Mathed: C: \MASSLYIOO\AMELIAQ624 98 . PRO\ACGUDE\ 1 0MIN~PPOS-POAA-IS~PFOSA
Last Modified: Mon Qct 11 07:22:17 1999

Printec: Fr1 Nov 05 09:26:14 1999

Page 1

Solvent Delay ( mans )
funetion : 1 MRM of 1 Mass

Inter Channel Cela, | Sscs ) :
Span | Daltons :
Start Time ! Mins
End T:me  Mins
Repeats
Channei Parent Daughter

1 413.70 169.00
Function : 2 MRM of 1 Mass
Inte:r =, - Secs )
Spa
Star:

End T.me
Repeacs :

Chanrel Parent Daughter

1 499.)C 99.00
Function : 3 MRM af 1 Mase

Inter Channel De ay (| Secs ) :
Span Laltzsns H
Start Time

End T:i:me
Repea s
lranrel f Daughter
1 427, 80.00
Punction : 4 MRM of 1 Mass

Inter Channel Da.ay; | Seacs ) :
Span ( Daltons
Start Time ' Mins
End T:me { Mins )
Repea's :
“harnel Paren: Daughter

433,70 78.00

0.00
Pair {

0.03
0.00

Patr (

0.03

RSP~ )

{Secs)

(Secs)

RSP~ )

(Secs)

ISP~ )

(Secs)

Coll Energy (eV)
3o

Coll Energy (eV)
45

Coll Enerqy (V)
40

Coll Energy {eV)
45

Cona ( V)
15

Cone { V)
€0

Cone ( V)
60

Cone ( V)
60

000789



Method Report

Page 1
Method File: C: \MASSLYNX\AMERLIA062498 . PRO\ACQUDB\10min-10-95
Last Modified: Priday, November 05, 1999 06:22:24
Printed: Friday, November 05, 1999 09:26:28
HP1100 LC Pump Initial Conditions
Solvents
A% 90.0
B% 10.0
C% 0.0
D% 0.0
Flow (ml/min) 0.300
Stop Time (mins) 10.0
Min Pressure (bar) 0
Max Pressure (bar) 400
Oven Temperature Left (°C) 30.0
Oven Temperature Right (°C) 30.0
HP1100 LC Pump Gradient Timetabls
The gradient Timetable contains 5 entries which are :
Time A% B% C% D% Flow Pressure
0.00 90.0 10.0 0.0 0.0 0.300 400
1.00 90.0 10.0 0.0 0.0 0.300 400
5.50 5.0 95.0 0.0 0.0 0.300 400
7.50 5.0 95.0 0.0 0.0 0.300 400
8.00 90.0 10.0 0.0 0.0 0.300 40C
HP1100 LC Pump External RBvent Timetable
The Timetable contains 3 entries which are
Time Ceolumn Switch Contactl Contact2 Contact3 Contact4
Initial Off Off Off Off Off
0.00 Off on On Off On
0.10 Off Off Off Off Off

HP1100 Autosampler Initial Conditions

Draw Speed 200.0
Eject Speed (ul/min) 200
Draw Position (mm) 0.00
Stop Time (mins) 9.00
Injection Volume({ul) 10.0
Vial Number 32

<
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Masslynx - Sample List

Sample List: CAMASSLYNX\amelia062498. PRO\SampleDB\110589a.SPL
Printed: Fri Nov 05 09:25:34 1999

‘ge !

Page Pasitior . )

WONOWULEWN -

File Name

110599001
110598002
110599003
110599004
110599005
110599006
110599007
110599008
110599009
110599010
110599011
110599012
110599013
110599014
110599015
110599016
110589017
110599018
1105980189
110599020
110599021
110599022
110589023
110599024
110599025
110599026
110599027
110599028
110599029
110599030
110598031
110569032
110599033
110599034
110589035
110599036
110598037
110599038
110599039
110589040
110599041
110599042
110599043
110599044

File Text

MeOH Blank

MeOH Blank

MeOH Blank )
TOX145-RBL11049-WBIk-1, RWW- Box 99-211
TOX145-RBL11049-RBL Blk-1, RWW- Box §9-211
TOX145-RBL 11049-6ppb-1, RWW- Box 99-211
TOX145-RBL11049-12ppb-1, RWW- Box 99-211
TOX145-RBL11049-30ppb-1, RWW- Box 99-211
TOX145-RBL11049-60ppb-1, RWW- Box 99-211
TOX145-RBL.11049-120ppb-1, RWW- Box 99-211
TOX145-RBL110498-300ppb-1, RWW- Box 89-211
TOX145-RBL11049-600ppb-1, RWW- Box 99-211
TOX145-RBL11049-900ppb-1, RWW- Box 99-211
TOX145-RBL11049-1200ppb-1, RWW- Box 99-211
MeOH Blank

TOX145-RBL, 9R03240-300ppb-MS, 11/4/89- Box 99-211
TOX145-RBL, 8R03240-300ppb-MSD, 11/4/99 Box 99-211

TOX145-RBL., 9R03240/M/Day29/Control, 11/4/99
TOX145-RBL, 9R03241/M/Day29/Control, 11/4/98
TOX145-RBL, 9R03242/M/Day29/Control, 11/4/99
TOX145-RBL11049-300ppb-CC1-1, RWW- Box 89-211
MeOH Blank

TOX145-RBL., 9R03243/M/Day29/Control, 11/4/99
TOX145-RBL, 9R03244/M/Day29/Control, 11/4/99
TOX145-RBL, 9R03255/M/Day29/5mg/kg, 11/4/99
TOX145-RBL, 9R03256/M/Day20/5mg/kg, 11/4/99
TOX145-RBL, 9R03257/M/Day29/5mg/kg, 11/4/99
TOX145-RBL11049-300ppb-CC1-2, RWW- Box 99-211
MeOH Blank

TOX145-RBL, 9R03258/M/Day29/5mg/kg, 11/4/99
TOX145-RBL, 9R03259/M/Day29/5mg/kg, 11/4/99
TOX145-RBL11049-300ppb-CC1-1, RWW- Box 99-211
MeOH Blank

TOX145-RBL11049-WBIk-1, RWW- Box 99-211
TOX145-RBL11049-RBL Bik-1, RWW- Box 99-211
TOX145-RBL11049-6ppb-1, RWW- Box 99-211
TOX145-RBL11049-12ppb-1, RWW- Box 99-211
TOX145-RBL11049-30ppb-1, RWW- Box 98-211
TOX145-RBL11049-60ppb-1, RWW- Box 99-211
TOX145-RBL11049-120ppb-1, RWW- Box 99-211
TOX145-RBL11049-300ppb-1, RWW- Box 99-211
TOX145-RBL11049-600ppb-1, RWW- Box 989-211
TOX145-RBL11049-900ppb-1, RWW- Box 99-211
TOX145-RBL11049-1200ppb-1, RWW- Box 99-211

MS File

10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-1S-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-{S-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA

~N0791



Masslynx - Sample List Page 2

Sample List: CAMASSLYNX\amelia062498.PRO\SampleDB\1 10%99a.SPL Page Positior: (2, 1)
Printed: Fri Nov 05 09:25:34 1999

Iniet File Bottle Inject Volume Sample Type ConcA ConcB ConcC ConcD ConcE ConcF

1 10min-10-95 91 10 — — —_ — — — —
2 10min-10-95 91 10 — — — — — — ——
3 10min-10-96 91 10 — — - -— —— — -
4 10min-10-95 1 10 — — -— — — — -
5 10min-10-95 2 10 — -— — — — — -
6 10min-10-95 3 10 — -— — — —_ —_— —-
7 10min-10-95 4 10 — — — — — — ——
8 10min-10-95 § 10 — — — — —_ — —
9 10min-10-95 6 10 — —_— — - — —-— -
10  10min-10-95 7 10 -— — — — — — -
11 10min-10-95 8 10 — — —_— — — — ——
12 10min-10-95 9 10 — — PESS - — —
13 10min-10-85 10 . 10 — — — -— — —
14 10min-10-85 11 10 -— —_— — - —_— — —
15  10min-10-95 92 10 — — - — —_ — -
16 10min-10-85 12 10 — e — -— —_ — —
17  10min-10-85 13 10 -— -— - —_— — —

18 10min-10-95 14 10 — -— — — — — -
19 10min-10-95 15 10 — -— - — — — -
20 10min-10-95 16 10 - — — — — — .-
21 10min-10-95 24 10 — —_ — —— — — -
22 10min-10-95 92 10 — — — - — —_— -
23 10min-10-95 17 10 — — — —— — —
24 10min-10-95 18 10 -— — — -— — — -
25 10min-10-95 19 10 — -— — - — — —
26 10min-10-95 20 10 — — — — — — -
27 10min-10-95 21 10 — — - — — — —
28 10min-10-95 25 10 — — — -— —_ - o
29 10min-10-95 93 10 — — — — —_ — o
30 10min-10-95 22 10 — — — — —_ — -
3 10min-10-95 23 10 - — - -— —— — -
32 10min-10-95 24 10 — — —_ — — — -
33 10min-10-95 93 10 — — —_— —— — — -
34 10min-10-95 1 10 — -— — — — — —-
35 10min-10-95 2 10 -— — — — —_— — po
36 10min-10-95 3 10 — — — — — - -
37 10min-10-95 4 10 - -— - — — — —-
38 10min-10-95 5 10 - — — — — — -
39 10min-10-95 6 10 — — — -— — — -
40 10min-10-95 7 10 — — — - — — ———
41 10min-10-95 8 10 - — —_— - — — o--
42 10min-10-95 9 10 — -— — — — — -
43 10min-10-95 10 10 -~ — — — — — -
44 10min-10-95 11 10 -— -— — — — -— -
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FACT: DATA REVIEW SUMMARY FORM

Date Mulrg

Data Analyst; Tac

FACT Study ¥: Tox t{s

Matrix/Timepoints: ; 2 ves = N
Sample Lis: Mfoffe

Set-up Analysis

Date/Analyst: Ias Yolss

[nstrument:

_5%, 0zo/2§
aastyw: Poat_(ine Y0
Acceptable Linear Rangs: ﬂkﬁ——*pz

oQ: /Z-3ppé MBMM
RA2: 0?1%_4 Matrix Blank fas Zlan £0Q
Calibration Checks: _J£ = /%

MsmsD:__Dole ol psed- Mot g dor

|Data Status: Qﬂﬂlaki' (AC HLS[‘B

Analyte: 705 (Fane &)®

Acceptable Linear Range: —_— /zz.r?a_&

LOQ ___ /2-30 ppl, Extracted Blank _/ess

R2:__ (. 99/9Z7 Matrix Blank: %“é’ Shar [03
Calibration Checks: _0K_—> _~/7 %,

MSMSD: __Nob  gagl M g

DataSums: QK Prletd A ulirlag

Data Review Sign-OfT

Analyst Review
Name/ Date: _Jus "/'/19

Technical Review
Name / Date: = i -~

Quality Assurance Review

Name/ Date:

Data Eatry: AL HllSl‘H
Commeats / Justifications:

0 4 its . . 2. 30
So.2500 § 4/2 b

Hese ponte ttre exclided Soos
ﬁé Cavie A d/%aa[{é% a (/a/a_
x fa

5’/?214&:& JA é é roun/
/ - Tas

(.24

Aedhte - Fs Wufyg

Anslyte: __ProsA ( Loac 3)
Acceptable Linear Range: _‘—/3/’04 - /ZZ}PP_L —

7 7
LOQ: égieé Extracted Blank: Zes ZLLQQ

R2: _0.9£935¢ Matix Bunk: Jrss Hax £00
Calibration Checks: _ )k —» /3 7

MSMSD: nal
Duasams: __on itlosfas  LAC 1ilis[es

Cmmm‘m@: PoAA was pat &

p Jeded
j@m‘;&d‘ kJ{h

Nev-[s <74

\\\\s\$/

\y,b

/

Tas "/f'/Gf 7- Ifz

000733



FACT: DATA REVIEW SUMMARY FORM

Date: ”/”/ §4 » 2

Data Analyst: Tus

FACT Study #: Tox1¥s

Matrix/Timepoints: c 2 s - oo 4
Sample List: [tledfa

;e:t:/;:umywym s Ynfos

[nstrument: _&‘f_QZJ/?I

aostyw: __Sury (e 4)°

Acceptable Linear Range: __ VA

Log: HA Extraction Blank: _ A4

R™2: NA

Matrix Blanke MM
| Calibration Checks: MNA :

MS/MSD: Nol ¢ -_}g[a‘,l; Qng\ék- Dot ho); used .
Y

Data Status: W cﬁlulﬁ

Data Review Sign-Off

Analyst Review

Name/ Dute: __Zas "/” /?4

Technics! Review
Name / Date:. Rofer ko poge. 10C 1 Ue Wis/91

Quality Assursace Review
Name / Date:

L ulisln
Comments / Justifications:

O Zbruel ot Sl weve fow in
St Z/a_c/ian: /u-e o ';ﬁL
M‘{n -/w/gr Lom L pided
dnountd. —Jas ”/'/ff

Data Eatry:

Assie /
/

[Acceptable Linear Range:
LOQ: Extracted Blank " /
R™2: Matrix Blan N
A\

Calibration Checks:
MS/MSD: /ﬁs “(ufsg \}55/
Data Status: /

L /
Analyte: / /
Acceptable Lincar Range: / /
LOQ: Extracted Blank: /
R"2: / Matrix Blank:

Calibration ks:

Dyta Satus:

Tas “/n/fv /, 2tz

000794
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Quantify Compound Summary Report Page 1
TOX145-rat liver, day 39 dose dilutions- ext. 11/4/3% v :

Sanple List: C: \MASSLYIX\soup020199.pro\Samplelni111099a
Last modified: Thu Nov 11 07:09:30 1999

Method: €\ M 9. pro) 111099
Laat modified: Thu Mov 11 07:08:22 1999

Job Code:

Printed: TThu Mov 11 07:26:35 1999

Compound 1: POAMA {Punc 1)

& Nane Samplelist Text TYP® std Comc RrT Area Tlags Conc. wDev
1 111095001 HeCH Blank
2 111099002 MeOH Blank
3 111099003 MeOH Blank
4 111099004 TOX145-RBL11049-WRlk-2, RWW 7.125 95 bb 0.00
5 111099005 TOX14S-RBL11049-RBLALk-2, RWW 7.106 107 MM 0.00
6 111099006 TOX145-RBL11049-6ppb-2, RWW Standard 6.1) 7.120 116 1o 6.46 5
7 111099007 TOX145-RBL11049-12pph-2, RWW Standard 12.30 7.093 104 bbX 0.00 -200
8 111099008 TOX145-RBL11049-30pph-2. RWW Standard 30.70 7.08) 137 bbX 27.07 -12
9 111099009 TOX145-RBL11049-60ppb-2, RWW Standard 61.30 7.067 185 WX 75.45 23
10 111099010 TOX145-RBL11049-120ppb-1, RwW Standard 123.00 7.069 234 bb 104.15 -15
11 111099011 TOX145~-RBL11049-300ppb-2, RWW Standard 307.00 7.061 459 wt 350.86 14
12 111095012 TOX145-RBL11049-600ppb-2, RWW Standaxd 613.00 7.067 758 W £51.92 [
13 111099013 TOX145-RBL11049-900ppb-2, RWW Standard 920.00 7.085 1097 M 993.50 L]
14 111099014 TOX145-RBL11049-1200pph-2, RAWW Standard 1227.00 7.067 1247 bk 1144.17 -7
15 111099015 MeQH Blank

y 16 111099016 TOX145-RTL, 9R01255/M/Dayl9/Smg/kg-D100, 11/4/99
17 111099017 TOX145-RTL, 9M03I256/M/Day29/Smg/kg-D100, 11/4/99
18 111099018 TOX145~-RTL, SR0I257/K/Day29/5mg/kg-D100, 11/4/99

(O i 19 111099019 TOX145-RTL, SR0I258/M/Day29/5mg/kg-D300, 11/4/99

° 20 111099020 TOX148-RTL, IR03I259/M/Day29/5mg/kg-D100, 11/4/99
21 11109%021 TOX145-RBL11043-300ppb-CC1-2, RWW Qc 307.00 7.089 382 bb 274.09 -1l
22 111099022 MeOR Blank
23 111099023 TOX145-RBL11049-WBlk-2, RWW 7.106 99 bb 0.00
24 111099024 TOX145~-RBL11049-RBLB1k-2, RWNW 7.105 91 MM 0.00
25 111099025 TOX145-RBL11049-6ppb-2, RWW Standard 6.13 7.104 102 bbX 0.00 -100
26 111099026 TOX145-RBL11049-12ppb-2, RwW Standard 12.30 7.088 105 MeX 0.00 -100
27 111099027 TOX145-RBL11049-30pph-2, RWW Sctandard 30.70 7.082 124 bbX 13.65 -5%6
28 111099028 TOX145-RBL11049-60ppb-2, RwWW Standard 61.30 7.068 159 bbX 49.51 -39
29 111099029 TOX145-RBL11049-130ppb-2, RWW Standard 123.00 7.056 221 bb 111.55 -9
30 111099030 TOX145-RBL11049-300ppb~-2, RWW Standaxd 307.00 T7.064 444 B> 336.20 10
31 111099031 TOX145-RBL11049-600pph-2, RWW Standard 613.00 7.066 693 bd 586.96 -4
32 111099032 TOX145-RBL11049-900ppb-2, RwW Standard 920.00 7.044 1071 bb 966.64 ]
33 111099033 TOX145-RBL11049-1200pph-2, RwWW Standard 1227.00 7.064 1237 bb 1134.04 -8

Not Cajfanad anc.\ale, dede. not used.
Ae
islqg

Boup 03019%: Quantitated and printed Dy ias oa 11/11/99




Quantify Compound Summary Repoxt Page 2
TOX145-rat liver, day 2% dose dilutions- ext. 11/4/99 R

Sampls List: C: \MASBLYNX\ 30up020199 . pro\ BampleDB\11109%a
Last modified: Thu Mov 11 07:09:30 1939

Method: C: \MASSLYNX\ 30up020199 . pro\MethDB\ 111099
fast modified: Thu Mov 11 07:08:22 1999

Job Code:

Princed: Thu MWov 11 07:26:35 1999

Compound 2: PFPoS (Fune 3)

4 Mame Samplelist Text TYDe #td Come RT Area Flags Conc. Shev

1 111099001  MeOH Blank 7.287 67 B 0.00

2 111099002  NeOH Blank 7.29¢ 16 b 0.00

3 121099003  MeOH Blank 7.269 18 bb 0.00

4 111099004  TOX145-RBL1104S-WBk-2, W 7.263 115 bb 0.00 v En

5 111099005  TOX145-RBL11049-RELBIk-2. MWW 7.268 215 bb 186 Ue
6 111099006  TOX145-RBL11049-6ppb-2. R Standard 6.14  7.269 271 bbx 6.06 12

7 111099007  TOX145-RBL11049-12ppb-2. MW Standard 12.30  7.283 331 ap 12,40 1 1 ,5/”‘
8 111099008  TOX145-RBL11049-30ppb-2. RWW Standard 30,70 7.244 850 1 32.00 ¢

9 111099009  TOX145-RBL11049-60ppb-2. RWW Standard 61.40  7.250 918 bb 65.16 6

10 111099010  TOX14S-ABL11049-120ppd-2. RWW Standard 123.00  7.230 1502 bb 11779 -4

11 111099011  TOX145-ABL11049-300ppb-2, RwW Standard 307.00  7.248 3576 bb 304.63 -1

12 111099012  TOX145-RBL11049-600ppb-2, R Standard 614.00 7.251 7216 Bb 632.53 3

13 111099013  TOX145-ABL11049-900ppb-2, RwW Standard 921.00 7.238 11229 bb 994.02 3

14 111099014  TOX145-ABL11043-1300ppb-2. X Standard  1228.00 7.329 13298 b 118035 -4

15 111095015  MeOH Blank 7.264 27 0.00

16 111099016  TOXI4S-RTL, 9R0I25S/M/Day29/Smg/kg-D100, 11/4/99 7.254 2496 bb 207.31

17 111099017  TOX145-RTL. 9R01256/M/Day29/5mg/kg-D100, 11/4/99 7.248 277¢ b 2312.30

18 111099018  TOX145-RTL. 9R01257/M/Day29/Smg/kg-D100, 11/4/99 7.241 2695 B 225.25

19 111095019  TOX145-RTL, 9R01258/%/Day29/5mg/kg-D100. 11/4/99 7.263 3176 Bb .268.60 En

20 111099020  TOX145-RTL, 9R03259/M/Day29/Smg/kg-D100. 11/4/99 7.267 3648 BB 1112

31 111099021  TOX145-RBL11049-300ppb-CCl-2, KWW ac 307.00  7.250 3029 Bb - 285.32 -17 C
22 111095022  NeOR Blank 7.268 19 bb 0.00

23 111099023  TOX145-RBL11049-WBIX-2, Mo 7.268 109 o1 0.00 1 /
24 111095024  TOX14S-RBL11049-RBLE1R-2, MW 7.245 185 bb 0.00 157 24
25 111099025  TOX145-RBL11049-6ppb-2, B Standard 6.14  7.243 236 bbx 3.69 40

26 111099026  TOX145-RBL11049-12pph-2. oMM Standard 12.30  7.249 335 bb 12.63 3

27 111099027  TOX145-RBL11049-30ppb-2, KWW Standard 30.70 7.244 549 b 31.93 4

28 111099028  TOX145-RBL11049-60ppb-2. R Standara §1.40  7.251 833 bb 57.48 -6

29 111099029  TOX145-RBL11049-120ppb-2, RWW Standard 123.00  7.240 1373 bb 106.17 -14

30 111099030  TOX145-RBL11049-300ppb-2, RWW Standard 307.00  7.247 3580 bb 304.5¢ -1

31 111099031  TOXI145-RBL11049-600ppb-2, RWW Standard 614.00 7.228 §972 bb 610.55 -1

32 111099032  TOX145-RBL11049-900ppb-2. IO Standard 921.00 7.229 11295 b0 999.95 9

33 111099033  TOX145-RBL11049-1200ppb-2. RWW Standard  1228.00 7.224 12763 bo 132,17 -8

Soup 02019%: Quantitated asd printed Ly ias oo 11/11/99

0007936




Quantify Compound Mummary Report
TOX145-rat liver, day 29 dose dilutioms- ext. 11/4/9% oM N

Sample List: €1 \MASSLYRX\ 8cup020199 . pro\Samplaba\11109%a
Last modified: Thu Mov 11 07:09:30 1999

Method: C©: \MASSLYMX\ 30up020199 . pro\NethD311109%
Last modified: Thu Mov 11 07:08:22 1999

Job Code:

rrinted: Thu Mov 11 07:26:35 1999

Compound 3: PFOSA (Func 1)

0 Nams Samplelist Taxt YD Std Conc »r Axea Flags Conc. NDev
1 111039001 MeOH Blank 276 W 5.63
2 111095002 MeOH Blank 107 Mx 0.29
3 11109900) MeCH Blank 55 M 0.00
4 111099004 TOX145-RBL1L1049-WB1Kk-2, RWW 94 MM 0.00
5 111099005 TOX145-RBL11049-RBLBIK-2, RWW 3122 0.76
6 111099006 TOX145-RBL11049-6ppb-2. RWW Standard 6.13 ase W 5.85 -5
7 11109%007 TOX145-RBL13049-12pph-2, RWW Standard 12.30 492 W 12.42 1
8 111099008 TOX145-RBL11049-30ppb-2, RWW Standard 30.70 1134 32.8) [
9 111099009 TOX145-RBL12049-60ppD-2, RWW Standard 61.30 2097 M 62.98 k]
10 111099010 TOX145-RBL11049-120ppb-2, RWW Standard 123.00 3852 WM 118.26 -4
11 111099011 TOX145-RBL11049-300ppb-2, R Standard 307.00 10208 W 321.02 5
12 111099012 TOX145-RBL11049-600ppd-2, R Standard 613.00 20144 MM 631.56 3
13 111099013 TOX145-RBL11049-200ppb-2, RWW Standard 920.00 31969 W 1004.08 9
14 111099014 TOX145-RRL11049-1200ppb-2, RWW Standard 1227.00 35471 MM 1114.40 ~9
15 111099018 MeOE Blank 44 M 0.00
16 111099016 TOX145-RTL, 9R03I255/M/Day29/5mg/kg-D100, 11/4/99 48 MM 0.00
17 111099017 TOX145-RTL, 9R03I256/M/Day29/5mg/kg-D100, 11/4/99 73 W 0.00
18 111099018 TOX145-RTL, SN03257/M/Day29/Smg/kg-D100, 11/4/99 46 M 0.00
19 111099019 TOX145-RTL, IR0IZ258/M/Day29/5mg/xg-D100, 11/4/9% 45 M 0.00
20 111099020 TOX145-RTL. IN0I259/M/Day29/Sag/kg-D100, 11/4/99 70 bh 0.00
21 111099021 TOX145-R8L11049-300ppb-CCl-2, RWW QC 307.00 7.836 8529 W 265.6) -13
22 111099022 MeCH Blank 7.828 21 M 0.00
23 11109902) TOX145-RBL11049-WBlk-2, R 7.830 64 201 0.00
24 111099024 TOX145~RBL11049-RBLBIk~-2, R 7.830 80 bb 0.00
25 111099028 TOX145-RBL11049-6ppb~-2, Ko Standard 6.1) 7.828 274 M 5.5¢ =10
26 111099026 TOX145-REL11049-12ppb-2, R Standard 12.30 7.812 485 MM 12.19 -1
27 11109%027 TOX145-RAL11049-30pph-2, RiWW Standard 3¢.70 7.828 1022 MM 29.1) -5
28 111095028 TOX145-RBL11049-60ppb-2, RWW Standard 61.30 7.81) 2109 MM $63.35 3
29 11109%029 TOX145-RBL11049-120pph-2, KWW Standard 123.00 7.825 3940 MM 121.29 -1
30 11109%030 TOX145-RBL11049-300pph-2, RWW Standard 307.00 7.830 10281 M1 320.82 5
31 11109%031 TOX145-RBL11049-600ppb-2, RWW Standard 613.00 7.813 19121 $99.31 -2
32 111099032 TOX145-RBL11049-900ppb-2, RWW Standard 920.00 7.812 31809 ¢ 999.04 9
33 111099033 TOX145-RBL11049-1200pph-2, RWW Standaxd 1227.00 T.832 36504 MM 1146.96 -7

Datea e:&.d 'Qom Undi\u\-d Ona\aﬁf on HIDY}‘H.

Thest Qota not Used. U\C’nllsl‘)‘i

Saup 020199: Quantitated and printed by ias on 11/31/99

, 0007797




Quantify Compound Summary Report
TOX14S-rat liver, day 29 Gose dilutions- ext. 11/4/%9 Rww

Sample List: C: \MASSLYNX\ s0up020199 .pro\SamplebB\1110998
Last modified: Thu Mov 11 07:09:30 1399

Hathod: CI\MASSLYNX\soupld20199.pro\NethD3\11109%
Last modified: Thu Nev 11 07:08:22 1399

Job Code:

Printed: thu Mov 11 07:26:33 1999

Pags 4

Compound 4: Surr (Pumc 4)

Name Samplalist Text

111099001 MeOH Blank

111099002 MeOH Blank

111089003 MaOH Blank

111099004 TOX145-ABL11049-WB1k-2, RWW

111099005 TOX145-RBL11049-RBLB1k-2, RWW

111099006 TOX145-RAL11049-6ppb-2, RWW

111099007 TOX145-RBL11049-12pph-2, KoM

111099008 TOX145-RBL11049-)0pph-2, RWW

111099009 TOX145-RBL11049-60pph-2, RWW

111099010 TOX145-RBL11049-120ppb-2, RWW

111099011 TOX145-RBL11049-300ppb-2, P

111099012 TOX145-RBL11049-600ppb~2, KWW

111095013 TOX245-RBL11049-300ppb-2, RWW

111095014 TOX145-RBL11049-1200ppb-2, R
111099015 MeCH Blank

111099016 TOX145-RTL, 9R0IISS/M/Dey23/Smg/kg-DL00,
111099017 TOX14S-RTL., 9R03I256/N/Day29/Smg/kg-D100,
111099018 TOX145-RTL, 9R03257/M/Day29/Smg/kg-D100,

e e
AREUNROURIONALNES

(e
(%]

19 111099019 TOX14S-RTL, 9R01I258/M/Day29/5Smg/kg-D100,
20 111099020 TOX145-RTL, 9R03I259/N/Day29/Sug/kg-D100,
21 111099021 TOX145-RBL11049-300ppb-CC1l-2, RWW

22 111099022 MeQH Blank

23 1131095023 TOX145-RBL11049-WBlk-2, RWW

24 111099024 TOX145-RBL11049-REBLBIK-2, RWW

2% 111099025 TOX145-RBL11049-6ppb-2, RWW

26 111095026 TOX145-RBL11049-12ppb-2. KWW
27 111099027 TOX145-RBL11049-10ppb-2, RWW
28 111099028 TOX145-RBL11049-60ppb-2. RwW
29 111093029 TOX145-RBL11049-120ppb-2, RWW

111099030 TOX145-RBL11049-300ppb-2, RWW
111099031 TOX145-RBL11G49-600ppb-2, RWW
111099032 TOX145-RBL11049-900ppb-2, RWW
31 111099033 TOX145-ABL11049-1200ppb-2, RWW

[F R
Neo

Dot o 'har%l/lv Gna\z)k« dote not usd

Soup 02019%: Quantitsted and primted by ias on 11/11/99

11/4/99
11/4/99
1174799
1174799
1174799

Standard
Standard
Scandard
Standard

Standard
Standard
Standard
Standard

Qoc

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standsxd

#td Cone

1.00
1.00
1.00
1.00
1.00

1.00
1.00
1.00

RT

e ol isldg

SEEFEZIBAFYEUEEEEEIEETTEBEETEY

Cona. NDev
0.79 -2
0.8 -17
0.9% -1
0.99 -1
1.05 S
0.97 -3
0.96 -4
0.95 -5
1.00 -0
0.95 -5
0.94 -6
0.00 -300
0.01 -99
0.02 -98
0.02 -98
0.02 -98
0.01 -99
0.73 -27
0.00 -100
0.83 -17
0.88 -12
1.03 3
1.04 4
1.11 11
1.04 4
0.94 -6
0.97 -3
1.08 5
1.05 5
0.98 -2

~NO7OR
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Quantify Calibration Report
POX14S-rat liver, day 29 dose dilutions- ext. 11/4/%9 KW
Compound 1 name: POAA (Func 1)
Coefficient of Determination: 0.980656
Calibration curve: 0.993942 * x + 109.996
Response type: External Std, Area
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

1.33e3

age 1
+

Response-

1 S —————
0.0 200.0 400.0 600.0 800.0

Soup 0201%9: Quantitated and printed by ias on 11/11/99

T CONC
1000.0 1200.0
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Guantify Calibration Report
TOX145-rat liver, day 29 dose dilutioms- ext. 11/4/99 R

Compound 2 name: PFOS (Func 2)

Coefficient of Determination: 0.991927

Calibration curve: 11.1011 * x + 194.545

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

1.38e4

rage 2

Response-

00 ' 2000 ' 4000 6000

Soup 02019%: Quantitated and printed by ias oo 11/11/99

vyt CONC
1000.0 1200.0

" 800.0
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Quantify Calibwation

Report
TOX145-rat liver, day 39 dose dilutions- ext. 11/4/39

Page 3

Compound 3 name: PFOSA (Func 3)
Coefficient of Determination: 0.989396
Calibration curve: 31.7417 * x + 97.7287
Response type: External Std, Area

3.90e4-

Response

05—

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

e T e
0.0 200.0 400.0

eyt rr~r—1— CONC
600.0 800.0 1000.0 1

200.0

Soup 02019%: Quantitated and printed by ias oe 11/11/9%

N
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Quaatify Calibration Report
T0X145-rat liver, day 29 dose dilutions- ext. 11/4/39 Fww

Page 4
Compound 4 name: Surr (Func 4)
Response Factor: 4875.54
Response type: External Std, Area
Curve type: RF
5.42e3 x
¥
X
¥
Response-]
0 T Conc
00 O1 02 03 04 05 06 07 08 09 10
Soup 020199: Quantitated and priated by ias on 11/11/9%
NOOBOCT
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Method Report Page 1
:

Method file: C:\MASSLYNX\s0up020199 . pro\MethDB\11109%s. . mdb

Last modified: Thu Mov 11 07:08:22 1959

Compound: 1: POAA (Punc 1)

Printed: Thu Nav 11 07:34:44 1999

Compound Name: POAA {Punc 1)

Internal Ref.: {Nons]

Quantify Trace: TIC

Conc. of Standards: Canc. A

Usex XF Value:

1.000000, Disabled

User Peak Pactor: 1.000000
Integrate Window Pactor: 2.000
Chromatogram Mass window: 1.0000Ds

Retention Time (mins):
Ralative Retantion Time:

7.067, Enabled
0.000, Disabled

RT Reference: [Mons}
Time Window (mins): 0.246
Peak Selsction: Mearest
Response Type: External
Reaponse: Areas
Palynomial Type: Linear
Point of Origin: Bxclude
Fit Weighting: 1/x
Axis Transformation: None
Units:

Peak-to-peak amplitude: 82
Smoothing: Bnabled
Window size (scans): 2
Number of smooths: 1
Smoothing method:

Join valley threshold: 30.00
Reduce peak tailing: 200.00
Raise baseline maximum: 5.00
Draw vertical threshold: 90.00
Detect shoulders: Disabled
Shoulder threshold: 3n.00

Relative height:
Absolute height:
Relative axea:
Absolute area:

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled

0008503



Hethod Report Page 2

Method file: €: \MASSLYNX\s0up0201%9. pro\HethDB\111099a.mdb
tast modified: Thu Nov 11 07:08:22 1999

Compound : 2: PPOS (Func 2)

Printed: Thu Mov 11 07:34:44 1999

Compound Name:

PPOS (Punc 2)

Internal Ref.: {Monm]
Quantify Tra TIC
Conc. of Standards: Conc. B

User RF Value:

1.000000, Disabled

User Peak Pactor: 1.000000
Integrats Window PFactor: 2.000
Chromatogram mass window: 1.0000Da

Retention Time (mins):
Relative Retention Time:

7.284, Enabled
0.000, Disabled

RT Refarence: [Nonal
Time Window (mins): 0.279
Peak Selection: Nearest
Response Typs: External
Response: Areas
Polynomial Type: Linsar
Point of Origin: Exclude
Pit Weighting: p¥2 4
Axis Transformation: None
Unics:

Peak-to-peak amplitude: 38
$moothing: Enabled
Window size (scans): 2
Number af smooths: 1
Smoothing method:

Join vallay threshold: 30.00
Reduce peak tailing: 200.00
Raise baseline maximum: 5.00
Draw vertical threshold: 90.00
Detect shoulders: Disabled
Shoulder threshold: 30.00

Relative height:
Absolute height:
Relative area:;
Absolute area:

1.50, Disabled
0.00, Dissbled
2.00, Disabled
0.00, Disabled

000804



Mathod Report Page &

C:\NSLM\‘O\ADOZOIQQ.pn\ﬂm\lllo’!-.-‘ib
Thu Mov 11 07:08:22 199%

Mathod file:
Last modifled:
Compound : 4: Surr (Punc &)

Printed: Thu Nov 11 07:34:44 1999

Coopound Nama:
Internal Ref.:
Quantity Trace:
Conc. of Standards:

Usar RF Value:

User Peak Pactor:
Integrate Window Factor:
Chrosatogram mass window:

Retenticn Time (mios):
Relative Retention Time:
RT Reference:

Time Window (mins):

Peak Seleccion:

Response Type:
Response:

Polyncmial Type:
point of Originm:
Fit weighting:

Axis Transformation:

Units:

Pesk-to-peak asmplitude:

Smoothing:

Window size (scans):
Mumbexr of smooths:
Smoothing method:

Join valley threshold:
Reduce peak tailing:
Raise baseline maximum:

RS

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

[E————-

Ralative haight:
Absolute haight:
Relative area:
Absolute area:

Surr (Punc 4)
[Ncne]

TIC

Pixed

1.000000, Disabled
1.000000

2.000

1.0000Ds

7.161, Enabled
0.000, Disabled
[None]

0.278

Bearest

External
Areas

Linear
Bxclude
ux
None

92

Eoabled
2
1

30.00
200.00
5.00

90.00
Disabled
30.00

1.50, Disabled
0.00, Disabled
2.00, Disabled
0.00, Disabled

0060505
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SOUP 020199: FACT Equipment
Log 99092 PAGE 1/1

Quattro II, #6414E
DATE__11-10-99

ANALYST:ias
STUDY NUMBER;TQX145 MATRIX: rat liver DESCRIPTION; dilutions-day29

FACT Method: ETS-8-7.0

Injection volume:_10ul, Cycle time:_10 min. Electrode: Z-Spray

Mobile Phase: (A)2.0 mM NH4CH3CO2 (B)MeOH
TN-A- or stndrd number “(A) 99083-11-2] (B)IN-A-3386
Prepared (date/by): (A)11/6/99sah  (B)11/6/99sah

Expires: (A).04/00 (B)_2010

Store at room temp? E or N Other:

Guard column: Nope

Part number: pa Lot number: na

Analytical column: Keystone Betasil

Size: 2 x 50 mm Type: C18 Sphere size: 3 um
Part number: 055-701-2 Lot number: P9E11 Serial number:0591804Z
Analytical parameters:

Drying gas (L/hr): 350 ESI nebulizing gas (L/hr) 13 Sheath gas (L/hr) Q.
LC Flow rate: 30Q yL/mip. Back pressure:_63 bar

HPLC solvent gradient: 10min-10-95

1).0.00 100 0
2)1.00 0.0
»s30. 950
4)1.50 950
50800 wo




BEST COPY AVAILABLE

Tuning Method Report
Method: c:\HASSLYNX\SOUP020199.PRO\ACQUDB\P!OSB

Printed: Wed Nov 10 10:49:41 1999

Page 1

SOURCE ( ESP- ) Set Rdbk MS1
Capillary 1.60 1.61 LM Resolution
Cone 40 ~-60 HM Resolution
Extractor 5 -6 Ion Energy
RF Lens 0.2 Ion Energy Ramp
Source Block Temp. 150 150 Lens 6
Desolvation Temp. 250 250 Multiplier
Pressures Rdbk MS2
LM Resolution
Analyser Vacuum 6.0e-5 HM Resolution
Collision
Gas Cell 4.1le-3 Ion Energy
Ion Energy Ramp
Lens 8
Lens 9
Multiplier

Set Rdbk
14.0

14.0

0.9

0.0

650

Set Rdbk

00080/



Method Report Page 1

Method rile: C: \MASSLYNX\S0UP020199 . PRO\ACQUDB\10min-10-95
Last Modified: Wed day, Novemb ‘10, 1989 10:43:07
Printed: Wednesday, Movember 10, 1999 10:49:20

HP1100 ILC Pump Initial Conditioms

Solvents
A% 90.0
B% 10.0
Ccs 0.0
D% 0.0
Flow (ml/min) 0.300
stop Time (mins) 10.0
Min Pressure (bar) 0
Max Pressure (bar) 400
Oven Temperature Left(°C) 30.0
Oven Temperature Right(°C) 30.0

HP1100 LC Pump Gradient Timetable

The gradient Timetable contains 5 entries which are :

Time A% B% [o D% Flow Pressure
0.00 90.0 10.0 0.0 0.0 0.300 400
1.00 90.0 10.0 0.0 0.0 0.300 400
5.50 5.0 95.0 0.0 0.0 0.300 400
7.50 5.0 95.0 0.0 0.0 0.300 400
8.00 90.0 10.0 0.0 0.0 0.300 400
HP1100 LC Pump External Event Timetable
The Timetable contains 3 entries which are :
Time Column Switch Contactl Contact2 Contact3 Contact4
Initial off Off Off Off off
0.00 Off on on off on
0.10 off Off Off Off Off

HP1100 Autosampler Initial Conditions

Draw Speed 200.0
Eject Speed (ul/min) 200
Draw Position (mm) 0.00
Stop Time (mins) 9.00
Injection Volume(ul) 10.0
Vial Number 91

000808




Masslynx - Sampie List

Sample List: C:AMASSLYNX\soup020199.pro\SampleDB\111099a.SPL
Printed: Wed Nov 10 10:48:56 1899

Page 1

Page Position: (1, 1)

File Name File Text MS File
1 111099001 MeOH Bilank 10MIN-PFOS-POAA-PFOSA-IS
2 111099002 MeOH Blank 10MIN-PFOS-POAA-PFOSA-IS
3 111099003 MeOH Blank 10MIN-PFOS-POAA-PFOSA-IS
4 111099004 TOX145-RBL11049-WBIk-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
5 111099005 TOX145-RBL11049-RBLBIk-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
6 111089006 TOX145-RBL11049-6ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
7 111088007 TOX145-RBL11049-12ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
8 111099008 TOX145-RBL11049-30ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
9 111099008 TOX145-RBL11048-60ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
10 111099010 TOX145-RBL11049-120pph-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
11 1110998011 TOX145-RBL11049-300ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
12 111098012 TOX145-RBL11048-600ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
13 111098013 TOX145-RABL11049-900ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
14 111099014 TOX145-RBL11049-1200ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
15 111099015 MeOH Blank 10MIN-PFOS-POAA-PFOSA-IS

16 111099016 TOX145-RTL, 9R03255/M/Day29/5mg/kg-D100, 11/4/99 10MIN-PFOS-POAA-PFOSA-IS
17 111099017 TOX145-RTL, 9R03256/M/Day29/5mg/kg-D100, 11/4/89 10MIN-PFOS-POAA-PFOSA-IS
18 111099018 TOX145-RTL, 9R03257/MW/Day28/5mg/kg-D100, 11/4/99 10MIN-PFOS-POAA-PFOSA-IS
19 111099019 TOX145-RTL, 9R03258/M/Day29/5mg/kg-D100, 11/4/98 10MIN-PFOS-POAA-PFOSA-IS
20 111099020 TOX145-RTL, 9R03259/M/Day29/5mg/kg-D100, 11/4/98 10MIN-PFOS-POAA-PFOSA-IS

21 111099021 TOX145-RBL11049-300ppb-CC1-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
22 111088022 MeOQOH Blank 10MIN-PFOS-POAA-PFOSA-IS
23 111089023 TOX145-RBL11049-WBIk-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
24 111099024 TOX145-RBL11049-RBLBIk-2, RWW 10MIN-PFOS-POAA-PFOSA-IS -
25 111099025 TOX145-RBL11049-6ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
26 111099026 TOX145-RBL11049-12ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
27 111099027 TOX145-RBL11049-30ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
28 111099028 TOX145-RBL11048-60ppb-2, RWW 1OMIN-PFOS-POAA-PFOSA-IS
29 111099029 TOX145-RBL11049-120ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
30 111099030 TOX145-RBL11049-300ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
31 111099031 TOX145-RBL11049-600ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-IS
32 111099032 TOX145-RBL11049-900ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-1S
33 111099033 TOX145-RBL11049-1200ppb-2, RAWW 10MIN-PFOS-POAA-PFOSA-IS
34 111099034 TOX145-RBL.11049-900ppb-2, RWW 10MIN-PFOS-POAA-PFOSA-I1S

0809



Massiynx - Sample List

I

Sample List: C:AMASSLYNX\soup0201 99.pro\SampleDB\111099a.SPL

Printed: Wed Nov 10 10:48:56 1998

Page 2
Page Position: (2, 1)

DONRANBWN =

Inlet File

10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-85
10min-10-95
10min-10-95
10min-10-95
10min-10-95
10min-10-95

Bottle

L a s Q2 OONONERN-OO O
SgreNeNRONSE SRR RPN SO b e

-
N

Inject Volume

Sample Type

EEREREREEREE R R R R R R R EERER

ConcC
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