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This study was designed to preliminarily assess the adsorption and metabolism by the Sprague Dawiey rat of
the perfluorooctanesulforryl amide (PFOSA, CsF17SO,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. Seraand liver collected from the sacrificed animals were sent to the Environmental Lab
and analyzed quantitatively for perfluorooctane sulfonate (PFOS, CgF17S0y, CAS # 2795-39-3), PFOSA, and
perfluorooctanoate (POAA, C;F1sCO;, 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; onday
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 inthe
PFOSA dosing soluton.

PFOSAB, (CgF17SO,),NH, was detected in the livers of dosed ammals 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
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. 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 government 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.
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4.1

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 Perflucrooctanesulfonate or Other Fluorochemicals in Serum Extracts
Using HPL.C-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 anatyte 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 fluorochemicals. 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 (CgF},SO5") 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 (C3F¢SOy). Eachof
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.

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 sampies to monitor
instrumental drift. Calibration check standards are compliant if instrumental response is within +/- 30% of
the expected value.
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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 surrogate 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 acceptable 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 dose material suggest that a small amount of POAA was present in the
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 PFOSARB 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 ug/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 circumnstances 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:

Linearity — 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 4 the LOQ) - PFOS in sera is 4.88 ng/ mL; PFOS inliveris 153 ng/ g;
PFOSA in serais 2.47 ng/mL; PFOSA inliveris6.2ng/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;
PFOSAinliveris124ng/g

Duplication frequency/acceptable precision - < 30%

Spike frequency/acceptable recoveries — 70% to 130%; PFOé 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
bh B 12 /00199
Kris Hansen, Ph.D., Principal Analytical Investigator Date
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FACT-TOX-145

TOX-145 Pharmacokinetic Study of PFOSA in Rats.

Study’
Product Number(Test Substance): T-71322
Matrix: Rat Liver ‘ Filename: Sec Attachments
Method/Revision: ETS-8-6.0 and ETS-8-7.0 R-Squared Value: See Aachments
Analytical Equipment System Number. Soup 020199, Amelia 062498 Slope: See Attachments
Instrument Software/V ersion Masstynx 3.3 ¢ Y-Intercept See Adachments
Date of Extraction/Analyst: 10/13/99, 11/04/99 SEERWW/SAL
Daic of Analysis/Analyst: 10/15/99, 10/19/99 MMH, 11/05/99 1AS, 11/10/99 IAS
Date of Data Reduction/Analyst: 101899, 10720/99, 11/08/99, 11/11/99 IASMMH
Sample Data
RAT LIVER
Group Sampie ¥ PFOS Total Amount Average RSD PFOSA Total Amount Aversge RSD
Dose Caic. Conc. of PFOS PFOS Std. Dev. Caic. Conc. of PFOSA PFOSA Std. Dev.
gz ugig oy'g MS/MSD RPD ng/p ug's ug/'g MS/MSD RPD
Method Blk H20 Bik-11 0.00 <LOD 0.00 <LOD
H20 Bik-11 0.00 <LOD <LOD <LOD 0.00 <LOD <LOD <LOD
H30 Blk-2 0.00 <LOD 0.00 <LOD
H20 Blk-2 0.00 <LOD <LOD <LOD 0.00 <LOD <LOD <LOD
Matrix Bk RBL10199-Liver Bk-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 Bik-2 0.00 <LOD <LOD <LOD 0.00 <LOD <LOD <LOD
QC SR03230M, Dayl-MS-11 276 2% 313 104%
250 ppb 9R03230M, Dayl-MSD-11 264 28% 90% 5% 283 94% 99% 10%
SR03235M, Day4-MS-12 226 5% 229 76%
9R03235M, Day4-MSD-12 216 2% 73% 5% 215 1% 74% %
9R03240M, Day29-MS-1 212 2% 352 119%
9R03240M, Day29-MSD-2 191 65% 68% 10% 330 112% 116% %
Group | 9R03230M, Day) 0.00 <LOD 0.00 <LOD
0.0 mg/kg 9R03231M, Dayt 0.00 <LOD 0.00 <LOD
9R03232M, Day! 0.00 <LOD 0.00 <LOD
9R03233M, Dayl 0.00 <LOD 0.00 <LOD
9R03234M, Day! 0.00 <LOD <LOD <LOD 0.00 <LOD <LOD <LOD
Croup 2 OR03235M, Days .00 <LOD 235 <LOD
0.0 mg/kg 9R03236M, Day4 0.00 <LOD 0.00 <LOD
9R03250M, Day4 295 0.0295 . 20 0.0220 .
9RO3238M, Day4 20 <LOQ 466 <LOD
9R03239M, Dav4 0.00 <LOD <LOQ <LOQ 0.00 <LOD <LOD <LOD
Group 3 9R03240M. Day29 0.00 <LOD 257 <LOD
0.0 mgikg 9R03241M, Day29 0.00 <LOD 1 <LOD
9R03242M, Day29 0.00 <LOD 0724 <LOD
9R03243M, Day29 0.00 <LOD 0.162 <LOD
9R03244M, Day29 0.00 <LOD <LOD <LOD 0.00967 <LOD <LOD <LOD
Group 4 9R03245M, Day! 23660 23.7 6021 6.02
5.0 mg/kg 9R03246M, Dayl 32260 323 7015 1.02
9R03247M, Dayl 36179 362 6239 6.24
9R03248M. Day! 21200 212 l 217 6657 6.66 16.0
9R03249M. Dayt 27829 278 28.2 6.12 8811 8.81 695 111
Group 5 ~SR03237M. Day4 36791 368 g 53 3.52 g
5.0 mgkg SR03251M, Day4 32619 326 3470 347
9R03252M, Day4 42606 426 3959 3.96
9R03253M, Day4 36945 369 9.56 3454 345 828
9R03254M, Day4 38268 38.3 374 358 4105 411 370 0.307
Group 6 ORO03255M, Day29 20305 203 5.5 0.0855
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
9R03259M., Day29 29867 299 238 412 303 0.303 0162 00859
Lunut of Quanutauon Limit (LOQ): PFOS =26.9 ng/g, PFOSA = 11.1 ng/g PFQOS = Per
PFOSA = Perflucrooctanesulfonamide

Limit of Detection (LOD): PFOS = 8.45 ng/g, PFOSA = 3.50 ng/g

Date Entcred/Anatyst:
Date Verified/Analyst:

ETS-8-7.0

Exce! Version 5/95

10/21/99, 1022/99, 11/15/99 LAC, 11/08/99 GML
11/16/99 GML

TOX-145-liver.xls

* Sampies numbers may have been switched 3237 should be 3250

@' These samples may be falsely high. due to carryover from accidentally

switching 3237 and 3250 GML 11/16/99

11730799
9:33 AM
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10/06/1999 7k§ 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

ENN
N

PIGIM



TOX-145 SAMPLES RECEIVED

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

ET&SS Lab
2-3£.09

Fax: 7786176

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 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 :
V/"' -/:/»(’ ij/p// N(‘///HL"' /”/‘7/?? "“'eé/h/

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 9R03247 9R03247
9R03258 9R03258 9R03248 9R03248
9R03259 9R03259 9R03249 9R03249

DAY 2 DATE 10/6/99 Gen.MALE POST DOSE

URINE ID# FECES ID#

9R03240 SR03240
9R03241 9R03241
9R03242 9R03242
9R03243 SR03243
9R03244 9R03244
9R03255 9R03255
9R03256 9R03256
9R03257 9R03257
9R03258 9R03258

9R03259 9R03259
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TOX-145 SAMPLES RECEIVED

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 (T-7132.2). Samples received frozen on dry ice and have been stored in Freezer

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

Barb

SOmplu V;Pl“\‘cd |U"'1-71'/;

Printed 10/11/99 [3M Restricted) Page 1



PFOSA PK STUDY_IN RAT

TOX-145 R :
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
SR03259 9R03259

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

URINE ID# FECESID# LIVERID# SERAID#

9R03240 8R03240 9R03235 9R03235
9R03241 9R03241 9R03236 9R03236
9R03242 9R03242 9R03237 9R03237
9R03243 9R03243 9R03238 9R03238
9R03244 9R03244 9R03239 9R03239
9R03255 9R03255 9R03250 9R03250
9R03256 9R03256 gR03251°  9R03251
9R03257 9R03257 9R03252 9R03252
9R03258 9R03258 9R03253

9R03259 9R03259 9R03254 @9R03254

THERE ARE TWXO GROZ354 SERA SAMPLES
ONE speulp mrE ARO3253 BUT DONT koW (OHIGHONE . BAG. 1oula



PFOSA PK STUDY IN RATS

TOX-145

LR# W2814

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

URINE 1D#
9R03240
9R03241
SR03242
9R03243
9R03244
9R03255
9R03256
9R03257
9R03258
9R03259

FECES ID#
9R03240
9R03241
9R03242
9R03243
9R03244
9R03255 :
9R03256 3
9R03257
9R03258
9R03259

DAY 4 DATE 10/8/9¢ Gen.MALE POST DOSE

URINE 1D#
9R03240
9R03241
9R03242
SR03243
9R03244
9R03255
9R03256
9R03257
9R03258
9R03259

FECESID# LIVERID# SERAID#
9R03240 9R03235  9R03235
9R03241 9R03236  9R03236
9R03242 gR03237  9R03237
9R03243 SR03238  9R03238
9R03244 gR03239  9R03239
9R03255 9R03250  9R03250
9R03256 9R03251 9R03251
9R03257 9R03252  9R03252
9R03258 9R03253

9R03259 9R03254 C>9R03254

THERE ARE TWO QRO3AEZY SERK SAMPLES

ONE sPewd mBE AROZA5D BUT DONT =0l LOMICGH ONE

T Nave added a. =, =2 4o V- Scfe s3amples qQ ROI2TY In orde-
40 Aillwn Ne b Yan doa for Mh‘qb. Sae 19]i2)q9

BAG, 1ofuld
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TOX-145 day 29 SAMPLES RECEIVED

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

ET&SS Lab
2-3€.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;»—»,o/w veri e - //M; —/Zw\/

Printed 11/02/99 [3M Restricted]

Page 1



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
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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 D

Screening Results of Dose Verification




Kris J. Hansen
11/04/99 02:29 PM

Tet: 778-6018 Fax: 778-6176
2-3E-08 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. 1'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, I 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 pg/mL spike
recovery 130%

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

POAA --> 2.5 ug/mL spike

recovery 121%

Let me know if you have guestions.

kih



PPPCTRPTNTVINTIVEVEEERI

.‘ . Andrew Seacat
"7 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) 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 aliow sufficient dilution for analysis of
some PFOS concentrations. Given that the starting material has approxmately 1% PFQS 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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Study . TOX145

Date Analyzed 10/29/99
File # 102999a
Instrument Soup 020199

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

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

> 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) 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 foliows:
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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FACT: DATA REVIEW SUMVMARY rURvl

Date s / %9 ,
Data Analyst. Tas '
FACT Study #: Tox 195
Matnx/Timepoints: _Jumcan €0 ose (ovfr- s adio 54-7=L
Sample List: 2259 %a
Doy _fsg/ss as
[nstrument: 5;_% 225/99

@
Analyte: __ Foaa (cH D)

| Acceptable Linear Range: Lo 0/,,/0,{ —— /.’20/7nL
Extraction Blank: _A/A —
Matrix Blank A

Jk - 25/79-4 = /’/ ﬂCué./l.a'v

LOQ: /oo/ 2l
R _D997/2/

Calibration Checks:

MS/MSD:

Data Status:

Analyte: ms C(Hz>®

Acceptable Linear Range: 12 // :;pé —= P // 7p£

Extracted Blank: A4

LOQ __ /9 ppd
77

R2: 0. 996835

Calibration Checks: O - ,&»7 s 2f fop Hhe 25/7,4 Co/efock

MS/MSD:

Matrix Blank: _ A4

Data Status:

—

Analyte: __[FosA  CcH3)

Jo. /ozgé

Acceptabie Linear Range:
44

> P59 ppd
44

Extracted Biank: MNA

Matrix Blank: __NMA
29/7,3 cefcheed = 1o

LOQ: /0. lolp/p!
R2: _ 0-9572¢/

Calibration Checks: dﬁ —

MS/MSD:

Data Satus:

Tt p. |42

Data Review Sign-Off

IAs ”/sf/fi

Analyst Review
Name / Date:

Technical Review
Name / Date:

kym /1199

Quality Assurance Review
Name / Date:

Data Entry:

Commeats / Justifications:
@ Tre =5 4.4/75
, e
[[2_»«-%5 A e eu/uéq/ ~/:'.»-. te cuyve
{ i OV(/(V ‘j/° -LC“S‘ D “{L:.
[Jwtr /uuﬁ—r (onc. 'D.MK:A ﬂcpu‘tq
'7/4 /Ll I4 [onctaéa//p.(\s
y2 lm_/u.s‘ of /ess ‘/4_4‘,,1 .22 a-.c/
/ﬂ/m/nau 7/(‘44‘/ %n < 32, 74)/
‘/[1 /n’uz/ Conc. ?.;,u,/s . T Ins l%//?f
&m Laryyricy k//'—S /L.;/‘/ce(/ /;.. ‘7‘[LL
Meol B’l:s/ — Tas "for/rs
D 7 Zelepl, S0 ok aed 752 ppl
D.,u £ kere &CA(/(/ k-c‘p/;ua 7![&
/\‘f'é’ P.un/s LQare P’f t/a/ucs ot /esS
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Z_m o0-77 v,
‘/Ld.n f30"/° 1[lv 711{4 /ohxr Conc .
Carye pu,.;‘/s . 5—»«43 Coviiy sbev”
[, -, {
k,&s o ru(l/ Lo '/ﬁ ﬂ(to/f g/k:
—Ias "/’//ﬁ
—_ 7»-—:‘5
Tls [o/pd _and 503/7,[,0Mm_
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FACT: DATA REVIEW SUMMARY rORM

Tas 4f5i)aq /> 2tz

Data Review Sign-Off
Date (/A’/fi Asalyst Review
‘ na
Data Analyst: Tas Name / Date; _ 225 ”/’//?f'
FACT Study #: “Tox {5 Techaical Review
echnical Re
Matnx/Timepoints: T“""" o a{;;e C.vc/;; .M'V/;aos- .9-—7[1; Name/ Date: k’yh ”/l /jj
Sample List: /02257« Quality Assurance Review
Name / Date:
Set-up Analysis
Date/Analyst: /~’/ 24 / 5 Fas Data Entry:
Instrument: Senp 9220 89 Comments / Justifications:
L @ é-H
) @ Lurvl ¢ < [%
A 3 Is ((” ‘/
e e £ 2% aen ooy e
table Li - NA
Acceptable Linear Range: lenper /rm/ Vange, -’I&s ////%
LOQ: A Extraction Blank: _ A/ J ]
oQ //Mru opctr AKEZS kér[/ce(/ /H 76{4
R™2: /NA Matrix Blank: NA
Muh{/ Blks ., — Tas '//9/ /?7 .
Calibration Checks: NAa
rtion ~hee O fs'r,D Avea. Copnds var .c(/
MS/MSD: .
‘%la a;[.ozq[ —/Za 57 Dev:cLJ..s
Data Status:
ﬂ.)a—c 4s L¢A 25 5% aud as
Anpalyte: /awas "ét{/ - Jas /’6/77
Acceptable Linear Range: /
LOQ: Extracted Blank:
R"2: Matrix Blank:
Calibration Checks: ﬁ:* > Weifog
MS/MSD: /
Data Status: /
L
Analyte: /

LOQ:

Acceptable Linear Range: /

R"2: /

Calibration CHecks:

Extracted Blank:

Matrix Blank:

MS/MSP:

Dap Satus:
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Quantify Compound Summary Report
TOX145-twean 80 dose confirmation for POAA, PPOS, & POAA- ext. 10/29/99 ias

Bample List: c:\uASSLY‘NX\-oupOZO].SB.pro\sml-DB\lOZBDSn
Last modified: Pri Oct 29 10:23:59 1999

Mathod: c:\mSSLYNX\:oupDZOle.pto\u-:bbn\102999a
Last modified: Mon Nov 01 06:21:40 1999

Job Code:

Printed: Mon Nov 01 06:47:34 1999

Compound 1: POAAR (Chl)

$ Name Samplelist Text TYDS 8td Conc RT Area Flags Conc. N“Dev
1102999001 MeOH Blk 7.154 42 bb 3.66
2102999002 MeOH Blk

3 102999003 FCMix-99086-43-1, lppb- 9/10/99 RWW standard 1.00 7.088 16 MM 1.02 2
4102999004 FCMix-99086-43~2, Sppb- 9/10/99 RWW Standard 5.02  7.129 53 MM 4.72 -6
5 102999005 FCMix-99086-43-3, 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 23.74 -5
7 102999007 FCM1x-99086-43-5, S0ppb- 9,/10/99 RWW standard 50.20 7.087 471 bb 46.43 -8
g 102999008 FCMix-99086-43-6, 100ppe- 9/10/99 RWW standard 100.00  7.084 981 bb 97.28 -3
5 162999009 FCMix-99086-43-7, 250ppo- 9/10/99 RWW Standard 251.00 7.133 2481 bbX 246.70 -2
10 102999010 FCM1x-99086-43-8, 500ppb- 9/10/99 RWW standard 502.00  7.103 4254 bbX 423.45 -16
1102999011 FCMix-99086-43-9. 750ppb- 3/10/99 RWW Standard 752.00  7.129 5542 bbX §51.77 -27
12 102999012 MeGCH Blk 7.147 14 MM 0.92 &
13 102999013 mCX145-PFOS/POAA in Tween-dose-2ppb- 10/29/99 IAS 7.152 22 MM 1.67

14 102999014 TOX145-PFOS/POAA in Tween-ms-4ppb- 10/29/99 IAS 7.13¢ 40 MM 3.51

15 102999015 FCM1x-99086-43-4, 25ppb- $/10/99 RWW oc 25.10  7.147 259 bb 25.32 1
16 102999016 MeOH Blk

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

18 102999018 TCX145-PFOSA in Tween-ms-300ppb- 10/29/99 IAS 7.160 11 MM 0.61

19 102999019 PCM1x-99086-43-7, 250ppb- 9/10/99 RWW oc 251.00  7.128 2363 bb 234.97 -6
20 102999020 MeOH Blk

21 102999021 PCMix-99086-43-1, lppb- 9/10/99 RWW standard 1.00 7.110 13 MM 0.73 -27
22 102999022 FCMix-99086-43-2, 5ppb- 9/10/99 RWW 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, 25ppb- 9/10/99 RWW standard 25.10 7.180 273 MM 26.64 6
25 102999025 FCMix-99086-43-5, SOppb- 9/10/99 RWW Standard 50.20 7.129 542 bb 53.45 6
26 102999026 FCMix-99086-43-6, 100ppb- 9/10/99 RWW 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 bbX 232.82 -7
28 102999028 FCMix-99086-43-8, 500ppb- 9/10/99 RWW Standard 502.00 7.154 4210 bbX 418.97 -17
29 102999029 FCMix-99086-43-9. 750ppb- 9/10/99 RWW standard 752.00 7.129 5411 bbX 538.72 -28

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



Quantify Compound Summary Report Page 2
TOX145-tween 80 dose confirmation for POAA, PrOs, & POAA- ext. 10/29/9%9 ias

Sample List: c:\mssx.mx\-oupozoxss‘pro\swnnsuozsss.
Last modified: Fri Oct 29 10:23:59 1999

Method: C:\MASSLYNX\30up(20199.pro\MertRDB\102599a
Last modified: Mon Nov 01 06:21:40 1999

Job Cods:

Printed: Mon Nov 01 06:47:34 1999

Compound 2: PFOS (Ch2}

# Name Samplalist Text Type 8td Conc RT Area Flags conc. NDev
1 102999%03: MeOH Blk 7.315 202 bb 1.58
2 102999002 MeOH Blk 7.295% 42 bb 0.00C
3 102999003 FCMix-99086-43-1, lppb- 9/10/99 RWW Standard 1.01 7.226 148 MM 0.93 -8
4 102999004 FCMix-99086-43-2, 5ppb- 9/10/99 RWW Standard 5.03 7.291 476 MM 4.74 -6
5 102999005 FCM1x-99086-43-3, 10ppb- 9.:0/99 RWW Standard 10.00 7.240 $13 MM .81 -2
6 10299900¢ FCMix-99086-43-&, 25ppb- 9/10/99 RWW Standard 25.20 7.266 2108 bb 23.71 -6
7 FCM1x-99086-43-5, S0ppb- 3/10/99 RWW Standard 50.3C 7.248 4162 bd 7.57 -5
FCM1x-99086-43-5., 100ppb- 9/10/99 RWW Standard 101l.0¢C 7.246 8473 bd 97.67 -3
FCM1x-99086-43-7, 250ppb- 9/10/39 RWW Standard 252.0C 7.272 22878 bbX 265.05 5
FCM1x-99086-43-8, 500ppb- 9/10/99 RWW Sctandard 503.00 7.265 41708 bbX 483.87 -4
FCM1x-99086-43-%, 750ppb- 9/10/99 RWW Standard 755.00 7.289 56477 bbX 655.48 -1i3
102999¢C12 MeCH Blk 7.309 170 M4 1.18
102999013 TOX145-PFOS/POAA in Tween-dose-2ppb- 10/29/99 IAS 7.313 424 bb 4.13
4 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 MeOH Blk 7.338 63 MM 0.c¢
17 102999017 TOX145-PFOSA in Tween-dose-200ppb- 10/2%/99 IAS 7.314 373 MM 3.55
18 102999018 TOX145-PFOSA in Tween-ms-300ppb- 10/29/99 IAS 7.321 398 Mo 3.83
19 102999019 FCMix-99086-43-7, 250ppb- 9/10/99 RWW QcC 252.00 7.313 22863 bb 264.88 5
20 102999020 MeQH Blk 7.295 91 bb 0.27
21 102999021 FCM1x-99086-43-1, lppb- 9/10/39 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 5.17 7
23 1029993023 FCMix-99086-43-3, 10ppb- 9/10/99 RWW Standard 10.00 7.335 98% bb 1c.7¢C 7
24 102999024 FCMix-99086-43-4, 25ppb- 9/10/99 RWW Standard 25.20 7.342 2289 bb 25.80 2
25 102999025 FCMix-99086-43-5, SO0ppb- 9/10/99 RWW Standard 50.30 7.291 4761 bd 54.53 8
26 102999026 FCMix-99086-43-6, 100ppb- 9/10/99 RWW Standard 101.00 7.313 8949 bb 103.19 2
27 102999027 FCMix-99086-43-7, 250ppb- 9/10/9% RwWW Standard 252.00 7.363 22364 bbX 259.08 K
28 102999028 FCM1x-99086-43-8, 500ppb- 9/10/93 Rww Scandard 503.00 7.314 42068 bbX 488.05 -3
23 102999029 FCMix-99086-43-9, 750ppb- 9/10/99 Rww Standard 755.00 7.291 55588 bbX 645.14 -15

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



Quantify Compound Summary Report Page 3

TOX145-twean 80 dose confirmation for POAA, PPOS, & POAA- ext. 10/29/99 ias

Sample List: Cc: \mshm\lau9020199.pro\Sml-DB\lOZSBDa
Last modified: Pri Oct 29 10:23:59 1999

Method: C:\MASSLYNX\30up020199 .pro\KethDE\10299%a
Last modified: Mon Nov 01 06:21:40 1999

Job Code:

Printed: Mon Nov 01 06:47:34 1999

Compound 3: PFOSA (Ch3)

# Name samplelist Taxt TYPR 8td Conc RT Area Flags Conc. %Dev
1 102999001 MeCH Blk 7.833 18209 MM 66.15
2 102999002 MeOH Blk 7.79¢C 835 MM I
3 102999003 FCMix-99086-43-1. 1lppb- 9/10/99 RWW Standard 1.01 7.741 1102 MMX 3.30
4 102999004 FCM1x-99086-43-2, 5ppb- 9.10/99 RWW Standard 5.03 7.80% 1881 MMX 6.16
% 31029933CS FCM1x-99086-43-3. 10ppb- 9/10/99 RWW Standard 10.10 7.803 2710 MM 9.21
¢ 1029989006 FCM1x-990B5-43-4, 25ppb- 9/10/99 RWW Standard 25.10 7.805 6408 MM 22.8¢0
= 102999007 FCMix-99086-43-5, S0ppb- 9/10/99 RWW Standard 50.30 7.766 10741 MM 38.71
2 102999008 FCM1x-99086-43-6, 100ppb- 3/10/99 RWwW Standard 101.00 7.809 21634 MM 78.74
9 12299%009 FCM1x-99086-43-7, 250ppb- 9/10/99 RWW Standard 251.00 7.85%7 68915 MM 252.43
10 162999010 FCM1x-99080-43-8, 500ppb- $/1.0/99 RWW Standard 503.00 7.895 139095 MM 510.28
11102998011 FCM1x-99086-43-9. 750ppb- $/10/99 RWW Standard 754.0C 7.941 199487 MM 732.15
12102999012 MeOH Blk 7.982 2140 M™ 7.12
13 102999013 TOX145-PFOS/POAA 1n Tween-dose-2ppb- 10/29/99 IAS 7.920 72407 bb 265.27
3¢ 102999014 TCX145-PFOS/POAA 1n Tween-ms-4Fpb- 10/29/99 IAS 7.969 73318 bb 268.62
15 102999015 FCMix-99086-43-4, 25ppb- 9:10/99 RWW [olay 25.10 7.984 8797 MM 31.57 28
156 102999016 MeCH Blk 7.98% 596 MM 1.44
17 102993617 TCX145-PFOSA in Tween-dose-200ppb- 10/23/99 IAS 7.943 2510 bd 265.6%
18 102993018 TOX145-PFOSA in Tween-ms-300ppb- 10/29/99 IAS 7.950 105109 db 385.4:C
19 102999019 FCM1x-99086-43-7, 2S0ppb- 3/10/99 RWW QC 251.08 7.964 75327 MM 276.00 10
20 102993020 MeQH Blk 7.990 870 MM 2.45
21 102999021 FCMix-99086-43-1, lppb- 9/10/99 RWW Standard 1.01 7.947 783 MMX 2.13 11l
22102999022 FCM1x-99086-43-2, Sppb- 3/10/99 RWW Standard 5.03 8.001 1994 MMX 6.58 31
T3 102999023 FCM1x-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- $/10/99 RWW Standard 25.10 7.948 8204 MM 29.39 17
25 132999025 FCM1x-99086-43-5. 50ppb- 9/10/9% RWW Standard 50.30 7.942 14786 MM 53.58 7
26 1029%9026 FCMix-99086-43-b, 100ppb- 9/10/99 RWW Standard 101.00 7.965 30309 MM 110.62 0
27 102999027 FCMix-99086-43-7, 250ppb- 3/10G/99 RWW Standard 251.00 7.9%2 76998 MM 282.14 2
23 102999028 FCMix-99086-43-8. 500ppb- RWW Standard 503.00 7.989 140797 MM 516.53 3
29 102999029 FCMix-990B6-43-9. 750ppb- RWW Standard 754.00 7.917 201774 MM 740.5¢6 -2

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



Quantify Compound Summary Report

TOX145-tween 80 dose confirmation for POAA, ProOs, & POAA- ext.

Sample List:
Last modified:
Method:

Last modified:
Job Code:

Printed:

€ :\MABSLYNX\soup020
Pri Oct 29 10:23:59
C: \MASSLYNX\s0up020
Mon Nov 01 06:21:40

Mon Nov 01 06:47:34

199.pro\sanplobl\1029991
199%

199.pro\MethDB\10299%a
1999

1999

10/29/99 ias

Paga 4

Compound 4: IS

Name

202999002
102993002
102999003
102999004
102999005
102999009
102999007
1352989002

R I S A

102999015
102999016
102999017
102999018
102999019
102999020
102999022
102999022
102995023
102999024
102999025
1029990256
102999027
122999228
102999229

(Chd)

samplelist Text
#eOH Blk

MeCH Blk
FCM1x-99086-43-1.
FCM1x-99086-453-2
FCM1x-99086-43-2,
FCM1x-99086-43-4,
FCM1x-99086-43-5
FCM1x-99086-43-6
FCM1x-99086-43-7,
FCM1x-99086-43 f
FCMix-99086-43-5.
MeCH Blk
TOX145-PFOS/PCAA
TOX145-PFOS/POAA
FCM1x-99086-43-4,
MeOH Blk

1ppb- $/10/99 RWW
Sppo- 9/10/99 RWW

10ppb- 9/10/99 RWW
25ppb- 9/10/99 RWW
S0ppb- 9/10/99 RWW
100ppb- 9/10/99 RWW
250ppb- 9/10/99 RWW
500ppb- 9/10/99 RWW
750ppb- 9/10/99 RWW

in Tween-dose-2ppb- 10/29/99% IAS
in Tween-ms-4ppb- 10/29/99 IAS
25ppb- 9/10/99 RWW

TOX145-PFOSA in Tween-dose-200ppb- 10/29/99 IAS
TOX145-PFOSA in Tween-ms-300ppb- 10/29/3% IAS

FCMix-99086-43-7,
MeCH Blk

FCM1x-99086-43-1
FCM1x-99086-43-2,
FCMix-99086-43-3,
FCM1x-99086-43-4,
FCMix-99086-43-5,
FCM1x-99086-43-6,
FCM1x-~99086-43-7,
FCMix-99086-43-8,
FCMix-99086-43-9,

250ppb- 9/10/93 RWW

ippb- 9/10/99 RWW
Sppb- 9/10/399 RwWW
10ppb- 9/10/93 RWW
25ppb- 9/10/99 RWW
S0ppb- 9/10/39 RWW
100ppb- 9/10/99 RWW
250ppb- 9/10/99 RWW
500ppb- 9/10/99 RWW
750ppb- 9/10/99 RWW

Soup 020199: Quantitated and printsd by ias on 11/01/99

TYpe

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

QC

QC

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

Btd Conc

b b b e

[

NS SR RSN R

.00
.00
.00
.00
.00
.ao
.00
.00
.00

.00

.00

.00

oc

.00

.00
.00

.00
.00

~

PO

[EERENT

RN RS R RN O

[NERENEE RN NS NN

RT

-170

.082
.147
-095
.099

104

-101

128

.120
-145

. 169
.150
-163

147
-15¢4
.146

.127
-163
.168
.174
.145

147

174
.146
.146

Area
15

4282
4289
4424
4486
4446
4093
2630
1993
1842

2613
1041
2305

2529
1016
1991

2320
2361
2396
2274
2435
2181
2059
1934
1818

Flags
b

bb
bb
bb
bb
bb
bb
bb
bb
bb

bb
bb
bb

bb
bb
bb

bb
bb
bk
bb
bb
bb
bb
bb
bb

Conc. N\Dev

.01

N N
n
Pt

ocoo

o oo
o we
© <t

cococoooooo
@
-

-99

48
48
S2
54
53
43
-9
-31
-37

-10
-64
=21

-13
-65
-31

-20
-19
-17
-16
-25
-29
-313
-37
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Method Report Page .

Method file: C:\HASSLYNX\soupOZOI99.pro\He:hDB\102999a.ndb )
Last modified: Mon Nov 01 06:21:40 1999

Compound 1: POAA (Chl:

Printed: Mon Nov 01 07:36:09 1999

Compound Name: POAA (Chl

Internal Ref.: {None]

Quantify Trace: Ic

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:

Tirme Window (mins):

Peak Selection:

Response Type:
Response:

Polynomial Type:
Point of Origan:

Fit Weighting:

Axis Transformation:

Units:

Peak-to-peak amplitude:

Smoothing:

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

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

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Relative
Absolute
Relative
Absolute

height -
height:
area:
area:

1.000000, Disabled
1.000000
2.000

1.0000Da

7.173, Enabled
0.000, Disabled
(None]

0.312

Nearest

External
Areas

Linear
Exclude
1/%
None

90

Enabled

1

30.00
200.00
5.00

90.00
Disabled
30.00

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

OR O



Method Report

Page 2

Method file: c:\HASSLYNX\soup020199.pxo\Hz:hDB\102999a.ndb
Last modified: Mon Nov 0 06:21:40 1999
Compound: 2: PFOS (Ch2:

Printed: Mon Nov 01 07:36:0% 1999
Compound Name: PFOS (Ch2)
Incternal Ref.: [None!

Quanzify 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

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

Time Window {mins::

Peax Selection:

Response Type:
Response:

Polyncmial Type:
Point of Orig:in:

it Weighting:
Axis Transformation:

Units:

Peak-to-peak amplitude:

Smootning:

Window size (scans
Number of smooths:
Smoothing method:

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

Draw verticai threshold:
Detect shoulders

Shoulder

Relative
Apsclute
Relative
Absolute

threshold:

height:
height:
area:
area

7.434. Enabled
¢.000, Disabled
[Nonel

0.345

Nearest

External
Areas

Linear
Exclude
1/X
None

88

Enabled

[y

30.0¢C
200.0C
5.00C

90.0¢C
Disabled
30.00

.5G, Disabled
.00, Disabled
.00. Disabled
.00, Disabled

© 1Oy
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Quantify Calibration Report
TOX145-tween 80 dose confirmation for POAA, PFOS, & POAA- ext. 10/29/99 ias

Page 1

iICompound 1 name: POAA (Ch1)
|Coefficient of Determination: 0.997121
\Calibration curve: 10.0347 * x + 5.23213
IResponse type: External Std, Area

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

7.55e3+
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|

Response-
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T T T
400.0

vvvvv

T T
600.0

——r Conc
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700.0

Soup 020199: Quantitated and printed by ias om 11/01/9%



QT:::::SZ::E.E:.::: ::zzfcmzion tor POAA, PFOS, & POAA- ext. 10/29/99 ias rage 2
|Compound 2 name: PFOS (Ch2) 3
|Coefficient of Determination: 0.996935 f
ICalibration curve: 86.0577 * x + 68.0228

IResponse type: External Std, Area

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

6.50e4d+ y
///
y
K
/
| /
//
i // g
| /
|
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i Response- /
/ |
|
;} O"'[" o T 11""5"]""["71"'j T T ] LA A T Conc
t 00 100.0 200.0 300.0 400.0 5000  600.0 7000

Boup 020199: Quantitated and printed by ias on 11/01/%9



Quantify Calibration Report

TOX145-tween 80 dose confirmation for POAA, PPOS, & POAA- ext. 10/29/99 ias

Page

3

|ICompound 3 name: PFOSA (Ch3)

ICoefficient of Determination: 0.997261

ICalibration curve: 272.189 * x + 203.158

IResponse type: External Std, Area

\Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
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Soup 020199: Quantitated and printed by ias on 11/01/99



Quantify Calibration Report

TOX145-tween 80 dose confirmation for POAA, PFOS, & POAA- ext. 10/29/99 ias

Page 4

|Compound 4 name: IS (Ch4)
|Response Factor: 2904.16
|Response type: External Std, Area
|Curve type: RF

 4.49e3 &
i
: x
|
\
|
!
4
i
pd
- %
4
- Response- / f’
s
- X
‘ i Ve *
|
| 0-- ; - ‘ : ; : ‘ y Conc
! 0.0 0.1 0.2 0.3 04 0.5 0.6 0.7 0.8 0.8 10

Soup 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
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Extraction Worksheet ETS-8-6.0

qu

A9

o6 or 30n§u \Oau\(r'.

10/12/99 Draft Attachment A

ETS-8-

6.0

Extraction of PFOS from Liver

Study #T7ax - (S Surrogate Std FC Mix FC Mix FC Mix Comments | Verified By
Matrix Zg ¢ Lo Approx. ppm |approx.0.5 ppm| approx.5 ppm | approx.50 ppm
Box #_Eox 849-200 Actual ppm |actual ppm |actual ppm |actual ppm
WK/Day__dy | ¢4 #9408y-13-{) |#9 -472:2 |# 994 -1 {#99095-32

DateSpiked/Analyst |-/ 2-77/be |f0y 29 $ens | 13- 75/50 11043-9Y Ferr
RBL10139-250ppb-CCV-11-1to 4 5 ul - 10 ul - o345/ Rk A NA
9R03230M.Dy1.Control-250ppb-MS/D11 5ulL - 10 ubl - | \
9R03235M.Dy4, Control. 250ppb-MS/D 12 5ubL - 10 uL -
RBL10139-H20 blk-11&12 5ul - - -
RBL10139-Liver bik-11&12 5uL - - -
RBL10139-5ppb-11812 Sul 2 ul - -
RBL10139-10ppb-11&12 SuL 4 ulL - - [
RBL10139-25ppb-11812 5uL 10 ut - - |
RBL10139-50ppb-11412 5ul 20 uL - - |
RBL10139-100ppb-11812 5ul 40 ul - - |
RBL10139-250ppb-11&12 SulL - 10 uL -
RBL10139-500ppb-11&12 5uL - 20 ul -
RBL10139-750ppb-11&12 5ulL - 30 uL -
RBL10139-1000ppb-11&12 5ul - - 4 ul
9R03230M.Dy1.Control S5ulL - - - <
9R03231M.Dy1.Control 5ul - - - 9L 1ol g
9R03232M.Dy1,Control 5ubL - - - ™
9R03233M.Dy1.Control 5 ulL - - -
9R03234M,Dy1.Control SuL - - -
9R03245M.Dy1.5mg/kg 5ul - - -
9R03246M.Dy1,5mg/kg 5ul - - -
9R03247M,Dy1,5mg/kg SulL - - -
9R03248M,Dy1,5mg/kg 5uL - - -
9R03249M,Dy1.5mg/kg SulL - - -
9R03235M.Dy4, Control 5uL - - -
9R03236M.Dy4, Control 5uL - - -
9R03237M,Dy4,Control 5ul - - -
9R03238M,Dy4.Control 5uL - - - %
Blank - Rabjp, t Live— Std# 9903, - /3-S5 amount={. o m__ )./g 3 g/ml
Liver Extraction Method____ E7S-8-6.0 Date & iInitials
Vortex 15 Sec. I\:'IS"”[&——
Pipette Matrix, spike with appropriate surrogate or FC-Mix Voiume /O mi L,
Pipette 1 ml of 0.5 M TBA, pH 10. pH= -/3-9P £ — Std. # [
Pipette 2 mi of 0.25 M Na,C04/0.25 M NaHCO, buffer . 14
Dispense 5 ml of methyi-t-butyl ether TN-A-294 «
Shake 20 min Shaker speed: 3v0v _AuA
Centrifuge 20-25 min. Centrifuge speed: 3 YD/
Remove a 4 mi aliquat of organic layer -
Put on Nitrogen Evaporator to dryness Temperature: Room lemp. v
Add methanol Volume /- O ml TN-A- ggg; 103-Ad- 55 /h’
Vortex 30 sec. Ji
Filter using a 3cc B-D syringe with a 0.2 um fiiter into an autosampler vial J/ 4

¥ whbched sod Uovifiad Suvroasdz s Ku; S 10)3]4g
Fro-1° 3miL ol (toopph *12 oo Qdded Ume of 1D peb drivig Aot aliguet
i vt 0§ 1000a-b w-v*-'ﬂv Hoo eavrrech b y0-13-75 Jo

Form Compjetion

S ol

Verified By



Extraction Worksheet ETS-8-6.0

Study #_ TOX- 145~ Surrogate Std FC Mix FC Mix FC Mix Comments | Verified By
Matrix dat Civer Approx. ppm |approx.0.5 ppm approx.5 ppm | approx.50 ppm
Box # 4Q4- 200 Actuai  ppm [actual ppm |actual ppm (actual ppm
WK/Day__dy 1 ¢4 # 9908 13-1} #+ #_ “_ #
DateSpiked/Analyst )./ 7-%% fbr Q)(i!
9R03239M.Dy4.Controi Sul - - (c13-99/Cr N/ A
9R03250M.Dy4,5markg 5uL - { |
9R03251M.Dy4.5mg/kg 5ulL - ) \
9R03252M.Dy4.5mg/kg 5uL - Ji \
9R03253M.Dy4.5ma/kg 5 ul - /
9R03254M,Dy4.5mg/kg Sul - V4
= — T
- - |
- y e
. - L~
- - R // /
- - /' B
- q‘} /
- Al - -
N . p’/ -
. / - -
- // -
/ - . -
S - : -
P2 < - - —
Blank - b Ll yer Std# 9908(-13-5~ amount=_[. O ml 0. /e 9iml
Liver Extraction Method___ ETS-8-6.0 : Date & Initials
Vortex 15 Sec. 1043955~
Pipette Matrix, spike with appropriate surrogate or FC-Mix Volume L o ml
Pipette 1 mi of 0.5 M TBA, pH 10. pH=/ .
Pipette 2 ml of 0.25 M Na,C0,/0.25 M NaHCO, buffer . o 1-0%
Dispense 5 mi of methyl-t-butyl ether TN-A- 2994,
Shake 20 min Shaker speed: 300
Centrifuge 20-25 min. Centrifuge speed: 3520
Remove a 4 mi aliquat of organic layer
Put on Nitrogen Evaporator to dryness Temperature: Room lemp.
Add methanol Volume £.0_ml TN-A-R44S (0-14-99 [ 5o~
Vortex 30 sec. ]
Filter using a 3cc B-D syringe with a 0.2 um fiiter into an autosampter vial J/ 'y
e i 13-98 S
ETS-8-6.0 Form Compgletion
10/12/99 Draft Attachment A Extraction of PFOS from Liver Verified By [ 0 M [qq



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: McOH

.Pr‘lnhd o-n-9
i I

/ TN-A-2945

Matrix Blank/Identifier: Rabbit Liver

Target Analyte(s): PFOS, PFOSA Box: 99-200
Sampie Initial Homogenized By: Verified By: Comments
1D Weight
grams
9R03230M.Dy! Control 0.99¢,4 L0/ 3/ 95 - Semr NI R Used for MS/D 11
9R03231M.Dy,Control l.0179 o [ \ WA
9R03232M.Dy 1 .Control /. OO0 © \
9R03233M.Dy | Control 0.9928 \
9R03234M.Dy1,Control 1.0/37 \
9R03245M.Dyl, Sme/kg [-o171 M%_[Q‘[Lllgﬁ
9R03246M.Dy!,5mg/kg 1.007Y N/ A )
9R03247M.Dyl.Smg/kg /ol \
9R03248M.Dy1,Smg/kg [.0lLY ‘
9R03249M.Dy!1,Sme/kg .27
9R03235M,Dy4,Control [. 001y Used for MS/D 12
9R03236M,Dy4,Control {. 0P 6™ Nip
9R03237M.Dy4.Control {.00%Y
9R03238M,Dy4.Control 0.990 %
9R03239M,Dy4,Control |1.019/
9R03250M,Dy4,5mg/kg /. 00 %
9R03251M.Dy4,5mg/kg [Lop T
9R03252M.Dy4.5me/ke lepx) \
9R03253M.Dyd.5mg/kg 0.9978 \
9R03254M.Dy4,5mg/kg 1.0/37 J/ 4
\
10-131 93 - —]
S

e

Summary of method:

Notes:

Review Date

R10139

Form Approved by/Date:

Form Complet
Verified By:

“Sh1 1o i4fgd




fon Pair Standard Curves—Tissues

"Study Nusmber:

TOX-145

ton Pasr Std Exuraction Sheet

~mL

Prinkd

10-14-91

LTELE od

Prep Date(s): R
Analysits): SEE Equipment Number: 0222-0900
Sample Matrix: Rt Liver Finsl Solveat & TN Number: McOH/TN-A-2945
Method/Revision: ETS-8-h0 Blank Tisswe/ldestifier: Rabbit Liver/99086-13-5
Target Annlyte(s):  Fo-Mix
Box Number: 99.200
FC Mix Std Approx. 0 500 ppm: 90086472
FC Mix Std Approx. 5 00 ppm: W086~347-1
FC Mix Std Approx. 50 O ppm: 99095-33
Surrogate Std Approx. 100 ppm: 99086-13-11 Blask liver initial density (g) for curves: 0163
Finai solvent velume (mL) for curves: 1000
Actual C of Standards in the FC Mix
PFOS PFOSA PFOSEA PFOSAA EtFOSE-OH MS36 All All
Sid Conc Sid Conc Sud Conc Std Conc Sud Conc Std Conc Am't Spiked Denwuty
ug/mb ugmb ugmL ug/mL ug/mlL ug/mbL mbL 8
0 5000 0 5005 0 4997 0 4999 0 5005 Q5010 0002 0163
0 5000 0.5050 04997 04999 0 5005 05010 0004 0163
0 5000 0 5050 04997 0 4999 0 5005 05010 o0t 0163
0 5000 0.5050 0 4957 04999 05005 05010 0020 0.163
0 5000 0 5050 04997 04999 0.5005 05010 0.040 0.163
5 000 5 005 4997 4999 $.005 5010 0010 0163
$ 000 5 005 4997 4999 5.005 5010 0.020 0.163
5000 5.008 4997 499 5.005 5010 0030 0.163
50 00 50.05 4997 49 9 $0.05 50.10 0.004 0.163
Calculated C: of Standards 1n the sampie maenx
PFOS PFOSA PFOSEA PFOSAA EtFOSE-OH MSS6 Ssrregate AD
Std Conc Std Conc Std Conc. Std Conc Std Conc Std Conc Std Conc. Am't Spiked
ngiy ng/g ny/e ngig nR/E ny/g ug/ml mi
613 614 6.13 6.13 6.14 6.15 100 0005
123 124 123 123 123 123 Surrogate
307 310 307 307 307 307 Final Conc.
613 620 613 613 614 61.5 ng/g
123 124 123 123 123 123 3077
307 307 307 307 307 307
613 614 613 613 614 615
920 921 920 920 921 922
1227 1228 1226 1227 1228 1229
Calculated C. of Standards in the | 0 mL final solvent volume - oo
PFOS PFOSA PFOSEA PFOSAA EAFOSE-OH M3s6 Sarrogate All
Final Conc Final Conc Finat Conc. Final Conc Final Conc Sud Conc. Sud Conc. Am't Spiked
ny/mL ng/mL ng/mi ng/mL ng/mlL ng/mL ug/mL ml
1.00 1.00 i.00 1.00 1.00 1.00 100 0 005
2.00 202 200 2.00 200 2.00 Servogate
500 5.05 5.00 $.00 5.01 5.01 Final Conc
100 10} 10.0 10.0 100 100 ng/mL
200 202 200 200 200 200 502
500 501 500 50.0 50.1 s0.!
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.. $.00 ug/ml
MS/MSD calc. In matnx Iniual We (g) 0996 Initial Voiume (mL)" $ 00 Am't Spiked (mL) Density
PFOS PFOSA PFOSEA PFOSAA E(FOSE-OH Msse 0.010 0166
Final Conc. Final Conc. Final Conc. Final Conc Final Conc Std Conc.
ng/g ngg 0%/8 nyg nyg ng/g
301 30! 301 301 301 302
301 301 301 30! 30! 302
Sample used for MS/MSD 03230M. Dy! Comrol Approx. Sid Conc.. 5.00 ug/ml
MS/MSD caic. in solvent initial Wt (g)- 0 996 Initial Volume (mL) S 00 Am't Spiked (mL) Final Vol
PFOS PFOSA PFOSEA PFOSAA EtFOSE-OH M586 oolo 1.000
Final Conc Final Conc Finai Conc. Final Conc Final Conc Sid Conc \ .d ‘
nyy ny/g g ngg ngg ng/s hould feed n ("R 1) .
500 01 00 500 S0.1 S01 *“)b 2 9lm & MNfe s
500 50 1 500 $00 501 50 1
Sampie used for MS/MSD- 9R03235M, Dy4. control Approx. Sid Conc. 5 00 ug/mL
MS/MSD calc. In matnx Inital Wt 1g) 1001 Imitial Volume (mL): 5 00 Am't Spiked (mL) Density
PFOS PFOSA PFOSEA PFOSAA EtFOSE-OH MS56 ooto 0167
Final Conc Final Conc Final Conc Final Conc Final Conc Std Conc
nwy g e Y ng/g Wy
3ol 301 30t 301 3oi 3oz
301 301 301 Joi 301 302
Sample used for MSSMSD  03235M, Dy4. control Approx Std Conc 5 00 ug/mL
MS/MSD caic in soivent Intial Wt sg) 1 001 inihal Volume (mL) $ 00 Am't Spiked (mL) Final Voi
PFOS PFOSA PFOSEA PFOSAA EWFOSE-OH Msse oo 1000
Final Conc Final Conc Final Conc Finai Conc Final Conc Std Conc
uid] "y nyg nyy nw/y nws 4™y snould reed 23]
500 501 500 500 501 501
500 50 | 50 0 500 50 | S0 1

Verihind
UL TRE R an

Lo
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Fr

Extraction Worksheet ETS-8-4.1

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

€ o169 S

.‘:T\\» o3 dSwum bienbks -

10/12/99 Draft Attachment A

Mms|n w e

ETS-8

from Contl rok Swum AG0L2}77

-4.1

Extraction of PFOS from Serum

Study #_J)ux - 14 Y Surrogate Std FC Mix FC Mix FC Mix Comments | Verified By
Matrix R at Seov Approx. ppm approx.0.5 ppm| approx.5 ppm approx.50 ppm
Box#_GG-21 Actual ppm |actual ppm jactual ppm {actual ppm
WK/Day__g+ 4 #9qcdk 130 (#9502 4R (#9900 -1 [#99¢95- 33
DateSpiked/Analyst  |jos-15-93 /50~ 110199 L§erlion1¢ "5 S Lyt 93 fofor
RBS10193-250ppb-CCV-11-1 10 4 5ul - - 5 uL A ol
RTS10199-250ppb-MS/D-11 5ulL - - 5ulL
RTS10199-Serum Blank-11&12 5uL - - -
RBS10199-H20 blk-11&12 5ulL - - -
RBS10199-Serum blk-11&12 5uL - - -
RBS10199-5ppb-11&12 5ulL 10uL - -
RBS10199-10ppb-11&12 5ulL 20uL - -
RBS10198-25ppb-11&12 5ul - SuL -
RBS10199-50ppb-11&12 5ul - 10 uL -
RBS10199-100ppb-11&12 S5ulL - 20 uL -
RBS10199-250ppb-11812 Sul - - Sul
RBS10199-500ppb-11&12 5uL - - 10uL
RBS10199-750ppb-11&12 5ub - - 15 uL
RBS10199-1000ppb-11&12 S5ul - - 20 uL
9R03230M,Dy1,Control 5ul - - -
9R03231M,Dy1,Control 5uL - - -
9R03232M,Dy1.Control SuL - - -
9R03233M,Dy1.Control 5uL - - -
9R03234M,Dy1,Control 5uL - - - | !%.lﬁlﬂlﬁﬁ
9R03245M,Dy1,5mg/kg 5ulL - - - \
9R03246M,Dy1.5mg/kg 5uL - - -
9R03247M,Dy1,5mg/kg 5 ul - - N
9R03248M,Dy1,5mg/kg 5uL - - -
9R03249M,Dy1,5mg/kg 5uL - - -
9R03235M,Dy4,Control 5uL - - -
GR03236M,Dy4,Control 5uL - - -
9R03237M,Dy4,Control 5ul - - -
9R03238M,Dy4.Controi Sul - - - R
BlankRapot tiud ¥ru~  Sta# aqoua-39 amount =_-O__ml ]
Serum Extraction Method ETS-8-4.1 : Date & Initials
Vortex 15 Sec. \0-19-G6] S~
Pipette Matrix, spike with appropriate surrogate or FC-Mix Volume VO mi
Pipette 1 ml of 0.5 M TBA, pH 10. pH=10- 9 Std. # 3307&. 1340 ““i [2 “5 [é!p]
Pipette 2 ml of 0.25 M Na,C0,/0.25 M NaHCO, buffer Std. # - {
Dispense 5 mi of methyl-t-butyl ether TN-A-_294 4 4/
Shake 20 min Shaker speed:_304y /i
Centrifuge 20-25 min. Centrifuge speed:_3 30¢) Py
Remove a 4 mi aliquat of organic layer ey
Put on Nitrogen Evaporator to dryness Temperature: Room Jemp. wiR
Add methanol Voiume_}. D TN-A- 2495 ll)llcllll"f
Vortex 30 sec. \ YL
Filter using a 3cc B-D synnge with a 0.2 um filter into an autosampler vial ,J, {114 /0]L ({5)
{ T

LR LY D S

Form Completion

Verified By Mﬂgﬁfﬁf]



Extraction Worksheet ETS-8-4.1

Study # TOox 145" Surrogate Std FC Mix FC Mix FC Mix Comments | Verified By
Matrix Rgd Seren Approx. ppm |approx.0.5 ppm approx.5 ppm | approx.50 ppm
Box# 44 . JU& Actual ppm lactual ppm |actual ppm |actual ppm
WK/Day_q.,, [*Y #9908 130 |#___ & # e #_
DateSpiked/Analyst {519 95/5 ~ (YN o[
9R03239M,Dy4,Control 5ul - - - N v in
9gR03250M.Dy4,5mg/kg 5ul - - - { |
9R03251M,Dy4,5mg/kg 5 ulL - - - |
9R03252M,Dy4,5mg/kg 5ubL - - - \
9R03253M.Dy4,5mg/kg 5ul - - - \
9R03254M.Dy4,5mg/kg 5 ul - 3 3
P s - - . 7
- L
prd
: /" .
%
1§ - b
L I j/"/
1
- P -
— - Tt = v
Blank'Rp b ¢ Sera Sta# 99c(,2-39 amount =__£.(Q ml
Serum Extraction Method ETS-8-4.1 : Date & Initials
Vortex 15 Sec. 13-4 5-93/ S
Pipette Matrix, spike with appropnate surrogate or FC-Mix Volume s, mi
Pipette 1 ml of 0.5 M TBA, pH 10. pH= . 9 Std. # - 13
Pipette 2 ml of 0.25 M Na,C04/0.25 M NaHCO; bufter Std. # -1y~
Dispense 5 mi of methyl-t-butyl ether TN-A-_ 294/
Shake 20 min Shaker speed._ 20w |
Centrifuge 20-25 min. Centrifuge speed._35DO
Remove a 4 mi aliquat of organic layer
Put on Nitrogen Evaporator to dryness Temperature: Room Temp.
Add methanol Volume_[ o TN-A-_ 1y &
Vortex 30 sec.
Filter using a 3cc B-D syringe with a 0.2 um filter into an autosampler vial v V4

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

ETS-8-4.1 Form Completion
10/12/99 Draft Attachment A Extraction of PFOS from Serum Verified By /l H e “J “6} {[E;



Sample Weights/ Volumes

Prep Date(s): 10/19/99 Study Number: TOX-145
Analyst(s): SEE Box: 99-206
Sampie Matrix: Rat Serum Final Solvent & TN Number: McOH/TN-A-2945
Method/Revision: ETS-8-4.1 Matrix Blank/Identifier: Rabbit Serum/99062-39
Target Analyte(s): PFOS, PFOSA Rat Serum/99062-88
Sampte Initial Verified By: Comments
ID Vol.
mL
9R03230M,Dy!,Control O mbi ST N/ B W/t
9R03231M,Dy!,Control \ ‘

9R03232M,Dy1,Control
(9R03233M,Dy1,Control
9R03234M,Dy1,Control
9R03245M,Dyl,5Smg/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,Control -
9RO3:
9R03250M,Dy4,5mg/kg
[9R03251M.Dy4,5me/kg
9R03252M,Dy4,5mg/kg
9R03254-1M,Dy4,Smg/kg
9R03254-2M,Dy4,5mg/kg 1

|1

[
\
1
\
|
1
/
|
v
/

Summary of method:

Notes:

_ Form Completio, ; b
Review Date Ris10199 Verified By: [g&ﬂ /U! 1“4 t[[t}



lon Parr Standard (urves--Fluds

Stwdy Number: TOX-145

Equipment Number:

Final Seivent & TN Number: MeOH/TN-A-2945
Biank Tiszwe/ldentifier: Rabbit Serum/99062-19

Prinkd v/ 370
S

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

Ssmpie Matnz: Rat Serum
Method/Revision:  ETS-8-4 )
Target Anslytets): PFOS. PFOSA
Box Number: 09-200

Rat Serum/99062-38

FC Mis Std Appres. 0 500 ppm: 99086-47-2
FC Miz Std Approzx. 5 00 ppm: 99086471
FC Miz Std Appres. 50 0 ppm: 99095-13
Surrogate Std Apprex. 100 ppm: 99086-13-11 Blank serum initial velume (mL) for curves: 100
Final seivent velume (mL) for curves: 1.00
Actual C of Standards in the FC Mix
PFOS PFOSA PFOSEA PFOSAA | EtFOSE-OH M35 All All All
5td Conc Sid Conc Sid Conc Std Conc Sud Cone. Sud Conc. Am't Spiked nitial Volum Final Vol.
uw/mL uwmL ug/mL ug/mbL ug/mL ug/mL mlL mbL mL
Q 5000 0.5005 0 4997 0 4999 0.5005 035010 0.010 1.01S 100
0 5000 0 5005 04997 04999 Q 5005 05010 0020 1.025 1.00
5000 $ 003 4997 4999 5005 5010 0.005 1.010 1.00
$ 000 § 005 4997 499 5.005 sol10 0.010 1.015 100
5 000 5 005 4997 4999 $.005 5.010 0.020 1.025 1.00
50.00 5005 4997 4999 50 05 5010 0.005 1.010 1.00
5000 5008 4997 4999 50.05 s0.10 0010 1.015 1.00
50 00 50.05 4997 499 50.05 5010 0.01$ 1.020 1.00
50 00 50 05 49 97 49 99 $0.05 50.10 0.020 1.025 1.00
Calculated C of Standards 1a the sample matrx
PFOS PFOSA PFOSEA PFOSAA | LWFOSE-OH Mssé Sarregate AR
Std Conc Std Conc. Std Conc. SidConc. |~ Std Conc. Std Conc. Sud Conc. Am't Spiked
nyml ng/mL ng/ml ng/mL ng/mL ag/mL ug/ml ml
49) 493 492 493 493 454 10t 0 005
976 9T 975 975 977 978 Surregate
248 248 247 247 243 248 Final Conc.
493 493 492 493 493 494 ag/mi
976 977 9.5 975 977 978 496
248 243 247 247 243 248
493 493 492 493 493 494
75 736 keb] 735 736 37
976 977 978 975 977 973
C. d C: of Stand 18 the ).0 mL final solvent volume
PFOS PFOSA PFOSEA PFOSAA | EWFOSE-OH Mssé Surregate —Al T
Final Conc Final Conc Finai Conc. Final Conc. Final Cooc. Sud Conc. Std Conc. Am't Spiked
ng/mL ng/mL ng/mL ng/mlL ag/mL ng/mL ug/ml mL
5.00 501 5.00 5.00 5.01 501 101 0.005
100 00 100 100 100 00 Surregate
50 250 250 250 50 251 Final Conc.
500 $0.1 500 500 50.1 50§ ng/mi
100 100 100 100 100 100 503
250 250 250 250 250 251
500 501 500 500 s01 501
750 751 150 150 751 752
1000 1001 999 1000 1001 1002
Sample used for MS/MSD: Rat convol serum/99062-33 Approx. Std Conc . 50.0 ug/mL
MS/MSD Conc. in the sampie max Initial Voiume (mL): 1.00
PFOS PFOSA PFOSEA PFOSAA E(FOSE-OH MsSé Am't Spiked
Final Conc. Final Coac Final Cooc. Final Conc Final Coac. Std Conc. Vol. (ml)
ng/mL ag/ml ag/ml ng/mL ng/mlL ng/ml 0.005
243 248 247 247 243 243
248 243 247 247 248 248
Samplie used for MS/MSD: Rat control serum/99062-38 Approx. Sid Conc.: 50.0 ug/ml
MS/MSD Conc. in the finai solvent Initia) Voilume (mL): 1 00
PFOS FFOSA PFOSEA FPFOSAA | LtFOSE-OB M35 | Am't Spiked
$td Conc St Conc Sud Conc SwConc | Swd Coc SwConc. | St Vol (mL)
ug/mb uyml ug/mL ug/mlL ug/mL ug/mlL € thould 0005
250 250 250 250 250 251 a Finai Yol. (mL)
250 250 250 250 250 251 n 100
‘, I mL
Form Completion / 0 [ q
Risi0199 Verified By q?
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Extra~tion Workshest ETS-8-6.0

() Ko/ - /e /5 S

Study #_/ £x /o 2 Surrogate 5td FC Mix FC Mix FC Mix Comments | Verified By
Matrix__/ ) [(/ £ L., -7/ _ |Approx ppm aporox.0.5 ppm, Approx.5 ppm | approx.50 ppm
Box# %¢-2co0L Actual/v/ ppm tacual ppm lactual ppm |actual ppm
WK/Day__ VA _Zzzi_a:z/ﬁzfdz # Fobe /- Wi Dok 97
DateSpiked/Analyst _|/a/3 20 - pajn i /24 b1/55 i | sof 22005 Ko~ | 4 Ofoshs - Hin |
37 10 22 & -H208Blk =/ 50 ul /0 ! / |
| LiverBlk ~ | 50 ul ! = / |
| -6ppb- 1 5.0 ui [ 2 ul / 7 7
| -12ppb-1 5.0ul : 4 ul ! / / |
{ -30ppb-1 5.0 ul 10 ul 74 / !
{ -60ppb-1 50 ul 20 ul T 7 7
| -120ppb-1 5.0 ul - 40 ul Jd 75 [
| -300ppb-1 50u 7 10 ul =~ 7
| -600ppb-1 5.0 ui S 20 ul / \
' -900ppb-1 5.0 ui | / 30 ul / 1 \
V -1200ppb-1 5.0 ul / 4 ul | N\
1
\
\ ) {
AN
~
o~
TN .
I U '
T~ 022/ 9
P —
e i T
; | o~
- 1
Blank - ibhiF Ligrs Stdt @5pJ6~/5-S amount=_4 & m A/¢ 3  g/ml
Liver Extraction Method___ ETS-8-60 : Date & Initials
Vortex 15 Sec. [g/23/00 —FL
Pipette Matnix, spike with appropriate surrogate or FC-Mix Volume (0 mi
ipette 2 mi of 0.25 M Na,C0,/0.25 M NaHCO- buffer
Dispense 5 mi of methyl-t-butyl ether TN-A- ZZQ
Shake 20 min Snhaker speed._J3p 0 |
Centrifuge 20-25 min. Centrfuge speed:@ f
[Remove a 4 mi aliquat of organic layer |
Put on Nitrogen Evaporator to dryness Temperailure. Room Temp, P
Add methanol Voiume _((© ml TN-A-_L9Y ¥ 12/t 5159 —fon »
Vortex 30 sec. ]
Filter using a 3cc B-D syringe with a 0 2 um filter into an autosamgier vial NZ

Cont. Cal. Verifications used same matrix as fcr stc curve

ETS-8-5 3

10/12/99 Draft Attachment A Z«raction of PFOS from Liver

Form Completion

Verified By Ses. IOZ'Q{/

77



lon Pair Standard Curves~Tissues

Study Number: TOX14$

Prep Date(s): 10/25/99
An::ynls): RWW /ﬂ(/t v /e // )/? 9 Equipment Number:
Sample Matrix: Rabbut Liver Final Solvent & TN Number: MeOH/TN-A-2945
Method/Revision: ETS-8-6 0 Rabbit Liver/99086-13-5
Target Analyte(s): Sec below
Box Number: 99-206
FC Mix Std Approx. 0.500 ppm: 99086—44-3
FC Mix Std Approx. 5.00 ppm: 99086~44-2
FC Mix Std Approz. 50.0 ppm: 99086-44- |
Surrogste Std Approx. 101 ppm: 99086-13-11 Blank liver initial density (g) for curves: 0163
Final solvent volume (mL) for curves: 1.000
Actual C of Standards in the FC Mix
PFOS PFOSA EtFOSE-OH MSS56 M570 MeFOSE-OH POAA PFHS All All All
Sid Conc. Std Conc Siud Conc Std Conc Std Conc. Std Conc. Std Conc. Std Conc. Am't Sprked Densnity Vol
uy/mL ug/mL ug/mL ug/mL ug/mL ug/mbL ug/mL ug/mL mL ¥ mbL
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 0010 0.163 1.00C¢
0.5004 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.5000 0.020 0.163 [ 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 50.00 $0.00 50.00 50.00 50.00 50.00 0.004 0.163 1.000
Calculated C: of Standards in the sample matnix
PFOS PFOSA EtFOSE-OH M336 Ms70 MeFOSE-OH POAA PFHS Surrogate All
Std Conc. Std Conc. Std Conc Std Conc. Sud Conc. Std Conc. Std Conc. Std Conc. Std Conc. Am't Spiked
ngg ng/g ng/g PR ng/g ng'g ng/g ng/g ugml mL
6.14 613 6.13 6.13 6.13 6.13 6.13 6.13 101 0.005
123 123 123 123 123 123 123 123 Surrogate
307 307 307 30.7 307 30.7 30.7 307 Final Conc.
614 61.3 61.3 61.3 613 61.3 613 613 og/g
123 123 123 123 13 123 123 123 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 Concentrations of Standards in the 1 0 ml final solvent volume
PFOS PFOSA EWFOSE-OH M356 MS570 MeFOSE-OH POAA PFHS Surrogate All
Final Conc. Final Conc Final Cooc. Final Conc. Final Conc. Std Conc. Std Conc. Std Conc Sud Conc Am't Spiked
ng/mL ng/mlL og/ml ng/mL og/mL ng/mL ng/mL ng/mL ug/mb 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 5.00 5.00 5.00 5.00 5.00 Final Conc.
10.0 10.0 10.0 10.0 10.0 10.0 10.0 100 ag/ml
200 200 20.0 20.0 200 200 200 200 505
50.0 50.0 50.0 50.0 560 50.0 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: No MS/MSD Approx. Std Conc.: 5.00 ug/mL
MS/MSD calc. In matrix Initial Wt (g): 1.000 Initai Volume (mL): 5.00 6.00 Am't Spiked (mL)  Density
PFOS PFOSA EtFOSE-OH M556 MS70 MeFOSE-OH POAA PFHS 0.010 0.167
Fina! Conc. Final Coac. Final Conc. Final Conc Final Conc. Std Conc. Std Conc. Std Conc.
ng/g ng/g ng/g og/g ng/g ng/g ng/g ng's
300 300 300 300 300 300 300 300
300 300 300 300 300 300 300 300
Sampie used for MS/MSD- No MS/MSD Approx. Std Conc.: 5.00 ug/mL
MS/MSD cale. In solvent Inioal Wt (g): 1.000 Inita) Volume (mL): 5.00 6.00 Am't Spiked (mL) Final Vol.
PFOS PFOSA EtFOSE-OH M3556 Ms70 MeFOSE-OH POAA PFHS 0.010 1.000
Finat Conc. Final Cosc. Final Conc. Final Conc Final Conc. Std Conc. Std Conc. Std Conc
ng/g /3 ng/g ng/| n n n n
50 50 $0 sog 5‘(/)8 SE:JE ;'35 Ss:)s ¢ “9‘9 sheuld Cod
50 50 50 50 50 50 50 50 nyimt Wy )gg o’
to l A f I ,‘,

[PSE-10259L1v-99086~d4-1 xis



Extraction Worksheet ETS-8-4.1

Pipette Matrix, spike with appropriate surrogate or FC-Mix Volume__/,© ml

Fipette 1 mi of 0.5 M TBA, pH 10. pH=/&’ /
Pipette 2 ml of 0.25 M Na,C04/0.25 M NaHCO, puffer

-

Dispense 5 ml of methyi-t-buty! ether

TN-A-__ 22Y

[Remove a 4 mi aliquat of organic layer

Study #_7 & X 19— Surrogate Std FC Mix FC Mix FC Mix Comments | Verified By
Matrix__ P bh s 7 ., |Approx. ppm |approx.0.5 ppm approx.5 ppm | approx.50 ppm
Box# 79-L2c Actual ppm |aciual ppm jactual ppm |actual ppm
WKDay____ A~ #_SprTi1t o Roags He-5 |4 Popheot9-2 |#_Dbse 44/
DateSpiked/Analyst |/p/ru/so- K i | 4 p/02/55 Huw /,ii;—m., Jotlatss —fu's’
7 S(e 22 5 -H20Bik - | 5.0 ul T wia WA [
-SeraBlk - / 50u \ |
1 -5ppb ~/ 5.0 u! 10 ul { ]
i -10ppb -~/ 5.0 ul 20 ul i |
| -25ppb -/ 50ul ! nin | 5 ul \ 1 1
[ -50ppb - / 5.0 ul i [ 10 ul | |
] -100ppb- / 50 ui \ l 20 ul o |
-250ppb - / 50 ul ‘ oin 5ul 1
-500ppb - / 50 ul i 10 ul {
-750ppb - / 50ul | 15 ul \
J -1000ppb -/ 5.0ul \ 20 ul / i
._———/""’—j
\ \
— !
\\ |
\ /a / £
DA
7 f [
e L “ \
. i \'\
| \
| _
N
—— — " — 21
Blank /7, h. 7 /v Std# JA ~2 572 amount=_f; 2 ml__ ]
Serum Extraction Method ETS-8-4.1 : Date & Initials
Vortex 15 Sec. /0/2209 % ~ PP a0a
3

P

Shake 20 min Shaker speed:__S¢¢
Centrifuge 20-25 min. Centnfuge speed: Z 2 Z [

— =
Put on Nitrogen Evaporator to dryness

Temperature. Koom Temp.

Add methanol Volume_f, 0 n | TN-A-__ L7745 0/t 5189 ) i
Vortex 30 sec. )
Filter using a 3cc B-D syringe with a 0 2 um filter 'nto an autesamoler vial N

Cont. Cal. Verifications used

10/12/99 Draft Attachment A

same matnx as for si¢ curve.

ETS-2

-4

Exiaction of PFZS trom Serum

Form Completion
Verified By_>ea (o{ﬂ S‘Zﬂ



ton Pair Standard Curves—-Fiuids

Study Number: TOX 145

Prep Datets): 10/2579 /c, &
,\::lygu,e]‘: ' RWW /.'4, e /“/) 207 7 Equipment Number:
Sample Matrix: Rabbrt Serum Finsl Sotvent & TN Number: MeOfI/TN-A-2945
Method/Revision:  ETS-8-3 | Biank Tissue/ldentifier: Rabbit Sera/TNA-2382
Target Anslyte(s): Below
Box Number: 99-206
FC Mix Std Approx. 0.500 ppm: 99086—44-3
FC Mix Std 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 serum initisl volume (mL) for curves: 1.00
Final soivent volume (mL) for curves: 1.00
Actual C of Standards in the FC Mix
PFOS PFOSA EtFOSEOH M556 Ms70 MeFOSEOH POAA PFHS All All All
Std Conc Std Conc Std Conc Std Conc. Std Conc Std Conc. Std Conc. Std Conc Am't Spiked Initial Volume Final Vol.
ug/mL ugml ug/mL ug/mL ug/mL ug/mi ug/mb ug/mL mbL 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 1.015 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 1.010 1.000
5.000 5.000 $.000 5.000 5.000 5.000 5.000 5.000 0.010 1.01$ 1.000
5.000 5.000 5.000 5.000 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 $0.00 50.00 0.005 1.010 £.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 50.00 50.00 50.00 50.00 50.00 50.00 30.00 0.020 1.025 1.000
Caiculated C of Standards in the sample matrix
PFOS PFOSA E{tFOSEOH M35S6 MS570 MeFOSEOH POAA PFHS Surrogate Al
Std Conc. Std Cooc Std Conc. Std Conc. Std Conc. Sud Conc. Std Conc. Std Conc. Std Conc. Am't Spiked
ng/mL ng/mL ng/mL ng/mL ng/mL agmL |  agml ng/ml ug/mL mL
#VALUE! sVALUE! sVALUE! #VALUE! #VALUE! #VALUE! #VALUE! #VALUE! 101 0.005
493 4.93 493 493 493 493 493 493 Surrogste
9.76 9.76 9.76 9.76 9.76 9.76 9.7¢ 9.76 Final Conc.
248 248 248 248 248 248 243 24.8 ng/mL
493 493 493 493 493 49.3 493 493 498
97.6 97.6 97.6 97.6 97.6 976 976 97.6
248 248 248 248 248 248 248 248 -
493 493 49 493 493 493 493 493
735 735 735 735 s 735 35 35
976 976 976 976 976 976 976 976
Calculated C of Standards in the 1.0 mL final solvent volume
PFOS PFOSA EtFOSEOH MS56 M570 MeFOSEOR POAA PFHS Surrogate All
Final Conc. Final Conc. Final Conc. Final Conc. Final Conc. Std Conc. Std Cooc. Std Conc. Std Conc. Am't Spiked
ng/mL og/mlL ng/ml ng/mL ng/mL ng/mL og/ml ng/mL ug/ml mlL
4VALUE! #VALUE! #VALUE! #VALUE! ¥VALUE! #VALUE! #VALUE! #VALUE! 101 0.005
5.00 5.00 5.00 5.00 5.00 5.00 5.00 5.00 Surrogate
10.0 100 100 10.0 10.0 10.0 100 100 Final Conc.
250 250 25.0 25.0 250 250 250 250 ng/mL
50.0 500 50.0 50.0 500 50.0 500 50.0 505
100 100 100 100 100 100 100 100
250 250 250 250 250 250 250 20
500 500 500 500 500 500 500 500
750 750 750 750 750 750 750 750
1000 1000 1000 1000 1000 1000 1000 1000
Sample used for MS/MSD: No MSMSD Approx_ Std Conc.: 50 ug/ml Am't Spiked
MS/MSD Conc. in the sampie matrix Initial Volume (mL): 1.00 2.00 Vol. (mL)
PFOS PFOSA EtFOSEOH MSS6 MS70 MeFOSEOCH POAA PFHS 0005
Final Conc. Final Conc. Final Conc. Final Conc. Final Conc. Std Conc. Std Conc. Std Conc.
ng/mlL ng/mL ng/mL ng/mL ng/mL ng/mL ng/mL ng/mL
248 243 248 2438 248 248 248 248
248 248 248 248 248 248 248 248
Sample used for MS/MSD: No MS/MSD Approx. Std Conc.. 50ug/ml Am't Spiked
MS/MSD Conc. in the final solvent Inigal Volume (mL): 1.00 2.00 Vol. (mL)
PFOS PFOSA E(FOSEOH MS3s Ms570 MeFOSEOH POAA PFHS 0.00%
Sid Conc. Std Conc. Std Conc. Std Conc. Std Conc Sud Cone. Std Conc. Std Conc. Final Vol. (mL)
uyml ug/mL wug/mL ug/mL ug/mL ug/mb ug/ml ug/mL ey 1.00
30 250 750 250 250 250 350 250 I sheuts
k) b3 > 3 ¥4, -
250 250 250 250 250 250 250 250 feed nyime i jeg 30

IPSE-102595¢r-99086-d4- 1 xis
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Sample Extraction Sheet

Prep Dategs): ///ll/f7 :"lud.y .\umh:r: hT&)([(/s’
Analyst(s): IS ~quipment Number:
Sample Matrix: 7;«‘ 8o Notehook# and Page:

Mecthod/Revision:

Final Solvent: gooayy 74/-A-2¢i#
Target Analyte(s): %/P’A"@

Procedure Detail

Posn [Fros — 77086~ 37-2 a?- Poan = Sio — exp Yoo

Pros = 8. /¢

I37D — Roké —/3—1 Jol ppac
2

Toc [Poas

(ﬂ'ia‘_ﬁ.l_-_%k)
(00 X [ooo

T ye——

baSc s
/0 powe X [fa00 =D \
2..4, ‘/ /\ 5/0/7.4
S» X f.Jo =
7 z.r:/, /#
! with TSI,
7Z‘ S/D[ ‘{1 - 4.

/7“5 '//7/?7

/

/

Extraction-! Template

Review Date EmporeExtracuonP3.xis Page 1 of



Sample Extraction Sheet

Prep l)ncu}:/%’?/f7 Study Number: TaxtyYs
Analyst(s): Zas Equipment Number:
Sample \lulrix:?"' £ Notebook# and Page:
Method/Revision: Final Solvent: keotd - WA ’m{
Target .\nalyte(s):?ﬁ,/}’a“

o Y

Procedure Detail

% TH-n— JFo/’ Ke 5-*-;»& i< "’30%

74%5/1:‘/ -/"u/—- 2y //' ore lv‘la/ 2% To f(‘fﬂ::;/,go IR
e ‘,g/ 3’6:
/?zsnl, PGM E i v .

M{'l 724 l“a'/f
_____u&.a.l&"

Sted> st -
/373 ‘ﬂofl'lﬂif%n_:%’/m
FE03/Paaa ~ TP584-373 af O 2o =g Fos

Pres [Fesm
2 030 _x /o x 52 =Z
-
s ’ k.3 S = [
- + /e , = a4
ol :
Frose :

Drse /"009)& X Sple  Xx[ooo = 2074
Dl

Dasc Ry /009‘,&& 0.0Z6ml  x/sgo 4%75 X
+ e WD ;001,4

/ﬂa/?h‘%%/ < 105> = Z'Q#‘ //
P ix SIP:‘Q‘ Fe ’7/11/1 -

d ve 086 - (31 [o] ppim -
7—5. 2 .ﬁ)b,(_ ol 200 I~ A/uqér./ /e M/‘f‘o —
41v-c Au»/amo e s $ 28l -r"‘(eylb/n/?j

U'f&c hié pas Coﬂcc/«[ Lﬂ‘ﬂu ap/o’zi,

"l'ufvc a {ldé:ﬁ. ,:l%

,Omﬁﬁwrﬁé]___.
/ Zus #/24/55

Jus '7117,/11
/
Extracuion-1 Template
Review Date EmporeExtractionP3.xls

Page 1 of



Sample Extraction Sheet

Study Number- Fox /45

Prep Darets): 7/22/7%
Anslyst(s): Tas Equipment Number:
Sample Viatrix: Thec Naotebook# snd Pege
Final Solvent: 4, .., 71y -4 - A9F

Miethod/Revision:

Target Anslyte(s): FrosA
FoAA P

Procedurs Detail

A T :
iccre doie in _order -[o of 7F2sA Fros éﬂM

‘?Yr,r)a.w(_/ 4[! s L“-‘-[vs."r . SJ h—;l-_ar b s
loid @Q‘:ﬂ:ﬂ-/zﬁ’

f//ec"c fhet As /hMc»[rf/ Lgfu s iestrugnt T A//-(37 il K e

c fece Aviue -
N
M‘Jﬁ«/
FFosh = 256 —/2 (£ A /20 ./ poje, ~ <ep 3bo

Fos [Popn = T99346 ~3F-3 af (O s‘# — Cé’ 7

PFO..')/?O}"A = )
Tose - x (O 2roml =Z
st /90/?@ v #6
h??f “js .50 X /35S = D
= ) / /Ot # )5/# -

/ Joo pply X (0. Zazmld = z,,,é

/},%’/Faaglgé[) [ort

Tk =
DSB"' /bhhu x J.2o> «l  Xiooo & 200%
r/ e
Dsse 4 S lOppm x O.27pm b  x 1000 = & \fﬁs@/o/w/fr/
< /7 /o& /7’ -~ / 20 it
4 /so < 0. X/opd = Jooped //
5#7 J2ml //
- s drere beed atl  Supogde PoRi-s3-40 . fof

e mpillbie sas GBul o LJ@/}/@; Jr/:/b—L/ o [ D mads Jéj“-LL

Jieel [ cone  oF SEEmds
14

/

45 Yie /15

Form Approved by/Date

E«traction-1 Tempiate
Review Date Extraction «ls Page | ot
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Extraction Worksheet ETS-8-4.1

Study # TOX 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 Actuaiicy ppm jactualc.= ppm }actual 5.C ppm actual<c cppm

WK/Day. Day 29 UKy 1> 1( [P - 41D [#419. Se-uT -1 (#9005 - 32

DateSpiked/Analyst /44 (//07/44 > 144 10399

RBS11039-250ppb-CCVI&10 5 ul - - 5 ul s ik

C{RTS11039-SeraBik-9&10 5ulL - - - ]
Fn-<JRTS11039-250ppb-MS9 5ulL - - 5 uL /

JRrTs11039-2500pb-MSD 10 SulL - - 5ul \

RBS11039-H2081k-9&10 5ul - - - \

RBS11039-SeraBtk-9&10 5uL - - - ]

RBS11039-5ppb-9&410 Sul 10 uL - - |

RBS11039-10ppb-9&10 5ul 20 ul - - |

RBS11039-25ppb-9&10 5ul - 5uL -

RBS11039-50ppb-9&10 SuL - 10 ul -

RBS11039-100ppb-9&10 5uL - 20 uL -

RBS11039-250ppb-9&10 5ulL - - S5uL

RBS11039-500ppb-9410 5uL - - 10 ul

RBS11039-750ppb-9& 10 5ul - - 15ul {

F~ 2JRBS11039-1000ppb-9410 SulL - - 20 uL { AW
9R03240M-0-Day 29 5ul - - 1 173 199
9R03241M-0-Day 29 5ul - - - \ )
9R03242M-0-Day 29 5uL - - - \
9R03243M-0-Day 29 5ul - - - \ A
9R03244M-0-Day 29 5ul - - - \
9R03255M-5mg/kg-Day 29 5uL - - - \
9R03256M-5mg/kg-Day 29 _ 5uL - — - \
9R03257M-5mg/kg-Day 29 5ul - - -
gR03258M-5mg/kg-Day 29 5ul - - - )
9R03259M-5mg/kg-Day 29 S5ul - - - 4
Blank: Rabbit Sera Std# A0 3 - 94 amount=_1.0 _ ml
Serum Extraction Method ETS-8-4.1 : Date & Initials
Vortex 15 Sec. M4 11z 3 a9
Pipette Matrix, spike with appropriate surrogate or FC-Mix_Volume___| ,() mi o
Pipette 1 ml of 0.5 M TBA, pH 10. pH=_{[) j{/3]99 Std. #H0Xp - | /13,
Pipette 2 mi of 0.25 M Na,C0,/0.25 M NaHCO, buffer Std. # AA0E L — 14 . 0Y J%%
Dispense 5 mi of methyi-t-buty! ether TN-A- o
Shake 20 min Shaker speed: 300 rpm IA
Centrifuge 20-25 min. Centrifuge speed: 3500 rpm
Remove a 4 mi aliquat of organic layer
Put on Nitrogen Evaporator to dryness Temperature: Room Temp. i1/ 3/95 (et
Add methanol Volume!-U _ml TN-&& o n
Vortex 30 sec. ]

Filter using a 3cc B-D syringe with a 0.2 um fiiter into an autosampler vial Y

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

FN-1: The MS/MSD and associated sera blanks were taken from control rat sera TCR Q9003 -5C . e I1fe3 /9=

FN-2Q - RBESUD™ - o000 -G - T acteea after ac\c\m‘) Meott That stemple wad aot com‘:\ete\j

-—

vluen dowr o p\,J' vy b e On (\f"‘er AN nShea

vt Methed al

S

Wove aijes|aa

ETS-8-4.1

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

Verified By

Form Completion
§1 Sea



R

fon Parir Standard Curves--Serum

Study Number: TOX145

Equipment Number:

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

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

Surrogate Std Approx. 100 ppm: 99086-13-11 Biank serum initial volume (mL) for curves: 1.00
Final solvent voluae (mL) for curves: 1.00
Actual Concentrations of Standards in the FC Mix
PFOS PFOSA PFOSAA EtFOSE PFOSEA M556 All Al All
Std Conc. Sid Conc. Std Conc. Sid Conc. Std Conc. Std Conc. Am't Spiked Initial Volum Final Vol.
ug/mL ugml ug/mL ug/mL ug/mL ug/mL mL mbL mL
0.5000 0.5005 0.4997 0.499% 0.5005 0.5010 0.010 1.01s 1.000
0.5000 0.5005 0.4997 0.4999 0.5005 0.5010 0.020 1.025 1.000
5.000 5.005 4997 4999 5.005 5010 0.005 1.010 1.000
5.000 5.005 4.997 4.999 5.005 5.010 0.010 1.015 1.000
5.000 5.005 4.997 4.999 5.005 5.010 0.020 1.025 1.000
50.00 50.05 49.97 49.99 50.05 50.10 0.005 1.010 1.000
50.00 50.05 49.97 o499 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 4997 49.99 50.05 50.10 0.020 1.025 1.000
Calculated Concentranons of Standards in the sample matnix
PFOS PFOSA PFOSAA E(FOSE PFOSEA MSS56 Surrogate All
Std Conc. Std Conc. Std Conc. Std Conc. Std Conc. Std Conc. Std Conc. Am't Spiked
ng/mL ng'ml ng/mL og/mL ag/mL ng/mlL ug/mL mL
4.93 493 4.92 4.93 4.93 494 101 0.005
9.76 977 9.75 9.75 9.77 9.78 Surrogate
248 248 24.7 247 248 248 Final Conc.
493 493 492 493 493 49.4 ng/mL I
97.6 977 97.5 97.5 97T 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 jons of Standards in the 1.0 mL final solvent volume
PFOS PFOSA PFOSAA EtFOSE PFOSEA MS56 Surrogate All
Final Conc. Final Conc. Final Conc. Final Conc. Final Conc. Std Conc. Std Conc. Am't Spiked
ng/mL og/mlL og/mL og/mL og/mlL og/mL ug/mL mlL
5.00 5.01 5.00 5.00 5.01 5.01 101 0.005
10.0 10.0 10.0 10.0 10.0 10.0 Surrogate
250 250 25.0 25.0 25.0 251 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 1001 1002
Sample used for MSMSD:  TCR99062-30 Approx. Std Conc.: 50.0 ug/mL Am't Spiked
MS/MSD Conc. in the sampie mamx Initial Volume (mL): 1.00 Vol. (mL)
PFOS PFOSA PFOSAA EtFOSE PFOSEA MS56 0.005
Final Conc. Final Conc. Final Conc. Final Conc. Final Conc. Std Conc.
ng/mL ngml ng/mL ng/mL ng/mL ng/mlL
248 248 247 2147 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 firal solvent Initial Volume (mL): 1.00 Vol. (mL)
PFOS PFOSA PFOSAA EtFOSE PFOSEA MsS6 0.005
Std Conc. Std Conc. Std Conc Std Conc. Std Conc. Std Conc. Final Vol. (mL)
ug/mL uzml ug/mL ug/mL ug/mL ug/mL 1.00
250 250 250 250 250 251
250 250 250 250 250 251

for. h . "/ s
}} u/oi /;""J

Tox14$
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Extraction Worksheet ETS-8-6.0

M as - /// 5 /2 -5

Oroons! -0/ (B Lo

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

10/12/99 Draft Attachment A

ETS-8-6.0
Extraction of PFOS from Liver

Study #_TOX-145 Surrogate Std FC Mix FC Mix FC Mix Comments | Verified By
Matnx_Rat Liver Approx. ppm iapprox.0.5 ppm| approx.5 ppm approx.50 ppm
Box #_99-211 Actual /#/ ppm jactual ppm jactual ppm |actual ppm
WK/Day_Ray29 #_?:azaa/ #_Pooye-ots #izaa #_Foil oY,
DateSpiked/Analyst |n/rhs —p o\ pifeo Aol Yol —lhid WER5 - (s A
/(04 F - CCV-(/3/-2_ 5.0ul 10 ul i LR
-MS- 5.0 ul N 10 ul {
912//70 -MSD- 50 ul 777 £ 10 ul / ] v
o 4 G -H20BIk-182 5.0 ul / / ] {1z Doy/sk
-LiverBik-1&2 5.0 ul / / / i
-6ppb-1&2 5.0ul 2ul J/ /
-12ppb-1&2 5.0 ul 4 ul / /
-30ppb-1&2 5.0 ul 10 ul / /
-60ppb-1&2 5.0 ul 20 ul / J2en
-120ppb-1&2 5.0 ul 40 ul / /-—/
] -300ppb-1&2 5.0 ul /| 10 ul /
[ -600ppb-1&2 5.0 ul A7) 20 ul I
] -900ppb-1&2 5.0ul e 30 ul /
-1200ppb-1&2 5.0ul - 4 ul .
L PP e L 14
Sample numbers and weights noted on a separate page - add 570 ul surrogate to all samples.
— _____O
-~
- /,
V) —1T
- LV, /5 5
77N
[ s— -
‘=Bklank Dbl F Liver S S99, Zé:/L__:__)’ amount=_/, £ mi o.f¢ 2 9ml Vi
Liver Extraction Method___ ETS-8-6.0 : Date & Initials
Vortex 15 Sec. (U399 — plein/
Pipette Matrix, spike with appropriate surrogate or FC-Mix_Volume___ /2 mi V N
Pipefte 1 mi of 0.5 M 1BA, pH 10. pH= Std. # %%%%: 111729 —f ol Wiy 1] lﬁ
=|pene 2 miof 0.25 M Na, .25MNa 4 buffer . {
Dispense 5 mi of methyl-t-buty! ether TN-A- g zgg v
Shake 20 min Shaker speed._3 0700 UL
Centrifuge 20-25 min. Centrifuge speed._2500 I
T?emove a 4 mi aliquat of organic layer
Put on Nitrogen Evaporator to dryness Temperature. Room jemp.
Add methanol Volume /[ o ml TN-A- 2557 Ml (fcyind
Vortex 30 sec. T
Filter using a 3cc B-D syninge with a 0.2 um filter into an autosampler viai \'Y

Form Completion
Verified By 4

oo



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

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

dl‘l’/n s /—//4’/5? '/CQ/(/

Sample Weights/ Volumes

Study Number: TOX{45
Equipment Number:

Final Solvent & TN Number: MQ Water
Matrix Blank/Identifier: Rabbit Liver/99086-13-5

Target Analyte(s): PFOS, PFOSA Box: 99-211
Sample Initial MQ Water Verified By: Comments
) we. ml
g
9R03240/M/Day29/Control /[, 0202 S ml =
9R0324 1/M/Day29/Control 1, PR 7 5 mi - o /
9R03242/M/Day29/Control / OA2 5 5ml < L
9R03243/M/Day29/Control 1/ 77 5ml W e, o
9R03244/M/Day29/Control /1 035/ 5 ml “i /T
9R03255/M/Day29/Smg/kg /22 /0 5ml
9R03256/M/Day29/Smg/kg /. /240 sml /
9R03257/M/Day29/Smg/kg YA, 5 ml s
9R03258/M/Day29/Sme/kg feples Sml )
9R03259/M/Day29/5me/kg S oY/7 5ml < —
— ;
/
L
y / -
g1
T, 5

[

Summary of method:

Notes:

Review Date

Weight Volume Sheet-101299.xls

Form Approved by/Date:

Form Completion
Verified By: M.L& { 1(2‘_-{ 199




ion Pair Standard Curves-—-Tissues

C,/‘/y/a I/‘ ///)//;;

Prep Date(s): 11470 7 o /y/; o3 Study Number: TOX14S
Analyst(s): RWW few o/ , Equipment Number:
Sampie Matrix: Rabbit Liver Final Solvent & TN Number: MeOH/TN-A-2997
Method/Revision: ETS-8-60 Rabbit Liver/99086-13-5
Target Analyte(s): See below
Box Number: 99211
FC Mix Std Approx. 0.500 ppm: 99086-44-3
FC Miz Std Approx. 5.00 ppm: 99086-44-2
FC Mix Std Approx. 50.0 ppm: 99086-44-1
Surrogate Std Approx. {01 ppm: 99086-13-11 Bilank liver initial density (g) for curves: 0.163
Final solvent velume (mL) for curves: 1.000
Actua! Concentrations of Standards in the FC Mix
PFOS PFOSA E(FOSE-OH M35s6 MST0 MeFOSE-OH POAA PFHS All Al Alt
Std Conc Sid Conc Std Conc. Std Conc Std Conc Std Conc. Std Conc. Std Conc. Am’t Spiked Density Vol.
ug/mL ug/mL ug/mL ug/ml ug/ml. ug/mlL ug/ml ug/mL mlL 8 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 5.000 5.000 5.000 5.000 5.000 5.000 5.000 0.030 0.163 1.000
50.04 50.00 50.00 50.00 50.00 50.00 50.00 50.00 0.004 0.163 1.000
Calculated C of Standards in the sampie matrix
PFOS PFOSA EtFOSE-OH| M356 Ms70 MeFOSE-OH POAA PFHS Surrogate All
Std Conc Sid Conc. Std Conc. Std Conc. Sud Conc. Std Conc. Std Conc. Std Conc. $1d Conc. Am't Spiked
ng/g ng/g L% 8y ng/g /g ag/g og/s ug/ml mL
6.14 6.13 6.13 6.13 6.13 6.13 6.13 6.13 101 0.005
123 12.3 12.3 123 123 123 12.3 12.3 Surrogate
307 307 30.7 30.7 30.7 30.7 30.7 30.7 Final Conc.
614 613 613 61.3 613 61.3 613 613 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 R
921 920 920 920 920 920 920 ~ 920
1228 1227 1227 1227 1227 1227 1227 1227
Calculated C: of Standsrds in the 1.0 mL final solvent volume
PFOS PFOSA EtFOSE-OH M3s6 MS70 MeFOSE-OH POAA PFHS Surrogate All
Final Coac. Final Conc. Fiaal Conc. Final Conc. Final Conc. Sud Conc. Std Conc. Sud Conc. Std Conc. Am't Spiked
ng/mL og/ml ng/mL ng/ml ng/mL ng/mL ng/mL ng/ml ug/mL mL
100 1.00 1.00 1.00 1.00 1.00 1.00 1.00 10t 0.005
2.00 2.00 200 2.00 2.00 2.00 2.00 200 Surrogate
5.00 5.00 5.00 5.00 5.00 5.00 5.00 5.00 Final Conc.
10.0 10.0 100 100 100 100 10.0 10.0 ng/fml
20.0 200 20.0 20.0 200 200 20.0 200 505
50.0 50.0 50.0 500 50.0 50.0 50.0 50.0
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. Std Conc.: 5.00 ug/mL
MS/MSD calc. In matrix Initial Wt (g): 1.020 Initial Volume (mL): 5.00 6.00 Am't Spiked (mL)  Density
PFOS PFOSA EtFOSE-OH M3s6 MS70 MeFOSE-OR POAA PFHS 0.010 0.169
Final Conc. Final Conc. Final Conc. Final Conc. Final Conc. Std Conc. Std Conc. Sud Conc.
ng/g ng/g ng/s ng/g ag/g ng/g ng/s ng/g
295 295 295 295 295 295 295 295
295 295 295 298 295 295 295 295
Sampic used for MS/MSD: 9R03240 Approx. Std Conc.: 5.00 ug/mL
MS/MSD calc. In solvent nitial Wt (g): 1.020 Initial Volume (mL): 5.00 6.00 Am't Spiked (mL) Final Vol.
PFOS PFOSA EGFOSE-OH M356 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.
ng/g ngg ng's nyg oy/g /g ng/g ngys
500 500 500 50.0 50.0 50.0 50.0 50.0
$0.0 50.0 500 50.0 50.0 50.0 50.0 50.0

I1PSE-10259Liv-99086-44- | xlis

\:"U-& uai V)\g .
M,b% ”[LL”"V)
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FACT: DATA REVIEW SUMMARY FORM To Foofrg Pz

Date: /-’/ 2:/29
LLE
Data Analyst: Tas

FACT Study #: Tk )YS

Matrix/Timepoints: Fad Sepe — D,; Lid- Loihys f !' ghse —ext ’7/7/77 Sex

Sample List: V1354372

Set-up Analysis

Date/Analyst: ol fre Mk
Instrument: Soup 925/99

Analyte: 7244 ( m/)®

IAcceptable Linear Range: _ A4 — See Copme nfs

LOQ: AA Extraction Blank: _ VA

R"2: AA Matrix Blank: __ AA

Calibration Checks: NA

MS/MSD Cu. [)QMJ\LI

Data Status: @ 9‘3’ \vhx\‘n A o) l'l%

Anslyte: _FPros (CH2D ®

Acceptable Linear Range: 7 74 fé - 7;//;91;5

Lo __ 4 o Extracted Blanke /55 Alan £93

R™2: _ Q918540 Matrix Blank: _/rss fhan 298

Calibration Checks: 24 _— Z»&q( S MY =" W%

MS/MSD: oK ]\)\C

|Data Status: Dihulions nesdsd &: dBM a“‘"‘ﬁh wla R
®

Analyte: __FE0SA (ey3)

Acceptable Lincar Range: __ ¥ £3 /7'4 i 7/73/ 7&

LOQ: v 73/ Extracted Blank: /s las £0@
R~2: _ () P 4Z¥ Matrix Blank: fess Has £0Q

Calibration Checks: _JK — Eanjz Lrow _=f3% —> /%

MS/MSD: Dk S WL

Data Review Sign-Off

’ Annlyst llevkw

Name / Date:

Zes #foafog

Technical Review
Name / Date: ) EE. /a[,a,/qq)

Quality Assurance Review

Name / Date:

Data Entry:

AC 1pl21]98

Comments / Justifications:

@ Acaru( _azs L-#’ riu ‘/A/L '/ZL

Arafysis

o Forrn_ T dete js onl,

/
0.7.7:/ 1[;»« /ouéu'u d{ aveg laa.q{t.
J
_.L—f /9 Za/ﬂ

@ 7[1 7{737)4 Pam./

A{ggg_g {f LS 0»4AIC/¢ # /l’latk Vs

Tnsse/s

m[ 7%4 Carl//e & o Y
¥ e Tas 8/,
- 2 fo&/ 5'4‘«—7’/': end im

» JL A
Sanyles.  NMawy of Hi sqmalec hod
/‘ / a / S dn(/ gﬁ!ou‘/ﬂ./

Hoa /&IKQ of Oiaa.m/ tatson,  —Tas h/"/ﬁ

® Zgé b tnd T22apd put

d

Cavy <

Ah.la

Mest! blewks b -AWA /l’f[.

fewels of Frosa. ’f’//zt'/ﬁ

Plao, Atoratyne undifuted Qivens

) "to (1) . Y {0
DuaSarus:___ @nbered 10)21]44 '”'c‘r AL Kn l20(45

1
&
\




FACT: DATA REVIEW SUMMARY FORM

Date: / "/ z-/9% s
Data Analyst: Tns
FACT Study #: Torlys

Matrix/Timepoints: w&’k’bﬁ;{ /fly '&Mé./ f,' ase. = . '7;1/17 £33

Sampie List: [fe/227 L

Set-up Analysis .

Date/Analyst: /2)ja/95 Mm s
Instrument: Soun 22313

Analyte: TS (CI-/(/)@

Acceptable Linear Range: _ A/A

LOQ: NA Extraction Blank _ A/A

R™2: /YA Matrix Blank: __~/A

Calibration Checks: NA

MS/MSD:

Data Status:

Analyte:

|Acceptable Linear Range:

LOQ:

R™2:

Calibration Checks:

MS/MSD:

Data Status:

Analyte:

Acceptable Linear ge:

Extracted Blank:

Matrix Blank:

Tas iofe.fys P2tz

Data Review Sign-Off

‘ An.llyst Review

Name / Date:

TAs /‘:/z,/{q

Technical Review

Name / Date: Sex page | of2 U\Clo}znl‘i‘?
Quality Assurance Review
Name / Date:

Data Batry: [AC ID/Q.II 94

Comments / Justificstions:

O Line) ol asee pounte losk
loncisloot - Al samples canyes, § cal
Gocke dod dhovislsinr ot 2% o loss.

—Ias ° ;.,/ff




. Tas 15/2: /54 - (fY

Quantify Compound Summary Repart rage 1

FOX145-rat sera, Say 1 & 4, cootrel & dose- ext. 10/13/99 EEE

Sample List: \n.llx.ﬂl!\:oup—ruzl.pm\mlm\lul!!!b
Last modified: Wed Oct 30 07:37:33 1399

Nathod: C:\IIIILM\m-tltl.prﬁ\lhthDI\lol”,h
Last modified: Wed Oct 20 07:36:48 1999

Job Cods:

Princed: wed Oct 20 08:08:10 1999

Compound 1: POAA {C)

4 Name Samplelist Taxt TYD® std Conc T Area Flags Conc. SDev
1 101999012 MeOE Blank
2 101999013 MeOH Blank
3 101999014 MeOR Slank
4 101999015 TOX145-RBS10199-H20 Blank-11, SEE 7.085 37 0.88 -12
5 101999016 TOX145-RBS10199-Sera Blank-11, SEE 7.123 38 M 0.91 -9
6 101999017 TOX145-RTS10199-Sera Blank-11l. SEE 7.121 34 wn 0.81 -19
7 101995018 TOX145-RTS10199-Sera Blank-12, SEE 7.112 38 M 0.90 -10
8 101999019 TOX145-RBS10199-Sppb-11. SEE Standard 1.00 7.084 35 bb 0.83 -17
9 101999020 TOX145-RBS10:99-10ppb-11. SEE Standard 1.00 7.111 42 bBb 0.99 -1
10 101999021 TOX145-RBS10199-25ppb-11, SEE Standard 1.00 7.10% 33 bb 0.77 -2)
11 101999022 TOX145-RBS10199-50ppb-11, SEE Standard 1.00 7.100 42 bb 1.00 ]
12 101999023 TOX145-RBS10199-100ppb-11, SEE Standard 1.00 7.112 39 bb Q.92 -8
13 101999024 TOX145-RBS10199-250ppb-11, SEE Standard 1.00 7-110 39 bb 0.92 -7
14 101999025 TOX145-RBS10199-500ppb-11, SBE Standard 1.00 7.111 51 M 1.21 21
15 101999026 TOX145~RBS10199-750ppb-11, SEE Standard 1.00 7.112 42 bb 1.00 ]
16 101999027 TOX145-RBS10199-1000ppb-11, SEX Standard 1.00 7.111 60 M 1.41 41
- oy 17 101999028 MeOB Blank
o 1) 18 101999029 TOX145-RTS, 9RG3I230M, Dyl, Control,-10/13/99 SKR 7.090 30 e 0.71 -29
19 101999030 1TOX145-RTS, 9R03I231M, Dyl, Control,-10/19/99 SEX 7.111 37 bb 0.57 -1)
20 101999031 TOX145-RTS. 9R03232X, Dyl, Control, -10/19/99 SKE 7.110 36 bb 0.85 -15
21 101999032 TOX145-RTS. 9R03233M, Dyl. Control,-10/19/99 SER 7.086 42 o 1.00 -0
22 101999033 TOX145-RTS. 9R03234M, Dyl, Control,-10/13/9% SRE 7.113 43 1.02 2
23 101999034 TOX145-RBS10199-250ppb-CCV-11-1, SEE Q 1.00 7.08% 34 M 0.81 -19
24 101999035 MaOH Blank
25 101999036 TOX145-RTS. FROI2ISM, Dyd, Control,-10/13/9% SXB 7.113 29 bb 0.68 -32
26 101999037 TOX145-RTS, 9R03236M, Dyd, Control,-10/19/99 SEE 7.112 37 & 0.88 -12
27 101999038 TOX145-RTS. 9IROI2ITM, Dyd, Control,-10/19/99 SEE 7.129 34 e 0.31 -19
28 101999039 TOX145-RTS. 9R0I2ISM, Dyd, Control, -10/19/99 SSE 7.112 3} bb 0.77 -23
29 101999040 TOX145-RTS. 9R33239M. Dy, Control.-10/19/93 SEE 7.106 30 M 0.72 -18
30 101999041 T0X145-RBS10199-25ppb-CCV-11-2, SEE QC 1.00 7.105 40 MM 0.96 -4
31 101999042 MeOE Blank
32 10199904) TOX145-RTS10199-250ppb-MS-11, 10/19/99 SEX 7.132 56 MM 1.32 32
331 101999044 TOX145-RTS12199-250Fpb-MSD-11, 10/19/99 SEE 7.123 35 bb 0.8y -17
34 101999045 TOX145-RTS. 9R0OIZISM, Dyl, S ma/kg 10719799 SiB 7.090 308 bb 7.2B 628
35 101999046 TOX145-RTS, 9R03I246M, Dyl, S wa/kg 10/19/99 SEE 7.111 425 bb 10.06 906
36 101999047 TOX145-RTS. 9R03I247M, Dyl, 5 mg/kg 10/19/99 SEE 7.112 360 bd 8.52 752
37 101999048 TOX145-RBS10199-250ppb-CCV-11-3, SEB [+ 1.00 7.107 42 bb 1.00 -0
38 101999049 MeOH Blank
39 101999050 TOXI45-RTS. 9RTIZLBM, 1, 5 mg/kg 10/19/99 SEX 7.104 291 bd 6.83 588
40 101999051 TOX145-RTS, 9R03I249M, Dyl, 5 mg/kg 10/19/99 SEKE 7.090 340 bb 8.046 704
41 101999052 TCX145-RTS. 9R03250M, Dyd. S mg/kg 10/19/99 SKE 7.108 210 bb 4.97 397
42 101999053 TOX145-RTS, 9RT3TSIM, Dydé. 5 mg/kg 10/19/99 SKE 7.103 209 bb 4.93 39}
43 101999054 TOX245-RTS. 9JR03252M, Dyd. 5 mg/kg 10/19/99 SEE 7.110 260 bb 6.15 515
64 101999055 TOX1345-RBS13139-25Cppb-CCV-11-4, SEE [+ o4 1.00 7.113 31 bb 0.73 -27
45 101999056 MeCH Blank
46 101999057 TCX145-RTS. 9 2€5-1M, Dyd, S5 mg/xg 10/19/99 SEE 7.310 248 bb 5.88 483
47 101999058 TCX1$5-RTS. 5 .24, Dyd. 5 mg/kg 10/19/99 SEE 7.113 234 bb 5.55 455
48 101999059 TOX.45-RBS10LF3- zpb-CCV-11-1, SEE [+ 1.00 7.111 19 bb 0.92 -8
49 101999060 MeCH 3lank
50 101999061 TCX145-RBS10199-H20O Blank-11. SEB 7.109 28 MM 0.66 -34
51 101999062 TOX145-RBS17:99-Sera Blank-11, SEE 7.129 38 bb 0.8 -11
52 101999063 TCX145-RTS12137-Sera 3lank-11. SEE 7.110 28 bdb 0.66 -M4
53 101999064 TOX145-RTS10139-Sera Blank-12, SEE 7.091 4 m 1.04 4
54 101999065 TOX145-RBS10.53-Sopb-11, SEE Standard 1.00 7.113 31w 0.73 -27
55 101999066 TCXi45-RBS10199-1Cgrn-12, SEE Standard 1.00 7.134 37 W 0.87 -13
56 101399067 TOX145-RBS13199-255r0-11. SEE Standard 1.00 7.132 3w 0.81 -19%
57 101999068 TOX145-RBS10199-50peb-11. SEE Standard 1.00 7.111 40 M 0.95 -5
58 101999069 TCX145-RBS10199-100ppb-11, SEE Standard 1.00 7.126 37 o 0.88 -12
59 101999070 TOX115-RBS10199-2505pb-11, SEE Standard 1.00 7.111 45 M 1.07 ?
_ 60 101999071 TCX135-RBS101937-50Cppb-11, SEE Standard 1.00 7.111 37 0.87 -13
4 61 101999072 TCX145-RBS10199-750ppb-11. SEE Standard 1.00 7.107 53 bb 1.26 26
62 101999073 TOX145-RBS10199-1000ppb-11. SEE Standard 1.00 7.110 64 bb 1.51 51

Nob & ‘}ﬂrgd Ona%\tf Deta not Lsd.

Soup 020199: Quantitied and printed Iy ias oo 10/19/9%



Quantify Compound Summary Report

TOX145-Tat sera,

Sample List:

day 1 & ¢, control & dose- ext

- 10/19/9% SEX

©: \MASELYX\ s0up-rats.pro\SempleDB 1019990
Last modified: Wed Oct 30 07:17:33 1399
C:\MASSLYNX\S0up-rats.pro\Nethis\101399>

Method:

Last modified: Wed Oct 20 07:16:48 1999
Job Code:

Printed: wed Oct 20 08:08:10 1999

Page 2

Compound 2: PFOS (Chl)

¢ Nems Samplelist Text

1 101999012 MNeOH Blank

2 101999013 MeOH Blank

3 101999014 MeCH Blank

4 101999015 TOX145-RBS10199-HIO Blank-11, SEE

5 101999016 TOX145-RBS10123-Sera Blank-1l, SEE

6 101999017 TOX145-RTS101%3-Cera Blank-11, SEE

7 101999018 TOX145-RTS10199- SEE

8 101999019 TOX145-RBS10129-

9 101999020 TOX145-RBS10153-

10 101999021 TOX145-RBS101¢3-

11 101999022 TOX145-RBS101¢3-507cb-11,

12 101999023 TOX145-RBS10199-100ppb-11, SEE

131 101999024 TOX145-RBS10199-250ppb-11. SEE

14 101999025 TOXL145-RBS10169-5C ppb-11, SEE

15 101999026 TOX145-RBS10199-750Fpb-11, SEE

16 101999027 TOX145-RBS10199-1000ppb-11, SEE

17 101999028 HeCH Blank

18 101999029 TOX145-RTS, 9RO3I230M. Dyl, Control,-10/19/99 SEE
19 101999030 TOX145-KRTS, 9RI3231M, Dyl, Comtrol,-10/19/99 SEE
20 101999031 TOX145-KRTS, 9R03232M. Dyl, Control,-10/19/99 SEE
21 101999032 TOX145-RTS, 9R03233M, Dyl, Conmtrol,-10/19/99 SEE
22 101999033 TOX145-RTS. 9R032}4M. Dyl, Control,-10/19/99 SEX
23 101999034 TOX145-RBS10199-252ppb-CCV-11-1, SEEB

24 101999035 MeCH Blank
25 101999036 TOX145-RTS, 9E°3215M, Dyd, Comtrol,-10/19/39 SEX
26 101999037 TCx145-RTS, 9FI323i5M. Dyd, Control,-10/19/99 SEE
27 101999038 TOX145-RTS, 9333I217M, Dyd, Control,-10/19/99 SEE
28 101999039 45-RTS. Dyd. Control,-10/19/99 SER
29 10199%040 . Dy4, Control,-10/19/99 SER
30 101999042 ko 1opb-CCV-11-2, SEE

31 101999042 Me

32 101999043 TOXL45-RTS10199-25Copb-MS-11, 10/19/99 SEE

33 101999044 7O pb-NSD-11. 10/19/93 SEE
34 101999045 TO. Dyl., 5 mg/kg 10/19/93 SEE
315 101999046 TOX.45-RTS, Dyl, S mg/kg 10/19/99 SEE
36 101999047 TON145-RTS, 9SRO3I247M, 1., 5 mg/kg 10/19/99 SEE
37 101999048 TOX145-RBS10199-2522pb-CCV-11-3, SEE
38 101999049 MeCH Blank
39 101999050 T Dyl, 5 mg/kg 10/19/99 SEE
40 101999051 TO. Dyl. 5 mg/kg 10/19/99 SEX
41 101999052 k)2 Dyé. 5 mgskg 10/19/99 SER
42 101999083 ™©: Dydéd. 5 mg/kg 10/19/99 SBE
43 101999054 TC: Dyd. 5 mg/kg 10/1%9/99 SKE
44 101999055 ™™ b-CCV-11-4, SEE

45 101999056 Me

46 101999057 ke S mg/kg 10/19/9% SEE
47 101999058 k2 -2M, Dyd. S5 mg/kg 10/19/99 SEE
48 101999059 TC.- .cpb-CCV-11-1, SER

49 101999060 Me”

50 101998061 T . Alank-1l, SEE

51 101999062 TC s Blank-11, SEE

52 101999063 TC.45-RTS102%)7 Blank-11. SEE

53 101999064 TC..L4S-RTS10.:? Blank-12. SEE

54 101999065 TC: .45-RBS1C 11, SEE

55 101999066 TC. _45-RBS10 -11, SEE

56 101999067 L -11, see

57 101999068 TO! -11, SEE

58 10199906% TS L45-RBS10L%3 - sez

53 101999070 TC . 145-RBS101S 2 SEE

60 101999071 TC! SEE

61 101999072 T spb-11, SEEX

62 101999073 T ppb-11, SEE

Soup 0320199: Quantif.ed and pr:nte: by ias on 10/13/99

#td Comc

4.93
9.76
24.80
9.30
97.60
248.00
493.00
735.00
976.00

248.00

248.00

248.00

248.00

248.00

4.9
9.76
24.80
49.30
97.60
248.00
493.00
735.00
976.00

RT
7.274
7.269
7.268
7.3487
7.260
7.260
7.250
7.246
7.250
7.248
7-260
7.252
7.249
7.250
7.251
7.251
7.293
7.273
7.272
7.270
7.247
7.274
7.250
7.292
7.271
7.274
7.268
7.273
7.267
7.266
7.292
7.250
7.263
7.250
7.250
7.251
7.247
7.297
7.243
7.251
7.248
7.242
7.2%0
7.252
7.294
7.250
7.2%52
7.271
7.295
7.292
7.289
7.249
7.252
7.252
7.251
7.349
7.251
7.265
7.251
7.350
7.246
7.249

§EKEEEES;E!5EggggigE55EESKEG%EKiEEggEEHEE!!!E!GEKEBEEZE!E!!EE!E

i
§

Q.00
0.00
0.00
0.00
0.00
0.00
0.00
1.74
7.83
25.90
53.82
93.57
269.87
566.87
717.14
915.47
0.00
0.00
0.00
0.00
0.00
0.00
274.63
0.00
0.00
0.00
0.00
0.00
0.00
208.29
0.00
231.2¢
243.11
3081.19
4927.213
4163.0%
274.96
0.00
3165.86
3369.10
3478.58
3397.64
5017.56
266.30
.27

-65
-20
4

9
-4

-16

Peed 1:50 dilubon

11

Ned a LSo dilu\lmn |

7

i ved 6 150 dldben ‘

208.09
0.00
0.00
0.00
0.00
0.00
3.29
8.48

24.19
$3.71
89.488

264 .84

$58.05

712.83

904.45

16

~33
~13
-2

-8
13

-3
-7

W& ‘
\o\ M\cﬁ




Quantify Compound Summary Report

TOX143-rat sera,

Sample List:

day 1 & 4, corzrol & dose- axt.

C:\MASSLYNI\30U[ -Tat3.pro\SampleDB\101995D

Last modified: Wed Oct 20 07:37:33 1999

Method:

€: \MASSLYNX\S0US -4z 3. Pro\MechDB\101999D

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

Job Code:

Printed:

wed Oct 20 08:0E:10 1999

10/19/9% X%

rage 3

Compound ): PPOSA (Chl)

Mame

101999012
101999013
101999014
101999015
101999016
101999017
101999018
101999019
101999020
10 101995021
11 101999022
12 10199902)
13 101999024
14 101999025
15 101999026
16 101999027
17 101999028
18 101999029
19 10199%030
20 101999031
21 1019990132
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 101999045
35 101999046
36 101999047
37 101999048
38 101999049
39 101993050
40 101999051
41 101999052
42 101999053
43 101999054
44 101999085
45 101999056
46 101999057
47 101999058
48 101999059
49 101999060
50 101999061
51 101999062
52 101999063
53 101999064
54 101999065
55 101999066
56 101999067
57 101999068
58 10199906%
59 101999070
60 101993071
61 101999072
62 101999073

P N Y A N

Samplelist Text
MeCH Blank
MeCH Blank
MeCH Blank
%145-RBS101

£3-H:> Blank-11. SRE
ra Blank-11, SER
Blank-1l1, SEE
Blank-12, SEE
SEE

SEE

1144
15-RAS12I ¢ =pb-11, SEE
TOX145-RBS101¢3-120ppb-11, SEE
TOX145-RBS101¢3-250ppb-11, SEE
TO145-RB51017 *-£8ippb-11, SEE
TOX145-RBS1C1¢3-750ppb-11, SER
TOX145-RBS10153-1000ppb-11, SEE

MelH Blank
TOX145-RTS, 9RJI2I0M, Dyl, Control,-10/19/99 SKB
TCX145-RTS, 9533211M, Dyl, Control.-10/19/99 SEB
TCK145-RTS, $R13I232M. Dyl, Conmtrol,-10/19/99 SEE
TOX145-RTS, 9R03233M, Dyl, Control,-10/13/99 SEE
45-RTS, 9R0323:iM, Dyl, Control,-10/19/99 SER
TC145-RBS101S 322 0ppb-CCV-11-1, SER
MeCH Blank
$713231SM, Dyd. Control,-10/19/99 SER
Control,-10/19/99 SER
Control,-10/19/99 SEE
Control,-10/1%3/99 SER
. Dyd, Control,-10/19/99% SEE
PPR-CCV-11-2, SEE
16/19/99 SkE
pb-NSD-11. 10/19/99 SEE
5 mg/kg 10/19/99 SEX
5 mg/kg 10/19/99 SEX
N 7M. Dyl. S5 mg/kg 10/19/99 SEX
TC .35-RBS101C? “ppb~CCV-11-3, SEE
M. .4 Blank
TC LIS5-RTS, . Dyl. 5 mg/kg 10/19/99 SEE
T 1i5-RTS, . Dyl. S mg/kg 10/19/99 SEE
T L15-RTS, Dyd. S mg/kg 10/19/99 SEE
T Li5-RTS. Dyé. S5 mg/kg 10/19/99 SEBX
™ Dy4, S mg/kg 10/19/99 SEE
T Cypb-CCV-11-4, SEE
M-
ks 5 mg/kg 10/19/99 SBE
kae 5 mg/kg 10/13/99 SEX
b lppb-CCV-11-1, SEX
M.
T J Blank-11, SEE
T Blank-11, SEB
T Blank-11, SEE
T sez

T
135-RBS10.

T . .15-R3S1CI

ippb-11, SBE
ppb-11, SER
3-11)0ppb-11, SEE

soup 020199: Quantif.sd and pr :ze: by ias on 10/19/9%

std Comc

4.93
9.77
24.80
49.30
97.70
248.00
493.00
736.00
977.00

248.00

248.00

248.00

248.00

248.00

4.93
.M
24.80
43.30
97.70
248.00
493.00
736.00
977.00

7.836

7.4853
7.833
7.839
7.822
7.834
7.808
7.813

7.802
7.814
7.0811
7.809
7.814
7.81)
7.877
7.836
7.8
7.808
7.832
7.837
7.812
7.854
7.856
7.837
7.852
7.858
7.852
7.806
7.854
7.789
7.803
7.791
7.790
7.814
7.809
7.881
7.80S
7.791
7.810
7.804
7.789
7.814
7.856
7.813
7.792
7.811
7.857
7.854
7.851
7.833
7.859
7.814
7.813
7.811
7.813
7.805
7.81)
7.791
7.786
7.811

i

Area
2728
539
294
17
154
159
145
1074
2036
5196
9515
16241
49679
100839
117401
149225
993
363
216
147
150

49041
312
168
1319
167
146
136

43165
315

48811

52881

532155

87504

51116

49904
3184

67032

55570

12358

11759

15158

46625
307

12235

11895

50283
348
145
126
120
148

1139
2063
5615

10041

13028

51069

100103
122134 wx
153334 10X

AR ENENENRNENRUNC N RNV EE ORI RRNNNE

25.54
47.10
80.69
247.65
$03.11
585.30
744.71

1.41

-0

-4
-17
-0

-20
-24

AC
1o) 21|34

-7
-22
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Quantify Compound Summary Repc:
ToX145-rat sers, day 1 & 4, cont

Smsple List: C: \MASSLYNX\ 30u; -
Last modified: wed Oct 20 07

Method: C: \MASSLYNX\sOU -
Last modified: Wed Oct 20 07:3::
Job Coda:

Printed: wed Oc: 20 08 B

rol & dose- ext. 10/19/99 SEE
rn:l.pﬁ\l‘)lﬂ\tﬂl!!!b

313 1999
razs.pro\MethDB\101999D

48 1999

10 1999

Campound 4: IS (Cxd)

0 Name Samplelist Tex~t TYpe std Conc T Area Tliags Conc. WDev
1 101999012 MeOH Blank

2 101999013 MeOH Blank

3 101999014 NeOH Blank

4 101999015 TOX145-RBS10: ?-HID Blank-1l, SEE 7.080 1064 bb 0.70 =30
5 101999016 TOX143-RBS1TI 2-5 Blank-11, SBE 7.094 1185 bb 6.78 -22
6 101999017 TOX1¢5-RTSIC. Blank-11. SEE 7.093 1198 bb 0.79 -21
7 101999018 Blank-12, SEE 7.083 1222 bb 0.81 -19
8 101999019 -11. SEE Standard 1.00 7.079 1311 > 0.87 -1)
9 101999020 b-11, SEE Standard 1.00 7.106 149) bd 0.95 -1
10 101999021 pb-11. SEE Standard 1.00 7.104 1689 bb 1.12 12
11 101999022 spb-11, SEKE Standard 1.00 7.095 1526 bb 1.01 1
12 101999023 Oppb-11, SEE Standard 1.00 7.107 1402 MM 0.93 -7
13 101999024 Jppb-1l, SEE Standard 1.00 7.105 1774 bd 1.17 17
14 101999025 ¢ Ipph-11. SEE Standard 1.00 7.105 1625 bb 1.08 8
15 101999026 -75ppb-11, SEB Standard 1.00 7.106 133% bb 0.88 -12
16 101999027 TOX1:5-RBS10. -3-1220ppb-11, SBE Standard 1.00 7.106 1369 bb 0.81 -9
17 101999028 MeCH Blank

18 101999029 TOX145-RTS, %7JII30M, Dyl. Control,-10/19/99 SEX 7.084 1680 bb 1.11 11
19 101993030 TOX3<5-RTS, ¢ J323M, Dyl. Control,~10/19/99 SEE 7.105 1602 bb 1.08 6
20 101999031 TOX1¢5-RTS. i12M, Dyl. Control,-10/19/99 SKE 7.103 1633 bd 1.08 8
21 101999032 TOX145-RTS, Dyl., Control.-10/19/99 SEE 7.104 1598 nd 1.06 6
22 101999013 TOX14%-RTS. ©° Dyl, Control,-10/19/99 SEE 7.107 1543 bb 1.02 2
23 101999034 TOX1:%-RBS10. ppb-CCV-11-1, SEKE x 1.00 7.105 1570 bb 1.04 4
24 101999035

25 101999036 N <M, Dy4, Control,-10/19/99 SRE 7.104 1324 bb 0.88 -12
26 101999037 Dyd. Control,-10/19/99 SER 7.107 1367 bb 0.90 -10
27 101999038 M. Dy4, Control.-10/19/99 SEX 7.101 1577 bb 1.04 [
28 101999039 , Dyd. Concrol,-10/19/99 SER 7.106 1301 bb 0.86 -~14
29 101999040 . Dyd, Control,-10/19/99 SEE 7.100 1102 bb 0.73 -27
30 101999041 ppb-CCV-11-2, SEE o 1.00 7.099 1422 bb 0.94 -6
1101999042

32 101999043 opb-MS-11, 10/19/99 SER 7.105 1547 bb 1.02 2
33 101999044 ppb-MSD-11, 10/19/99 SEE 7.117 1588 bb 1.05 5
34 101999045 13M, Dyl, 5 mg/kg 10/19/99 SER 7.003 1497 bb 0.99 -1
35 101999046 . Dyl, 5 mg/kg 10/19/99 SXE 7.105 1433 bb 0.95 -5
36 101999047 M, Dyl. 5 mg/kg 10/19/9% SEE 7.106 1329 bb 0.88 -12
37 101999048 PPb-CCV-11-3, SBE [+ 1.00 7.102 1570 bb 1.04 4
38 101999049

39 101999050 S mg/kg 10/19/99 SEE 7.098 1180 M4 0.78 -22
40 101999051 S mg/kg 10/19/99 SEE 7.106 1165 bb 0.77 -23
41 101899052 S mg/kg 10/19/99 SEE 7.103 1142 bb 0.76 -24
42 101999053 . S mg/kg 10/19/99 SEX 7.097 1172 bb 0.78 -22
43 101999054 M. Dyd. 5 =g/kg 10/19/99 SER 7.083 1254 bb 0.83 -17
44 101999055 pph-CCV-11-4, SER Q< 1.00 7.307 1502 bd 0.99 -1
45 101999056

46 101999057 -i-1M. Dyd, 5 mg/kg 10/19/99 SER 7.108 1318 bb 0.87 -13
47 101999058 1-2M, Dyd, S mg/kg 10/15/99 SBE 7.085 1238 bb 0.82 -18
48 101999059 --I7 lppb-CCV-1l1-1, SBE [+.of 1.00 7.105 1488 bd 0.9% -1
49 101999060

50 101999062 _7 Blank-11, SEE 7.102 1192 b 0.79 -21
51 101999062 8lank-11., SBE 7.100 1485 bb 0.92 -2
52 101999063 Blank-11, SER 7.105 1543 bb 1.02 2
53 101999064 3 Z:i-a Blank-12, SEE 7.085 1541 bb 1.02 2
54 101999065 i::b=11. SEE Standard 1.00 7.107 1540 bb 1.02 2
5 101999066 pb-1l, SEE Standard 1.00 7.106 1561 bb 1.03 3
56 101999067 >pb~11, SEE sStandard 1.00 7.104 1595 bb 1.06 6
57 101999068 tpb-11, SEE Standard 1.00 7.083 1499 bb 0.99 -1
58 101999069 Jppb-11, SEE Standard 1.00 7.098 1357 bb 0.90 ~-10
59 101999070 ppb-11, SEE Standard 1.00 7.106 1689 bb 1.12 12
60 101999071 lppb-11l, SEE Standard 1.00 7.106 1574 bb 1.04 (Y
61 101999072 Jppb-11, SEE Standard 1.00 7.101 1415 bb 0.94 -6
62 101999072 Standard 1.00 7.104 1441 bb 0.95 -5

used.
A 1o/af4q

Soup 020199: Quantifie: an! p: .tel by ias on 10/719/9%
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Quantify Calibratioo Raport / rage 3
TOX145-rat saxra, day 1 @ 4, contro. & GOose- ext. 10/19/9% [ -]
Compound 1 name: POAA (Ch1)
Response Factor: 42.2698
Response type: External Std, Area "
Curve type: RF
63.8w X
X
x
X
X
x
%
X
%
Response- x
X
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 020199: Quantified and crinted by ias on 10/19/99



Quantify Calibratios Report
TOX14S-vac sera, 48Y 1

& ¢, control & dome- ext. 10719/99 SE®

Page 3

2.22e4

Response-

Compound 2 name: PFOS (Ch2)
Coefficient of Determination: 0.988440
Calibration curve: 22.5688 * x + 138.989
Response type: External Std,
Curve type: Linear, Origin: Excl

Area

lude, Weighting: 1/x, Axis trans: None

XX

200.0

T Conc

scup 020199: Quantified and ;rinted Dy ias on 10718799



Quantify Calibration Report
rOX145-rat sera, day 1 & 4, control & dose- &xt. 10/19/9% SEE

Page )

Compound 3 name: PFOSA (Ch3)
Coefficient of Determination: 0.998624
Calibration curve: 200.271 " x + 81 0911
Response type: External Std, Area

1.96e57

Response

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

05—
0.0

2000 " 4000

Conc

Soup 020199: Quantified and irinted Dy ias oo 10/19/9%



Quantify Calinracion Report
20X145-rot sera, day 1 & &, control & Gose- ext. 10/19/3% SEX

Page ¢

Compound 4 name: IS (Ch4)
Response Factor: 1510.76
Response type: External Std, Area
Curve type: RF

Response-

X X XX mxxxxxxx X X

|
1
!
|
|
Gl 1 1 1
00 01 0.2 0.3 o4 05 06 07 08 09 T

Soup 020199: Quantified and printed by ias on 10/19/99
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MNethc? Zeport Page 1

Methc! file: £ S3SLY.  .oup-rats.pro\MethDB\101995b.mdd )
Lasz Jiled: 2. lze 27 :36:48 1999
Compc i1 Do INA (T
Print:o B 185 1999
' . Soup 020/ T4 Tus 1°[/2:/¢9
Compo - ! Nare: OAA (Chl)
Incer -. Ref.: None)
Quant Trace: c
Corc. ¢i Standards: S ixed
User PF Value: 1.000000, Disabled
User P2ak Fa ..000000
2.000
..0000Da

~.133, Enabled
.000, Disabled
None]
L334

28rest

Polyn::r.al Type: ~lnear
Point ci Crizin: “xclude

‘ore

Pear- "~ "--7 avgl

aabled

3.00
10490
|

.00
~..sabled
23.00

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




Page 2

Re 1 Pepirt

Meshsi file: tup-rats.pro\MethDB\101993b.mdb

LastT :36:48 1999 ’

Cerpe .nl 2. PFOS (C

i 2 *:20:55 1999

T : Soup 0201 72 Tns Yzo/19
TOS (Ch2)
lone!
;nc. B

..000000, Disabled

..000000

.0c0

..0000Da

335, Enabled
320, Disabled
one)

411

sarest

i

“nabled

.00
- 13.00
Ra. - - B [\

..Q0
isabled
J3.00

.53. Disabled
.00, Disabled
. €e .0C. Disabled
Teores .02, Disabled




Me 0 iz Page 3

Me -
Ls. - -2 '
Cecn : PTISA )
Pr. -t ner 2 :10:56 1999 Sou-p 025i99 IxS ,,/b/,,
’ /
2FOSA (Ch3)
None)
o1c
s, lonc. €

..000000, Disablaed
..000000

1.000

~.0000Da

327, Enabled
.020. Disabled
More
.735

aarest

xternal
reas

Linear
‘xclude
X
ione

zabled

3.00
-3c.00
.00

D: st -3.00
De isabled
1 . . 0.00

R+ .53, Disabled
ALz .03, Disabled
.00. Disabled
.30, Disabled

»
s
v
i



Ne 4 ir
»we ot ILo= C:AMASSLY!  roup- s.pro\KethDB\101999b.mdb
ez . Wet Cor 27 S:36:48 1999 3
Cer mzan? 1. I3 (Ch:
FEIE ded Coz ¢ 1:10:56 1999 - /
il © - ﬁw%';-’z"' 79 Tas_12/z:/2
[He 5 (Che)
!None]
-1c
7 ixed

1.000000, Disabled
..000000

..000

..0000Da

Re H T T.152, Enabled
Re LT Tive .020, Disabled
RY .- - None)
T B 12323
Pec Zlzotrcn iearest
Res > ':: 7 7= Ixternal
- ~reas
Zinear
- ixclude
R ] X
N . .one
or.. -
Pe - L.uude 3

s = ‘rabled

Je - “0.00

Re. = 30.00

R T.00

Dr -t -zntld 2.00

De = Jisabled

Si :0.00

R o ..50, Disabled
Al P .00, Disabled
Re a 1.00, Disabled

A -1 ©.00, Disabled




) SOUP 020199: FACT Equipment
Log 99092 PAGE 1/1

Quattro 11, #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 NH4CH3CO2 B)MeOH
TN-A- or stndrd number  (A) 99085-10-14 (B).TN-A-2997

Prepared (date/by): (A)1016/99mmh (B).10/16/99 sah

Expires: (A).04/00 (B)_2010

Store at room temp? E or N Other:

Guard column: None

Part number:_na Lot number: pa

Analytical column: Keystone Betasil

Size: 2 x 50 mm Type: C18 Sphere size: 5 um
Part number: 055-701-2 Lot number: PSELL Serial number:0591804Z
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:_635 bar

HPLC solvent gradient: 10min-10-95

Time (mig.) %B
nooo 100
100 10.0
3)5.50 95.0
4).1.50 950

5)8.00 10.0

77
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Tuning Method Report ‘ Page 1
Method: C:\MASSLYNX\SOUP-RATS.PRO\ACQUDB\P!OSB
Printed: Tye 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 Jon 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.le-3 Ion Energy 2.0

Ion Energy Ramp 0.0

Lens 8 40 38

Lens 9 0 1

Multiplier 650
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Scanning Method Report

Page 1

Mathod: C: \MASSLYRX \ SOUP-RATS . PRO\, V1 PPOSA-XS.

Last Modified: ¥xi Oct 15 11:35:03 1999

rrinted: Tue Oct 19 15:40:29 1992

solvent Delay ( mins ) : 0.00

runction : 1 Wt of 1 Mass Pair ( BSP- )

Inter Channel Delay { Secs ) : 0.0}

Span { Daltoas ) : 0.00

Start Time [ Mins } : 0.00

BEnd 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

runction : 2 MRM 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

Repaats 1
Channel Parent Daughter Dwell (Secs) Coll Energy (eV) Cone ( V)
1 499.00 99.00 0.30 45 60

Punction : 3 MM of 1 Mass Pair ( E&P- )

Inter Channel Delay ( Secs ) : 0.03

Span ( Dalcons } : ¢.00

Start Time ( Mins ) : 0.00

End Time ( Mins ) : 10.00

Repeats 1
Channal Parent Daughter Dwell (Secs) Coll Energy (eV) Cone (V)
1 458.00 78.00 .30 45 &0

Function : 4 M of 1 Wass Pair ( ESP- )

Inter Channal Delay ( Secs )} : 0.03

Span ( Daltons ) : 0.00

Start Time ( Mins ) : 0.00

end Time ( Mins )} : 10.00

Repeata 1

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

1 427.00 80.00 0.30 40 60
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Masslynx - Sample List

Sample List: C:\MASSLYNX\soup-rats.pro\SampieDB\101 999b.SPL’
Printed: Tue Oct 19 15:42:35 1999

Page 1

Page Position: (1, 1)

P EPRWWWWWWWWWWRNNANNRNRNRNNRA bbb d b b b od b b
AR BR8N RERUE RN AR RS ool nrbnico® NN RGN

BLAFRLBR2BEE

File Name

101999012
101999013
101999014
101999015
101999016
1019998017
101999018
101999019
101999020
101999021
101998022
101999023
101999024
101999025
101998026
101989027
101999028
101999029
101999030
101999031
101998032
101999033
101999034
101999035
101999036
101999037
101999038
101999039
101999040
101999041
101999042
101998043
101999044
101999045
101998046
101999047
101999048
101999048
101999050
101999051
101899052
101999053
101999054
101999055
101999056
101999057
101999058
101999059
101998060
101999061
101999062
101999063
101999064
101999065
101999066
101999067
101999068
101999069
101988070

File Text

MeOH Blank

MeOH Blank

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, 9R03230M, 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,-10/19/09 SEE
TOX145-RBS10199-250ppb-CCV-11-1, SEE

MeOH Blank

TOX145-RTS, 9R03235M, Dy4, Control,-10/19/99 SEE
TOX145-RTS, 9R03236M, Dy4, Control,-10/19/99 SEE
TOX145-RTS, 9R03237M, Dy4, Control,-10/19/99 SEE
TOX145-RTS, 9R03238M, Dy4, Control,-10/19/99 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, 9R03245M, 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 10/19/89 SEE
TOX145-RTS, 9R03249M, Dy1, 5 mg/kg 10/19/99 SEE
TOX145-RTS, 9R03250M, Dy4, 5 mg/kg 10/19/89 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 10/19/99 SEE
TOX145-RTS, 9R03254-2M, Dy4, 5 mg/kg 10/19/99 SEE
TOX145-RBS10199-250ppb-CCV-11-1, SEE

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

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-PCAA-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
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-PFQOSA-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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Masslynx - Sample List

Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB\101 999b.SPL

Printed: Tue Oct 19 15:42:35 1998

Page 2

Page Position: (2, 1)

nN ~N b d bk od b b wd b wd

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

Bottle

“82RRELER

SOONOOIHMWRN

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

[
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T O O O T A O O O

!I!IIII!I!III!IIHIIIIII!HI!ll!ll!l!lIlII!IIIIIIIIIIlIIIII g
[1]
>



SOFY
7555

Page 3

Masslynx - Sample List

Sample List: C:MASSLYNX\soup-rats.pro\SampleDB\101 999b.SPL Page Position: (1, 2)
Printed: Tue Oct 19 15:42:35 1999

File Name File Text MS Fiie
60 101999071 TOX145-RBS10199-500ppb-11, SEE 10MIN-PFOS-POAA-PFOSA-IS
61 101999072 TOX145-RBS10199-750ppb-11, SEE 10MIN-PFOS-POAA-PFOSA-IS

§2 101999073 TOX145-RBS10199-1000ppb-11, SEE 10MIN-PFOS-POAA-PFOSA-IS
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Massiynx - Sample List

Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB\101 999b.SPL
Printed: Tue Oct 19 15:42:35 1999

Page 4

Page Position: (2, 2)

61
62

Inlet File

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

Bottle

11
12
13

Inject Volume

10
10
10

Sample Type ConcA

I



FACT: DATA REVIEW SUMMARY FORM

Date: /:’/z:/ﬁ

Data Analyst: Tas

FACT Study #: Tox /95

Matrix/Timepoints: Faf Sra Difadhins - ./ f/‘/, et Tt fys
Sample List: /9 22’75_ !

Set-up Analysis

DucAmlys:  _(Yz:/f8 Tas

Instrument dotle gezesr

Analyte: _JOAA cex)®

|Acceptable Lincar Range: Ma
LOQ: A4 Extraction Biank: _ #A
R2: _ NA Matrix Blank: __ A4

Calibration Checks: A4

Nod w]—u-wl

MS/MSD:

Data Status: Dot e,r\w

Analyte: __/¥o5 Ccl/z)@

Acceptable Lincar Range: __ 243 724 — 7‘?5#

LOQ: ‘2[73/7;% Extracted Blank: _/ess .

rr2: 0. 795295 Matrix Blank: 47 « L0g
Calibraon Checks: _ Farled

MS/MSD: ___ \¢ad Yo Nm\&\am AL 10125)3‘?

Data Status: ‘{’

Analyte: %54 CCII‘/)CS)

Acceptable Lincar Range: ?/73/74 —— 3’[3; ?L
LoQ _ #43 Extracted Blank: /< HasloQ
rr2: 0-789/5¢ Matrix Blank: s Han £00

Calibration Checks: _Jasled

MSMSD: __ Dad Yo umm\an - WS |QZ;g[99

Data Satus: \]d

f&aﬂ, lef 2
Ue

Data Review Sign-Off
10/ 2574

sty

‘ An.nly:t Review
Name / Date: Fac

Technical Review

Name / Date: 296 Mésj/{’f’

Quality Assurance Review
Name / Date:

Data Entry: Ma']' gglmd m;ég umg!au e
Iolarag

Comments / Justifications:
®7E wes fo Ouvpe cup wiFhe

JLe su/-ré st foy Poan, Dota

s gse[n./ -/;r Qica c‘nuqls and
cha«.leéu —A;v.s A/u/ Conc . /Q{L
should ol be used Moy

Mﬁ ﬁ’lﬁguj(% iere Seen yre

Mo Pas chusnel  Preke Sholf
Lﬁﬂ!ﬁéié/ — Tes 1festey

@ (fhihon hocks fr T

Lild T is saspeched Hat
piedons Adild By oo/ ks
Do d fot & aupl T

35, tl Vi ' ;.qé kere
[[’l;p‘t/ 'A’ Wol/«é a ?od/ /u—la.v
b fy U sd 4

it Cavye p:hué b DA oy less
dadian ' T sus afhvted S
dhp Fhe zm,f puck . Ut A
&éq&' é/u\»té M/c/ Lz /655 #....
-/[4[06?. -/f:ém-q sut He /ak:cr
Dormts /-<a/ ‘r/aJJOZ or kare

/AMJ:AS 74v 07445’ %l»d(‘ = ‘Kl.

{ [/) S GsrsT DETTIMIN LEASIN o LAL O fA/LYRE A D 77N LAY Jrvpeyst s

O Tt SomaE SET ME 1Y25/99.

® T wd segapest reondyting. Somple ecdroctr ¢ Wimg mi
N Ao, thy M CCvv exbrncted with Yhue itmples Clm;.\\au, pror

Vf.(\'\-rc a{n‘bwi.

d Pu.&;com dd curre ar the CW}w&a ml.‘L.:Jb-
do br:d&-l\\a tunt 10 utnhd Cone

WC wjun,



FACT: DATA REVIEW SUMMARY FORM

Date: _’f/ 211

Data Analyst: Tas

FACT Study ¥: Tox1fs

Matrix/Timepoints: St Seva. 2 / ‘, 4 , et H /7/77
Sample List: [0229 %4 G

Sofémf“ 1fazfes Tes

Instrument: /Lu/{a ¢ 24#%¢

Analyte: Is (dl.!ﬂ

Acceptabie Linear Range: Ha

LoQ__ /Ma Extraction Blank: _A/4

RA2: _ NA Matrix Blank _AMa

Calibration Checks: _AA

MSMSD: T

Data Status:

Acceptable Linear Range: : /

LOQ: Extracted Blank
R™2: Matrix B
Calibration Checks:

MS/MSD: /é.s "/ z5 / 79
Data Status: /

- /

Z
Analyte: /

Acceptable Linear R7/
LOQ:
R"2: /

Calibratign Checks:

Extracted Blank:

Matrix Blank:

flaye 2082
Data Review Sign-Off WAL
: I ,
© Analyst Review 0)15[71

Name/Date: __T&S '3/&5’/77

Technical Review

Name / Date: _ﬁ#g‘_]_‘z_—_ '

Quality Assurance Review

Name / Date:

Data Entry: &gk ml-_(gd mgd -‘0 umg)an e
Comments / Justifications: 10/2s3t

s(,..// Le - //mcs/ q.z.é/ —Ts Ifos/os

& .
7‘7"?}?4;%7WT#
d L cese frt- S Ha
W::/ Te Gf checks 4 w/¢¢/
Pméaé/q Juz -/a /z-c-é a[ &uq»é

'Ol peite sive ;@{Z silo rn
o Posa_clgnnc! oo/ shontl Le
yuveshapled = T0s s fe

@.‘IS Erea Ca;ul,A /MA(/ om':s/mf
s He Cavpes 4 (bicégés Duple
—Tas rofrs/o¢ '
®&~,,45 el e ceran, maihe(TD
doe e e Llif ool cucke. T
Stu—pés aye émcfeé/ [,, #c Cuyyes -
L conrenls @ 4@ ool cleck
f/"(//b//;ns Peve %ucé/ ‘A AW V"’“‘éf/
b leck o 56l Lt 7

Qree  Gounts /»Z a@ooa/ (D, zas P”/f/




“Tas 192/21 2 Jot o

Quantify Compound summary Report rage 1
FOX145-rat senm dilutions, day 3 6 &4~ axt. 10/19/99 SEE

sasple List: c:wmm\.—u--nu.m\n-u.nl\mzzn-
1ast modified: Mon Oct 25 06:43:56 1999

Mathod: c:mux.m\.-xu-nu.m\nhmuoz:»-
Last modifiad: Mon Oct 25 06:19:55 1999

printed: won Oct 25 06:59:42 1999

Compound 1: POA [{= 23]
sSamplelist Text TYypPe std Conc Rr? Area Conc. Tlags SDev

2 Nams
1 102299001 MeCH Blank
2 102299002 MeOH Blank
3 102299003 70X145-ABS10199-820 Blk-12, SEE 6.990 120 1.04 bd 4
4 102299004 +0X145-RBS10199-Serum Blk-12, SEE 6.997 108 0.94 bo -6
5 102299005 TOX145-RTS10199-Serun Blk-12, SEE 7.015 115 0.99 MM -1
6 102299006 70X145-RBS10199-5ppb-12, SEE sStandard 1.00 7.000 110 0.95 bb -5
7 102299007 TOX145-RBS10199-10ppb-12, SIZ standard 1.00 7.027 125 1.08 bb 8
8 102299008 TOX145-RBS10199-25ppb-12, SILE standsrd 1.00 17.010 110 0.95 bb -5
9 102299009 TOX145-RBS10199-50ppb-12, SLE Standard 1.00 6.998 97 0.84 db -16
10 102299010 TOX145-RBS10199-100ppb-12, SEE standard 1.00 6.9%9 15 0.65 bb -15
11 102299011 TOX145-RB510199-250ppb-12, SEE Standard 1.00 6,993 18 1.02 bb 2
12 102299012 TOX145-RBS10199-500ppb-12. SEE standard 1.00 6.998 142 1.22 bb 27
13 102299012 TOX145-RBS10199-750ppb=-12, SEE standard 1.00 6.996 76 0.66 bb -3¢
14 102299014 20X145-RBS10199-1000ppb=-12, SLE standard 1.00 7.006 159 1.37 bd 37
15 102299015  MeOH Blank
16 102299016 T0X145-RTS-9R03245M, Dayl, Seq/kq. DSO-axt10/19/99 6.997 24 0.21 bb ~19
- 17 102299017 TOX145-RTS-9R0324@, Dayl, Saq/Xq, DS0-ext10/19/99 6.974 3 0.29 bo -Nn
E 18 102299018 TOX145-RTS-9R03247H, Dayl, Seq/kg. D30-ext10/19/99 6.994 36 0.31 bd -69
19 102299019 TOX145-RTS-9R03240M, Dayl, Smg/Kg, DS0-ext10/19/99 6.995 29 0.25 bb -15
20 102299020 10X145-RTS-3R03249%, Dayl, Seq/Kg, DS0-ext10/19/99 6.965 26 0.23 bb -1
21 102299021 T0X145-RBS10199-250ppb-CCV-11-1, SEE o« 1.00 6.996 77 0.66 bb -34
22 102299022 MeOH Blank
23 102299023 TOX145-RTS-9R03250M, Dayd, Seq/Xg, pSO-ext10/19/99 7.018 20 0.17 &b -83
24 102299024 20X145-RTS-9R03IZS1N, Dayd. Sma/kg. DS0-ext10/19/99 7.000 28 0.21 bb -79
25 102299025 20X145-RTS-9R0I252M, Day4, Smg/kq. DS0-ext10/19/99 6.972 26 0.23 bb -7
26 102299026 70X145-RTS-9R01254-1M, Day4, Smg/Xq, DS0- 10/19/99 6.992 22 0.19 bb -5
27 102299027 ~CX145-RTS-9R0IZ54-2M, Dayd, Smg/kg. p50- 10/19/99
28 102299028 701 45-RBS10199-250ppb-CCV-11-2, SEE oc 1.00  6.997 82 0.45 bb -55
29 102299029 MeOH Blank 7.094 11 0.10 bd -90
30 102299030 TOX145-RBS10199-H20 Blk-12, SEE - 6.993 1?7 1.01 bk 1
31 162299031 10X145-RBS10199-Serum B1k-12, SEE 6.999 119 1.03 bb 3
32 102299032 TOX145-RTS10199-Serum Blx-12, SEE - 6.990 94 0.91 bb -19
33 102299033 TOX145-RBS10199-5ppb-12, SEE sStandard 1.00 6.996 105 0.91 bb -9
34 102299034 20x145-RBS10199-10ppb-12, SIE sStandard 1.00 7.001 138 1.19 bd 19
35 102299035 T0X145-RBS10199-25ppb-12, SEE standazd 1.00 7.022 117 1.01 bb 1
36 102299036 20X145~RBS10199-50ppb-12, SLE Standard 1.00 6.996 104 0.90 ba -10
37 102298037 70X145-RBS10199-100ppb-12, SEE standard 1.00 7.001 13 0.63 @b -37
38 102299038 1OX145-RBS10199-250ppb-12, SEE Standard 1.00  7.016 138 1.19 bb 19
39 102299039 TOX145-RBS10199-500ppb-12, SEE standard 1.00 6.998 160 1.38 bBb 19
40 102299040 10X145-RBS10199-750ppb-12, SEE standard 1.00 6.997 95 0.82 bb -18
41 102299041 TOX145-RBS10199-1000ppb-12, SEE Standard 1.00 6.980 143 1.24 bb 24

Amelia 062498: Quantitated and Printed by las 10/25/99



Quantify Compound
TOX14S-rat sarum

Sample List:

C:\MASSLYNX\amalia-Fats - PRO\Sampl.

Last modified: Won Oct 25 06:43:56 1999
Method: €: \MASSLYRX\analia-rats. PRO\MethDB\102299a
Last modified: Moa oct 25 06:39:855 1999

Job Code:

pranted:

mon Oct 25 06:59:42 1999

susmary Report
dilutions, day 1 & &- ext. 10/19/99 SKX

aDB\102299s

Compound 2: PFOS (Ch2)

Name

102299001
102299002
102299003
102299004
102299005
102299006
102299007
102299008
102299009
102299010
102299011
102299012
102299013
102299014
102299015
102299016
102299017
102299018
102299019
102299020
102299021
102299022
102299023
102299024
102299025
102299026
27 102299027
102299028
102299029
30 102299030
31 102299031
32 102299032
33 102299033
34 102299034
35 102299035
36 102299036
37 102299037
38 102299038
39 102299039
40 102299040
41 102299041

[P i vl ol
- drd-Setri g IVEeR L L LS S Sttt -
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Amalia 062498 Quantitated

Samplelist Taxt

MeCOH Blank

MeOH Blank

TOXIIS-IBSIOIQQ-IZO 81k-12, SEE
T0X145-RBS10199-Serum Blk-12, SEE
TOX145-RTS10199-Serum Blk-12, SEE
TOKIIS-!BS)OIS!-Sppb-lll SEE
TOXIl5~llSl°199-lOppb-12. SEE
TOX)‘S-IISlOI99-25ppb°12, SEE
TOX145—!!5)0199-5099b-12. SEE
TOXX‘5-!!510199-100ppb-11, SEE
Toxll5-!!5101!9-250pph-12, SEE
TOXX45~R8510199-5009pb-l1. SEE
TOXX‘5-!!510\99-750ppb-12. SEE
TOX)IS-IBSIOlQ!-lOOOppb-lZ. SEE
MeOR Blank

TOX145-RTS-9R03245M, Dayl, Sag/kg, ol

ext10/19/99

50
TOX145-RTS-9R0I246H, Dayl, Smg/kg, D50-ext10/19/99
TOX145~RTS-9R0I24TM, Dayl, Smg/kyg, DS0-ext10/19/99
TOX145-RTS-SR0I248M, Dayl, Seg/kg. D50-ext10/19/99
TOX145-RTS-9R0I24M, Dayl, Smg/Xg, D50-axt10/19/9%

TOK!45-!!310199-25099h-CCV-11-1. SEE
MeOH Blank

TOX145-RT5-9R0I250M, Dayd, Smg/kg. pSO-ext10/19/99
0X145-RTS-9R0OI2S1IM, Dayd, Smq/kq. D50~ext10/19/99
10X145-RTS-9R0I252M, Dayt, Seg/kg. DS0-axt10/19/99

TOX145~RTS-IROI254-1M, Days, Smg/ky.
?0!\45—!?5-9!0315‘-2“. Dayd, Smg/kg.
ToxllS-RlSlOl’!-25099@-CCV-11-2. SEE
MeOH Blank

TOX145-A8S10199-H20 Blk-12, SEE
TOX145-R8S10199-Serum Bix-12, SEE
TOX145-ART510199-Serum Blk-12, SEE
TOX!Ii-IBSlOlQ!‘SPQb-)Z, SEE
ToxllS-IBSIOIDQ-XOPpb-IZ, SEE
TOXI45-!]510199-25p9b—12. SEE
TOdeb‘IlSl0199—5099b‘12. SEE
TOXXlS-llSlOl!Q-lOOppb-Xl. SEE
TOXXQS-IISIOlQQ-ZSOPPB-XZ, SEE
TOx)l5-!85)0199-500ppb~12. SEE
TUXI‘S-IIS!OL”-TbOppb—124 SEE
TOXI!S-I!SX0199—}0009ph-11. SEE

D50- 10/19/99
DSO- 10/19/99

and Printed by ias 10/23/99

standard
Standard
standard
sStandard
Standard
standard
sStandard
standard
Standard

Standard
standard
scandard
Standard
Standard
Standard
Standard
standard
standard

Std Conc

4.93
9.76
24.80
49.30
97.60
248.00
493.00
735.00
976.00

248.00

248.00

4.9)
9.76
24.90
49.30
97.60
248.00
493.00
735.00
976.00

R
7.190
7.183
7.106
7.170
7.162
7.171
7.176
7.184
7.113
7.164
7.166
7.169
7.163%
7.179
7.172
7.169
7.173
7.143
7.168
7.161
7.168
7.3165
7.168
7.172
7.168
7.164
7.169
7.170
7.7
7.165
7.172
7.163
7.169
7.173
7.194
7.169
7.173
7.189
7.171
7.163
7.178

Conc. Tlags ADev
M4

94.50

92.
141.
114.

91.

2.
0.
Q.
0.
3.
5.
9.
.11
.26
.43
.86
469.
645,
837.

o1
35
70
a1
42
(-1
oo
00
43
07
20

68
81
1

L .8
M
bb
bb
bb
bb

bb
bb
bb
bbX
bbX
MM
bb
bb
bo
bb
bb

MM
bb
bb
bb

-4
-2
-19
21
-0
-1
=15
-16

-6
-14
-0
-5

-12
-14



Quantify Compound Summary Reportc
TOX145-rat serm dilutions, day 1 & 4~ axt. 10/19/99 X

sSample List:

c: WASSLNO\analia-rats . RO\ SamplaDB\10229%3

Last modified: Mon Oct 25 06:43:56 1999

Method:

NO\amelia-TaLs . PRO\MathDB\ 1022992

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

Job Cods:

printed:

Mon Oct 25 06:59:42 1999

Page 3

Compound 3: PFOSA (Ch4)

Name

102299001
102299002
102299003
102299004
102299005
102299006
102299007
102299008
102293009
102299010
102299011
102299012
102299013
102299014
102299015
102299016
102299017
102299018
19 102299019
102299020
102299021
102299022
102299023
102299024
102299025
102299026
102299027
102299028
102299029
102299010
102299031
102299032
1022990133
102299034
102299035
102299036
102299037
38 102299038
39 102299039
40 102299040
41 102299041

@AM e LN

O el el o=t
@A RN~ O

VR HL LW RNRERNNONN Y
pe-SrD SwivEeR-R-R- IR QR L S

samplalist Text

MeOH Blank

MeOH Blank

TOX145-RB510199-H20 Blk-12, SEE
1T0X145-RBS10199-Serum Blk-12, SEE
TOX145-ATS10199-Sexum Blk-12, SEE
TOKI(5-R!SXOI!9-5ppb-XZ. SEE
TOXI‘S—IBSIDI99-10ppb-12, SEE
TOXI‘5-!55!0199-25ppb-12. SEE
TOXIIS-I!S!DI!’-SOPpb-IZ. SEZ
TOxlCS-RISIOIQQ-IOOppb-IZ. SEE
TOXI45-!!510199-25099h-12, SEE
TOX)ls-llslol)Q'SOOpr-lz. SEE
TOXIlS-llSlOl?!-’SOppb-lZ, SEE
TOXIAS-I!$10199-XOOOFPB-XZ. SEE

MeOH Blank

TOX145-RTS-9R032458, Dayl, Smg/kq, DS0-ext10/19/99
TOX145-RTS-SR03246M, Dayl, Smg/Xxg, D50-ext10/19/99
TOXK145-RTS-9R03247M, Dayl, Smg/kg. D50-ext10/19/99%
TOX145-RTS-FR0I24M, Dayl, Smg/kg, D50-ext10/19/99
T0X145-RTS-IR0OI249, Dayl, Smg/kg, DSO-ext10/19/9%
TOX145-RBS10199-250ppb-CCV-11-1, SEE

MaOH Blank

TOX145-RTS-9RO3I250M, Day4, Smqg/kg. D50~ext10/19/99
T0X145-RTS-9R03251M, Dayd, Smg/kg, D50-ext10/19/99
TOX145-RTS-9R03252M, Dayd. Smg/kq, DSO-ext10/19/99
10X145-RTS-9R03254~1M, Dayé, Smg/kg, S0~ 10/19/99
TOX145~RTS-9R0I254-2M, Day4, Smg/kq, pso-~ 10/19/99
TOXl4S-l!sl0199~2509pb-CCV-11-2. SEE

MeOH Blank

T0X145-RBS10199-H20 81k-12, SEE
TOX145-AB5.0199-Serum Blk-~12, SEE
TOX145-RTS10199-Serum Blk-12, SEE
TOX145-RBS10199-5ppb-12, SEE
TOXI45‘!!510199-10ppb-11. SEE
TOXlIS-!!SlDl99-25Ppb-12. SEE
T0X145-RBS510199-50ppb-12. SEE
TOXX‘5-!!510199-loopph-12, SEE
TOX]45-!!510199025Oppb-11. SEE
TOXXIS-RBS\0199-500ppb-12, SEE
TOXI45-I3510199-750ppb-12. SEE
TOXI(S-RBS!0199-100099b-12. SEE

Amalis 062499: Quantitated and Printed by ias 10/25/99

Standard
Standard
standard
Standard
Standard
Standard
Standard
Standard
Standard

Qc

Standard
Standard
Standard
standard
standard
Standard
Standard
standard
Standard

std Cong

4.93
9.77
24.80
49.30
97.70
248.00
453.00
736.00
977.00

240.00

248.00

4.93
9.77
24.90
49.30
97.70
248.00
493.00
736.00
977.00

7.840

7.848

7.852
7.846
7.853
7.043
7.826
7.827
7.851
7.828
7.830
7.846
7.828
7.827
7.832

130
1319
428
$469

18963
41087
88564
125699
168896

J.e

9.57
23.35
35.54

110.88
244.14
537.25
767.03
1039.19

3.88

9.94
14.8)

9.69
11.19

9.72

2.73

1.63

3.42

3.33

3.82

3.97

3.46

3.13

1.56

1.78

1.70

1.7%

5.84

9.41
22.20
34.60

116.50
250.60
$36.93
764.31
1026.49

. Flags

bb
bb
bb
bb
bb
bb
bbX
bbX
bbX

SDev

29

-6
=28
13
-2



Quantify Compound Summsry Report Page 4
TOX)45-rat serum dilutions, day 1 & 4- ext. 10/19/99 BEX

Sample List: C:Mm\mll-nu.m\ml.ﬂl\102299-
Last modified: Mon Oct 23 06:43:56 1999

Method: C: \MASELYNX\amelia-sats. PRO\MethDB\1022992
tast modified: Mon Oct 25 06:39:55 1999

Job Code:

Printed: Mon Oct 23 06:59:42 1999

Compound 4: 18 {chd

4 Nama sSamplelist Text Type std Cono RT Area Conc. TFlags SDev
1 102299001 MeCH Blank
2 102299002 MeOM Blank
3 102299003 TOX145-ABS10199-H20 Bik-12, SEE 7.001 3036 1.13 ba 13
4 102299004 TOX145-RBS10199-Serus Blk-12, SEE 6.984 2591 0.96 bb -4
§ 102299005 T0X145-RTS510199-Serum 81k-12, SEE 7.002 2951 1.06 bb 6
6 102299006 T0X145-RBS10199-Sppb-12, SEE Standard 1.00 6.988 2708 1.00 bb o
7 102299007 TOX145-RABS10199-10ppb-12, SEE Standard 1.00 7.014 2805 1.04 bb 4
8 102299008 T0X145-RBS10199-25ppb-12, SEE Standard 1.00 6.997 2491 0.93 bb -7
9 102299009 TOX145-RBS10139-50ppb-12, SEE Standard 1.00 7.009 2154 0.80 bb ~-20
10 102299010 TOXI(S-RBSlDl”-lOOppb-lZ. SEE Standard 1.00 7.000 2852 1.06 bb 6
11 102299011 TOXI!S-IBS!OID9-ZSOppb—12. SEE Standard 1.00 6.983 2809 1.04 bb 4
12 102299012 TOXI!S-R.BS\Dl!9-500ppb-12, SEE Standard 1.00 6.985 3031 1.13 dad 13
13 102299013 T0X145-RBS10199-750ppb-12. SEE Standard 1.00 6.983 3075 1.14 bd 14
14 102299014 TOX145-RBS10199-1000ppb-12, SEE Standard 1.00 6.994 291 1.11 MM 11
15 102299015 MeOH Blank
16 102299016 TOX145-RTS-9R03243K, Dayl, Smg/xg, D$0-ext10/19/99 6€.904 89 0.03 MM -97
17 102299017 T0X145-ARTS-9R03246¢, Dayl, Smg/%q. DS0-ext10/19/99 6.985 83 0.03 MM -97
18 102299018 TOX145~-R15-9R03247H, Dayl. Smg/ kg, DSO-ext10/19/99 6.982 76 0.03 bd -97
19 102299019 TOX145-RTS-9R0I248X, Dayl, Sag/ %G, DS50-ext10/19/99 €.982 76 0.03 bd -97
Ry 20 102299020 TOX145-RTS-9R03249M, Dayl, Smg/ kg, DSO-axt10/19/99 6.976 69 0.0) bb -97
21 102299021 T0X145-RBS10199-250ppb-CCV-11-1, SEE [+ 4 1.00 6.983 2290 0.85 bb -15
22 102299022 MeOH Blank
23 102299023 TOX145-RTS-9R0I250M, Day4, Saqg/ kg, D50-ext10/19/99 €.992 84 0.03 bb -97
24 102299024 TOX145-RTS-9R03251M, Dayd, Sag/kq. DS0-ext10/19/99 6.987 S8 0.02 bd -98
25 102299025 TOX145-RTS-9R0I252M, Dayd, Smg/ kg, DSO-ext10/19/99 6.983 80 0.03 MM -97
26 102299026 TOX145-RTS-9R0I254-1M, Dayd, Smg/kqg, DSO- 10/19/9% 7.003 66 0.02 bd -98
27 102299027 T0X145-RTS-9R0I254-2M, Dayd, Smg/kg, D50~ 10/19/99 6.981 70 0.03 bd -97
28 102299028 TOX145-RBS10199-250ppb-CCV-11-2, SEE Qc 1.00 6.985 1089 0.70 bd -30
29 102299029 MeOH Blank
30 102299030 TOX145-R8S510199-H20 Blk-12, SEE 6.981 2798 1.04 bd 4
31 1022990131 TOX145-RBS10199-Serum Blk-12, SEE 6.987 2329 0.86 bb -14
32 102299032 TOX145-RTS10199-Serum Blk-12, SEE - 7.001 2521 0.94 bb -6
31 102299033 TOX145-RBS10199-5ppb-12, SEE Sctandard 1.00 6.983 2515 0.93 bd -7
34 102299034 TOX145-RAS10199-10ppb-12, SEE Standard 1.00 6.988 2308 0.86 MM -14
35 102299035 TOX145-RBS10199-25ppb-12, SEE Standard 1.00 7.009 23 0.89 bd -11
36 102299036 TOX145-RBS10199-50ppb-12, SEE Standard 1.00 7.007 2192 0.81 bd -19
37 102299037 +OX145-R8510199-100ppb~12, SEE Standard 1.00 7.012 2855 1.06 bb [
38 102299038 . TOX145-RBS10199-250ppb-12, SEL Standard 1.00 7.004 2958 1.10 bd 10
39 102299039 TOX145-RBS10199-500ppb-~12, SEE Standard 1.00 7.009 2896 1.08 bd 8
40 102299040 TOX145-RBS10199-750ppb-12, SEE Standard 1.00 7.008 2813 1.04 ba 4
41 102299041 TGXI‘S-RBSIOlSS‘IOOOppb—lZ, SEE Standard 1.00 6.991 2853 1.06 bb 6

Amalia 062498: Quantitated and Printed by iss 10/23/9%



Tas /7 s /39 p. I 4
Quantify Calibration Report Page 1
TOX145-rat serus dilutions, day 1 & 4- ext. 10/19/99 SEX
{Compound 1 name: POAA (Chl)
|Response Factor: 115.846
IResponse type: External Std, Area
:Curve type: RF
160~‘
!. Response
|
l\ g |
| / |
/ '
i /v/"
//‘/
: p
| , 'a
0 ! ‘ . . : : ,‘ , Conc |
0.0 0.1 0.2 03 04 0.5 0.6 0.7 0.8 0.9 1.0 »

Amelia 062498: Quantitated and printed by ias 10/25/9%



Quantify Calibration Raport
TOX14S-rat serum dilutions, day 1 & 4- ext. 10/19/99 SEE

{Compound 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

4.39¢e4
|

| Response-|

N

NS

'. 0.0 ' 200.0

400.0

600.0

800.0

Amalia 062498: Quantitated and Printed by ias 10/25/9%



Quantify Calibratioa Report Page 3

TOX145-rat serum dilutions, day 1 & 4- axt. 10/19/99 SET

{Compound 3 pame: PFOSA (Chd)

'Coefficient of Determination: 0.989156

/Calibration curve: 164.764 * x + -232.515

'Response type: External Std, Area

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

1.71e5-
| ) |
| .
|
/
. ]
* Response-
Ii /’/(
|
|
/ :
P l
,//"
; /
; /
i '233L . . . T : . . Conc !
1 0.0 200.0 400.0 600.0 ' 800.0 i

L

Amalia 062498: Quantitated and priantad by ias 10/25/99



Quantify Calibration Report
TOX145-zat serum dilutions, day } & 4~ ext. 10/19/99 SEE

iCompound 4 name: IS (Ch3)
'Response Factor: 2692.44
{Response type: External Std, Area
iCurve type: RF

Page 4

3.07e3 W
X

Response-|
i
l ) /
! /

//
//
' /

. 0 ' . ! : Conc
! 0.0 0.1 0.2 0.3 04 0.5 0.6 0.7 0.8 0.9 1.0

Amelis 062498: Quantitated and Printed by ias 10/25/99

PR



Mathod Report

-rats.PRD\N-:hDB\lOZZ’S..nﬂb

Shcle

Tas ‘/zs/i? /?- /¢

Dbt Toes Plrsles

Page 1

Method file: C:\MASSLYNX\ameli

Last modified: Mon Oct 25 06:39:53 1995C
Compound: 1: POAA (Chl)

Printed: Mon Oct 25 07:03:2) 1999
Compound Name: POAA {Chl)
Internal Raf. {None]
Quantify Trace: TIC

Conc. aof 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 tminsi:
Relative Recention Time:
RT Reference:

Time Window (mins):

Peak Selection:
Response

Response Type:
Response:
Calibration Curves

Polynomial Type:
Point of Originm:

Fit Meighting:

Axis Transformation:
Concentration

Units:
Noise

peak-to-peak amplitude:
Smooth

Smoothing:

Window site (Scans):
Number of smooths:
smoothing mathod:
Baselines

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 area:
Absolute area:

6.994, Enabled
0.000, Disabled
{None|
0.203

Nearest

95

Disabled
2

1

30.00
200.00
5.00

90.00
Disabled
3¢.00

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



Method Report Page 2

Hethod file: C:\HA:SLYNX\.-.I\--:.&:.PIO\N.:th\lO!Z”a.-db s
Last modified: Mon Oct 25 06:39:55 1995C
Compound: 2: PFOS [Ch2}
Printed: Mon Oct 25 07:03:23 1999 5
Hacle 2b2y28
Compound Name: pros (Ch2)
Internal Ref.: {None]
Quantify Trace: 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
Retention Time (mins): 7.178, Ensbled
Relative Retention Time: 6.000, Disabled
RT Reference: {None}
Time Window {min3): 0.262
peak Selection: Nearest
Response
Rasponsa Type: Ixternal
Response: Areas
"~ calibration Curves
Polynomial Type: Linear
Point of Origin: Exclude
Fit Meighting: 1/%
Axis Transforamation: None :
Concentration
Units:
Noise
Peak-to-peak amplitude: 2300
Smooth
smoothing: Disabled
Window size {(scans): 2 .
Number of smooths: 1
smoothing method:
Baselines
Join valley threshold: 30.00
Reduce peak tailing: 200.00
Raise baseline mMAXimum: 5.00

Peak Separation

Draw vertical threshold: 90.00

Detect shouldecs: Disabled
Shoulder thrashola: 30.00

Response Threshold -
Relative haight: 1.50, Disabled
Absolute height: 0.00, Disabled
Relati £ 2.00, Disabled

Absolute area: 0.00, Disabled



Method Report rage 23

Method file: C:\NASSLYNX\A..LA--zl:l.Pxo\unthbl\lOZZQQ-.-db

Last modified: Mon Oct 25 06:39:55 19990 ’
Compound: 3: PFOSA (Ch4)
: oc $ 07:03:23 1999 -
Printed Mon Oct 2 03:23 1 4 "L Ky j“17/25/
Compound Name: PFOSA (Ch4é)
Internal Ref.: {None]
Quantify Tracse: TIC
Conc. of Standards: Conc. B

User RF Value:

1,000000, Disabled

User Peak Factor: 1.000000
Integrate Window Facter: 2,000
ChIomatogram mass window: 1.00000a

Peak lLocation

Retencion Time (mins):
Relative Retention Time:

7.846, Enabled
0.000, Disabled

RT Reference: {None]
Time Window (mins): 0.273
Peak Selection: Nearest
Response

Response Type: External
Response: Areas
Calibration Curves

Polynomial Type: Linear
Point of Origin: Exclude
rit Meighting: 1/x
Axis Transformation: None
Concentration

Units:

Noise

Peak-to-peak amplitude: 161
Smooth

Smoothing: Znabled
Window size (scans): 2
Number of smooths: 1
Smoothing wethod:

Baselines

Join valley threshold: 30.00
Reduce k tailing: 200.00
Raise bassline 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, Dissbied
0.00, Disabled



Method Report

Method file:
Last modified:

C:\MASSLYNX\amelia-rats. PRO\MethD!
Mon Oct 25 06:39:35 1999C

8\10229%a . D

Page ¢

Compound: 4: 1S (Ch))

: Mon Ocr 25 07:03:23 1999 .
printed n M “Z*/?[ Z I'/X/”
Compound Name: IS (Chd)

Internal Ref. [Nonel
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 (Bins): 7.040, Enabled
R i1ve Retention Time: 0.000, Disabled
RT Reference: (None!

Time Window (Bins): 0.239

Peak Selection: Nearest
Rssponse

Response Type: gxternal
Responss: Areas
Calibration Curves

Polynomial Type: Linear

point of Origin: £xclude

Fit Meighting: 1/X

Axis Transformation: None
Concentration

Units:

Noise

Peak-to-peak amplitude: [ 1]

smooth

Smoothing: Disabled
Window site {(scans): 2

Nuaber 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: 90.00

Detect shoulders: Disabled
Snoulder threshold: 30.00

Response Threshold .
Relative height: 1.50, Disabled
Absolute 0.00, Disabled
Relative 2.00, Disabled
Absolute 0.00, Disabled




Ts 12215

AMELIA 062498: FACT Equipment Log 99114 PAGE
Quattro I1, #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 NH4CH3CO02 (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 pumber: na Lot number: na

Analytical column: Keystone Betasil

Size: 2 x S0 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)7.50 95.0

P

5) 8.00 10.0

odudhe NS e



Tuning Method Report Page 1
Method: c:\MASSLYNX\AMELIA—RATS.PRD\ACQUDB\PFOSI-GKV

Printed: Fri Oct 22 09:58:58 1999

SOURCE ( ESP- ) Sat 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
1M Resolution 14.0
Analyser Vacuum 1.2e-4 HM Resolution 14.0
Collision 10 41
Gas Cell 4.3e-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens 8 40 38
Lens 9 0 40

Multiplier 650



scanning Method Report Page 1

Mathod: c:w:x.mwcm-nn.mwm-um-m-m—u—nda
Last Modified: Mon Oct 11 08:22:17 1999

Printed: fr1 Oct 22 09:59:09 1999

solvent Delay { mins } : 6.00

runction @ 1 lﬂto!ll.onhlt(ll'-)

Inter Channsl Delay { Secs ) ¢ 0.03

Span ( Daltons } e 6.00

start Time { Mins } @ ©.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

FTunctaon : 2 Wt of 3 Mass Pmir { ESP- H

inter Channel Delay { Secs ) @ 0.03

Span ( Daltons ) : 0.00

Start Time ( Mins ) @ 0.00

£nd Time { Mina ) 10.00

Repeats @ 1
Channel Parent Daughter Dwall {Secs) Coll Energy {(ev) Cone (V)

e 1 499.00 99.00 0.30 Tooas 60
PRRE N

function : 3 Wl of 1 Mass Puir { £8P~ )

Inter Channel Delay [ Secs ) ¢ ©.03

Span { Daltons o 0.00

starc Time ( Mins | @ 0.00

End Time { Mins ) : 10.00

Repeats 1
Channel Parent Daughter Dwell (Secs) Coll Energy (aV) Cone (V)
1 427,00 80.00 0.30 40 (1Y -

Function : 4 ot of 1 Mass Pair ( B3P~ )

Inter Channel Delay { Secs } : 0.03

span ( Daltons } : 0.00

Start Time ( Mins ) © .00

tnd Time ( Mins ) @ 10.00

Repeats @ 1

Channel Pagent Daughter pwell {(Secs) Coll Energy (e¥) Conae ( V)

1 498.00 78.00 0.40 .43 60




Method Report

Page 1

Method Filae: c:\masalynx\amalin-rata.pto\ncqudb\lonin-lo-ss
Last Modified: Priday, October 22, 1999 09:56:36
Printed: rPriday, October 22, 1999 09:59:25

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 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 LC Pump Extermal 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 Ooff 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

Pressure
400
400
400
400
400



Massiynx - Sample List

Sample List: C:\MASSLYNX\amelia-rats.PRO\SampleDB\1 02299a.SPL
Printed: Fri Oct 22 09:58:46 1999

Page 1
Page Position: (1, 1)

Sli3decmNaounswna

File Name

102298001
102299002
102299003
102299004
102298005
102298006
102299007
102299008
102298009
102299010
102299011
102299012
102299013
1022998014
102299015
102298016
102298017
102299018
102299019
102299020
102299021
102299022
102299023
102299024
102298025
102299026
102299027
102299028
102299029
102299030
102299031
102299032
102299033
102299034
102299035
102299036
102299037
102299038
102299039
102299040
102299041

File Text

MeOH Blank

MeOH Blank

TOX145-RBS10199-H20 Blk-12, SEE
TOX145-RBS10199-Serum Bik-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-ext10/19/99
TOX145-RTS-9R03246M, Day1, 5Smg/kg, D50-ext10/19/99
TOX145-RTS-OR03247M, Day1, 5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03248M, Day1, 5Smg/kg, D50-ext10/19/89
TOX145-RTS-9R0324SM, Day1, 5mg/kg, D50-ext10/19/99
TOX145-RBS10199-250ppb-CCV-11-1, SEE

MeOH Blank

TOX145-RTS-0R03250M, Day4, 5Smg/kg, D50-ext10/19/99
TOX145-RTS-9R03251M, Day4, 5mg/kg, D50-ext10/19/99
TOX145-RTS-0R03252M, Day4, 5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03254-1M, Day4, Smg/kg, D50- 10/19/99
TOX145-RTS-9R03254-2M, Day4, 5mg/kg, D50- 10/19/99
TOX145-RBS10199-250ppb-CCV-11-2, 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 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-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-I1S-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-1S-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA
10MIN-PFOS-POAA-IS-PFOSA



Masslynx - Sample List Page 2

Sample List: c:\MASSLYNX\ameIimats.PRO\SampIeDBH022995.SPL Page Position: (2, 1)
Printed: Fri Oct 22 09:58:46 1999

27 10min-10-95 22
28 10min-10-95 34
29 10min-10-95 93
30 10min-10-95 1
31 10min-10-95 2 10
32  10min-10-95 3
33  10min-10-95 4
34 10min-10-95 §
35 10min-10-95 6
7
8
9

Inlet File Bottle Inject Volume Sample Type Conc A ConcB ConcC ConcD ConcE ConcF
1 10min-10-95 91 10 — -— — —_— -— —_ —
2 10min-10-95 91 10 — — — -_— —_ — —
3 10min-10-95 1 10 — -~ — - —_ — —
4 10min-10-95 2 10 — -— -— — J— —_ —
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 o — -— -— — —_— —
11 10min-10-95 9 10 — — -— - —_— — —
12 10min-10-95 10 10 — —_ —_— — -_— —_— —
13 10min-10-95 11 ’ 10 — - - — —_ — —_—
14 10min-10-95 12 10 — —_— -— —_ — . —
15 10min-10-95 92 10 — —_ -— - —_ — —
16 10min-10-95 13 10 — - — — —_ —_ —
17 10min-10-95 14 10 — - —_— -— —_ — —
18 10min-10-85 15 10 — —_ —_— - -— —_— —
19 10min-10-95 16 10 -~ —_ —_— —_ — —_ —_
20 10min-10-95 17 10 — -— — —_ — — —_
21 10min-10-95 33 10 — — -— -— — — —
22 10min-10-95 92 10 — — - —_ —_ —_— —
23 10min-10-95 18 10 - —_ -— —_— — — —
24 10min-10-95 19 10 — —_— — -— —_ —_— —
25 10min-10-95 20 10 -~ -— — — — — -—
26 10min-10-95 21 10 — — - — —_— — -—
36 10min-10-95 10 — — — —_ — — —_
37 10min-10-95 10 — — - — —_ — —_
38 10min-10-95 10 - —_ —_— — —_ —_ —_—
T 39 10min-10-95 10 10 — — —_— — — -— —_
40 10min-10-95 11 10 — -—_ — — —_ — —

41  10min-10-95 12 10



FACT: DATA REVIEW SUMMARY FORM

Date: = AT
Data Analyst:
FACT Study #: ﬁ (L5
Matrix/Timepoints: A4 7
Sample List: RSP,
f)c:;;i::lylsynm [N S5 %/
Instrument: p Q7//9 A26052 ‘
ey DEQS V53 w2t S 5
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rr2:_ 3 L F/ Masix B _< 2. (DR,

Calibration Checks: A K
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Quantify Compound SDMBATY Repoxt Page 1
ox 143: Rat Sexra, Day 1&é dilutions, Bxt 10/19/9% ,
Sample List: c:\mlx.ux\uupaznn.m\u-xm\xozs”b
Last modified: Mon Oct 18 16:32:42 1999
Method: C: \MASSLYNX\80up0203 99 . pro\MethDS\1025990
Last modified: Tue Oct 26 09:11:31 1999
Job Cods:
R Printed: Tue Oct 26 10:51:19 1999
Compound 1: Pros
§ Name Samplelist Text TYD® std Conc T Axea 7lags Conc. SDoev
1 102593039 MeOH Blank 7.313 40 bb 2.7
2 102599040 MeOR Blank 7.416 50 bb 3.09
3 102599041 TOX145-RBS10199-M20 Blk-12, SEE 7.428 S4 bb 3.23
4 102599042 TOX145-RBS10199-Serum Blk-12, SEE 7.402 43 Wt 2.84
S 102599043 TOX145-RTS10199-Serum Blk-12, SEX 7.417 86 bb &.62
6 102593044 TOX145-RAS10199-5ppb-12, SEE Standard 4.93 7.416 134 MW §.17 25
7 102599045 TOX145-RBS10199-10ppb-12, SEKR Standard 9.76 7.442 258 MM 10.76 10
8 102599046 TOX145-RBS10199-25ppb-12, SEKE Standard 34.80 7.390 $78 bb 22.57 -9
9 102599047 TOX145-RBS10199-50ppb-12, SER Standard 49.30 7.398 943 bb 36.04 -27
10 102599048 TOX145-R8S10199-100ppb-12, SEX Standard 97.60 7.420 2693 bb 100.56 3
11 102599049 TOX145-RBS10199-250ppb-12, SKE Standard 248.00 7.420 6270 bb 232.47 -&
12 102599050 TOX145-RBS10199-500ppb-12, SEE Standard 493.00 7.418 13890 bb 513.46 4
13 102599051 TOX145-RBS10199-750ppb-12, SEX Standard 735.00 7.394 19051 bb 703.80 -4
14 102599052 TOX145-RBS10199-1000ppb-12, SEE Standard 976.00 7.423 27424 Bd 1012.57 [}
15 102599053 MeOH Blank 7.376 202 bb 8.70
16 102599054 TOX145-RTS-IR0I245M, Deyl. Smg/kg. D50-ext10/19/99% 7.330 3728 bb 138.7)
- 17 102599055 TOX145-RTS-9R03246M, Dayl, Smg/Xkg, D50-ext10/19/99 7.441 5832 bb 216.30
. 18 102599056 TOX145-RTS-9R03247M, Dayl, Smg/kg, DSO-extl0/19/93 7.378 5036 bb 186.95
19 102599057 TOX145-RTS-IR0I248M, Dayl, Smg/kg. DSO-axtl0/19/99 7.360 3572 bb 132.99
1 '- 20 102599058 TOX145-RTS-9R03I249M, Dayl., Smg/kg, DS0-ext10/19/99 7.313 394S bb 146.71
N 21 102599059 TOX145-RBS10199-250ppb-CCV-11-1, SEE Qc 248.00 7.3%0 6204 bb 2360.0) -7 l l
22 102599060 TOX145-RB510199-250ppb-12, SEX Q«© 248.00 7.337 5979 db 221.72 -11 El\
23 102599061 MeCH Blank 7.347 47 0 2.99 .
24 102599062 TOX145-RTS-9R03250K, Dayd, Smg/kg, DSO-extld/19/99 7.352 4185 bd 155.58 LAL,
25 102599063 TOX145-RTS-9R0I251M, Dayd, Smg/kg, D50-extl8/19/99 7.285 4024 bd 149.65 C
26 102599064 TOX145-RTS-9R0I252K, Dayéd, Smg/ke. DS0-axtl0/19/99 7.219 6096 bd 226.05 lo 2q q i
27 102599065 TOX145-RTS-9R03254-1M, Dayd. Smg/kg, D50- 10/19/99 7.238 4634 ba 172.14
28 102599066 T0X145-RTS-9R03254-24, Dayd, Sexg/kg. DSO- 10/19/99 7.219 4255 bb 158.17
29 102593067 TOX145-RBS10199-250ppb-CCV-11-2. SEF QC 249.00 7.199% 4547 WX 172.63 -3
30 102599068 TOX145-RBS10199-250ppb-12, SEE Qe T 348.00 7.221 6747 bb 250.05 1
31 102559069 TOX145-RES10199-250ppb~-CCV-11-3, SEB [+ o 248.00 7.247 7505 bb 278.00 12
32 102599070 TOX145-RBS10199-250ppb-CCV-11-4, SRE Qc 248.00 7.224 8184 bb 303.05 22
33 102599071 KeCH Blank 7.267 66 bb 3.87
34 102899072 TOX145-RBS10199-H20 Blk-12, SER 7.245 76 bd 4.04
35 102599073 TOX145-RBS10199-Serum Blk-12, SEE 7.257 69 bb 3.80
36 10259%074 TOX145-RTS10199-Sexum Blk-12, S¥E 7.234 181 W 7.94
37 102599075 TOX145-RBS10199-Sppb-12, SEE Standard 4.93 7.268 233 bbX 9.84 100
38 102599076 TOX145-RBS10199-10ppd-12, SEE Standard 9.76 7.259 369 bhX 14.86 2
33 102599077 TOX145-RBS10199-25ppb-12, SEX Standard 24.00 7.266 985 bdx 37.57 51
40 102599078 TOX145-R8510199-50ppb-12, SER Standard 49.30 7.259 1480 bbX 55.83 13
41 102599079 TOX145-RB510199-100ppb-12, SEX Standard 97.60 7.2344 4608 WOC 171.16 78
42 102599080 TOX345-RB510199-250ppb-12, SKE Standard 248.00 7.247 10314 ¥0X 381.61 Sé
43 102599081 TOX145-RBS10199-500ppb-12, SEE Standard 493.00 7.227 21815 WX 805.73 63
44 102595082 TOX145-RBS10199-750ppb-12. SKE Standard 735.00 7.246 31783 WX 1173.2% (14
45 102599083 TOX145-RBS10199-1000pph-12, SKE Standard 976.00 7.242 42982 X 1586.30 63

Soup 020133: Quantified and printed by MMX om 10/26/99



A

Quantify Compound Suamary Report
Tox 145: Rat Sera, Day léé dlluticns, Ext 10719799

Sample List: c:\mlun\-owoaun.pzo\s-uuu\xozs”b

Last modified: Mon Oct 25 16:32:42 1939

Method: C:\Illll.m\mpﬂlbl!).m\‘tm\loﬂs”b

Last modified:
Job Code:

rrinted:

Tue Oct 26 09:131:31 1998

Tue Oct 26 10:51:319 1899

Compound 2: PFosa

Rame

102599039
102599040
102599041
102599042
102599043
102599044
102599045
102599046
102599047
102599048
11 102599049
12 102599050
13 102599051
14 102599052
15 102595053
16 102599054
17 102599055
18 102599056
19 102599057
20 102599058
21 102599059
22 102599060
23 102599061
24 102599062
25 102599063
26 102599064
27 102599065
28 102599066
29 102599067
30 102593068
31 102599069
32 102599070
33 102599071
34 102599072
35 102599073
36 102599074
37 102599075
38 102599076
19 102599077
40 102599078
41 102599079
42 102599080
43 102599081
44 102599082
45 102599083

CENANE LN S

b
o

Samplalist Text

MaCH Blank

MeOH Blank

TOX145-RBS10199-020 Blk-12, SER
TOX145-RBS10199-Serum Blx-12, SEE
TOX145-RTS10199-Serum Blk-12, SKE
TOX145-RBS10199-5ppb-12, SEE
TOX145-RES10199-10ppb-12, SER
TOX145-RBS10199-25ppb-12, SEE
TOX145-RBS10199-50ppb-12, SER
TOX145-RBS10199-100ppb-12, SEX
TOX145-RBS10199-250ppb-12, SEE
TOX145-RBS10199-500ppb-12, SEE
TOX145-RBS10199-750ppb-12, SKE
TOX145-RBS10199-1000pph-12. SKE

MeOH Blank

TOX14S-RTS-9R03I245M, Dayl, Smg/Xxg, DS0-ext10/19/9%
TOX145-RTS-9R0I246X, Dayl. Smg/kgy. DS0-ext10/19/99
TOX145-RTS-9R03247M, Dayl, "Smg/kg. DS0-ext10/19/99
TOX145-RTS-9R03248M, Dayl, Smg/kg, D50-ext10/19/99
TOX145-RTS-9R03249M, Dayl, Smg/Xg, D50-axt10/19/99
TOX145-RBS10199-250ppb-CCV-11-1, SBE
TOX145-R8510199-250ppb-12, SEE

MeOR Blank

TOX145-RTS-9R03250X, Dayd, Smg/kg, DSO-ext10/19/%9
TOX145-RTS-9X03251M, Dayéd, Smg/kg, DSO-extl10/19/39
TOX145-RTS-9R03252M, Dayd, Smg/xg, D50-extl0/19/99
TOX145-RTS-9R03254-1N, Dayd. Seg/kg, DSO- 10/19/99
TOX145-RTS-9R03254-2X, Dayd, Smg/kg, D50- 10/19/99
TOX145-RBS10199-250ppb-CCV-11-2, §2E
10X145-RBS10199-250ppb-12. SKB
TOX145-RBS10199-250ppb-CCV-11-3, SEE
TOX145-RBS10199-250ppb-CCV~11-4, SER

MeOH Blank

TOX145-RBS10199-H20 Blk-12, SXE
TOX145-RBS10199-Serum Blk-12, SEX
1OX145-RTS10199-Serum Bl1k-12, SEZE
TOX145-RBS10199-5ppb-12, SEE
TOX145-RBS10199-10ppb-12, SEE
TOX145-RBS10199-25ppb-12, SBE
TOX145-RBS10199-50pph-12, SRE
TOX145-RBS10199-100ppb-12, SER
TOX145-RBS10199-250ppb-12, SKE
TOX145-RBS10199-500ppb-12, SEE
TOX145-RBS10199-750ppb-12, SEE
TOX145-RBS10199-1000ppb-12. SEB

TYPe sca Conc
Standard 4.93
Standard 9.77
Standard 24.80
Standard 49.3¢0
Standard $7.70

Standard 248.00
Standard 493.00
Scandard 736.00
Standard 977.00

«© 248.00
o« 248.00
oc

o

[

Q

Standard 4.9
Standard 9.7
Standard 24.80
Standard 49.30
Standard 97.70
Standard 248.00
Standard 493.00
Standard 736.00
Standard 977.00

8.165
8.175
8.230
8.252
8.240
8.246
8.243
8.195

7.787
7.789
7.808
7.801

101
153
178
194
345
1430
2534
6861
11166
30368
83269
161220
236588
313964
152)
2311
pLIt]
198
2622
2129
86047
84647
442
77
633
s
599
607
81385
91754
83388
86953
344
302
3
29
1667
2861
7460
11958
42260
89431
179977
262487
156987

!!!!!H!aiHE!i!!&!ﬁ!b!!!!!!!!!!!!!!i!!g&!E!EE

Dilubions wet not  nadid fr PFo3A, undil velws mrarlcd
C\nq\\asu. Thue da\'a T\ol’ ustd.

Soup 020199: Quantified and printed by WG oo 10/28/99

WL p|aa]ag
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Quantity Summary Report
Tox 145: Rav Sara, Day 1k4 dilutioms, Ext 10/19/9%

sample List:

Last modified:

Method:
Last modified:

Job

Codas:

Printed:

Tus Oct 26 10:51:19 1999

C: \MASSLYMX\50up020199 . pro\ Saspl elB\ 10259 9D
Mon Oct 25 16:32:42 1998
C: \NASBLYMX\50up020199 . pro\NatbDR1 1025990
Tue Oct 26 09:11:31 1999
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L ed
102599039

102599040
102599041
102599042
102599043
102599044
102599045
102599046
102599047
102599048
102599049
102599050
102599051
102599052
102599053
102599054
102599055
102599036
102599057
102599058
1025990%9
102599060
102599061
102599062
102599063
102595064
102599065
102599066
102599067
102599068
102599069
102599070
102599071
102599072
102599073
102599074
102599075
102599076
102599077
102599078
102599079
102599080
102599081
102599082
102599083

Samplelist Text

MeOH Blank

HeOH B3lank

TOX145-RBS10199-H20 Blk-12, SR
TOX245-RAS10199-Serum Blk-12, SKR
TOX145-RTS10199-Serum Blk-12, SKE
TOX145-RBS10199-5ppb-12, SEB
TOX145-RBS10199-10ppb-12, SEE
TOX145-RBS10199-25ppb-12. SEE
TOX145-RBS10199-50ppb-12. SER
TOX145-RBS10199-100ppb-12, SKE
TOX145-RBS10199~250ppb-12, SEE
TOX145-RBS10199-500ppb-12, SKE
TOX145-RBS10199-750ppb-12, SKE
TOX145-RBS10199-1000ppb-12, SEE
NeCH Blank

TOX145-RTS-9R0I245M,. Dayl. Smg/kg, D50-axti0/19/99
TOX145-RTS-IRCI246M, Dayl, Seg/kg, DSO-ext10/19/99
TOX145-RTS-9R03247M, Dayl, Seg/kg, DS0-extl0/19/99
TOX145-RTS-9R03248M, Deyl, Seg/kg, D50-ext10/19/99
TOX145-RTS-9R03249%, Dayl, Smg/kg, DS0-axtl0/19/99

TOX145-RBS10199-250ppb-CCV-11-1, SKB
TOX145-RBS10199-250ppb-12, SEX
HeOH Blank

TOX145-RTS-9R0I250M, Dayd, Sma/kg, D5S0-ext10/19/99
TOX145-RTS-R0I251M, Dayd, Smg/kg, DS0-ext10/13/99
TOX145~RTS-9R03252M, Dayé, Smg/kg. D50-extl0/13/99

TOX145-RTS-9R01254-1M, Dayd. Smg/kg,
TOX145-RTS-SR0I254-24, Dayd, Smg/kg.
TOX145-RBS10199-250ppb~-CCV-11-2, SEB
TOX145-RBS10199-250ppb-12. SEB
TOX145-RBS10199-250ppb-CCV-11-1, SXB
TOX145-RBS10199-250ppb-CCV-11-4, SEE
KeCH Blank

TCX145-RBS10199-H20 B31k-12, SEK
TOX145-RBS10199-Serum Blx-12, SEE
TOX145-RTS10199-Serum Blk-12, SEX
TOX145-RBS10199-5ppb-12, SEX
TOX145-RBS10199-10pph-12. SEX
TOX145-RBS10199-25ppb-12, SRE
TOX145-RB510199-50ppb-12, SEX
TOX145-RBES10199-100ppb-12, SEE
TOX145-RBS10199-250ppb-12, SEE
TOX145-RBS10199-500ppb-12. SEE
TOX145-RBS10199-750ppb-12, SEX
TOX145~RB510199-1000ppb-12, SEX

DS0-
D50-

10/19/99
10719799

Standard
Standazd
Standard
Standard
Standard
Standard

Standard
Standard

sed

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

7.101

7.213
7.213
7.230
7.227
7.255
7.201
7.211

7.102
7.080
7.100
7.102
7.114
7.088
7.101
7.092
7.221
7.092
7.099
7.102
7.082
7.101
7.098

Not @ l'ur%p,lf O.no.\a\-t -dok not wsed,

Soup 020199: Quantified and printed by MME on 10/26/9%%
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Cona. WDev
¢.00 ~100

1.11 1l
¢.91 -9
0.7 -29
a.98 -2
0.93 -7
0.92 -8
¢.82 -8
0.94 -6
0.97 -3
1.01 1
0.96 -4
0.96 -4
¢.00 -100
0.02 -9%3
0.02 -98
0.02 -98
0.01 -99
0.02 98
0.91 -9
0.89 -11
0.00 -100
0.02 -8
a.01 -99
0.02 -98
0.02 -938
0.02 -98
0.60 -40
0.90 -10
0.93 -7
0.92 -8
0.00 -100
1.15 15
1.00 o
0.9) -7
1.01 1
0.98 -2
0.94 -6
0.87 -13
1.09 9
1.09 s
1.18 18
1.20 20
1.17 17

AL lD}l‘)lQ?
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Quantify Calibration Report
Tox 145: Rat BSera, Day 164 dilutioms, Bxt 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/x, Axis trans: None

4.30e4-

Response-

4 AL AR B T T T N ML Conc
0.0 200.0 400.0 600.0 800.0

Soup 020199: Quantified and printed by MME oo 10/28/99



guantify Calibratiom Repoxt
Tox 1435: Rat Sera, Day l&4 dilutions, Ext 10719/99

Page 2

Compound 2 name: PFOSA

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

3.57e54

Response™

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

0.0 2000 4000

600.0

8000

Conc

Soup 020199: Quantifiad and printed by MMX on 10/36/99



Quantify Calibration Aapost
rox 145: Rat Sera, Dey l&é dilutioas, Ext 10719/9%

Page )

Compound 3 name: Surr
Response Factor: 3154.38
Response type: External Std, Area
Curve type: RF
3.77e3 x
%
%
X
|
%
X
X
X
Response-
0 ' T Conc
b0 o1 o2 03 04 05 06 07 08 09 10

soup 020199: Quantified and printed by WMR on 10/26/99
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Mathod Report Page 1
Method file: €: \MASSLYMX\ soup020199 . pro\NethDB\102599b.adb +
Last modified: Tus Oct 26 09:11:31 1999
Compound : 1: ProS
Printed: Tue Oct 26 10:42:14 1999
PrOS
(Mone)
Quantify Trace: TIC
Conc. of Standaxds: Conc. A
User R? Value: 1.000000, Disabled
User Peak Pactor: 1.000000
Integrate Window Pactor: 2.000
Chromatogram mass window: 1.0000Da

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

Time Window (mins):

Peak Selection:

Rasponse Type:
Response:

Polynomial Typs:
Point of Origin:
rit Weighting:

Axis Transformation:

Units:

Peak-to-peak amplitude:

Smoothing:

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

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

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

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

7.490, Ensbled
0.000, Disabled
[Mone)
0.312

Nearest

External
Axeas

Exclude
p¥2 4

76

N
.3

30.00
200.00
5.00

90.00
Disabled .
3Jo.o00

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



Xethod Report Page 2

Method file: cnmsnm\-aupozous.pre\n.:m:\uzs”b.-nb i
tast modified: Tue Oct 26 09:11:31 1999

Compound : 2: Prosa

Princed: Tue Oct 36 10:48:14 1999

Compound Name : PFOSA

Internal Ref.: (Nona}

Quantitfy Trace: TIC

Conc. of Standards: Conc. B

User R Valus:
User Peak Pactor:
Integrate Window Pactor:

Chromatogram mass window:

Retention Time (mins):
Relative Retantion Time:
RT Re. nce:

Time Window (mins):

Psak Selection:

Responss Type:
Response:

Polynomial Type:
Point of Origia:
rit Weighting:

Axis Transformation:

Units:

Peak-to-peak asplitude:

Smoothing:

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

Join valley threshold:
Reduce peak t ing:
faise bazeline maximm:

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Relative haight:
Absolute height:
Relative ar

1.000000, Disabled
1.000000

2.000

1.0000Da

7.960, Enabled
0.000, Dissbled
{Monae]

0.400

Nearest

External
Areas

Linear
Bxclude
ux
None

76

Enabled
2
1

30.00
200.00
.00

90.00
Disabled
30.00

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



Nethod Report Page 3

Method file: C: \MASSLYNX\ soup020199 . pro\MethoB\102599b. mih N
Last wmodified: Tue Oct 26 09:11:31 1999
Compound : 3: Surr

Printed: Tue Oct 26 10:48:14 1999
Compound Name : sSuzT

Internal Ref.: {sona)

Quantitfy Trace: TIC

Conc. of Standards: Pixed

User RF Valus: 1.000000, Disabled
User Peak Pactor: 1.000000

Integrate Window Pactor: 2.000

Chromatogram mass window 1.0000Da

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

Time Window (mins):

Peak Selection:

Response Type:
Response:

Polynomial Type:
Point of Origin:
rit Weighting:

Axia Transtormation:

Units:

Peak-to-peak amplitude:

Smoothing:

Window size (scana):
Nusber of smooths:
Smoothing method:

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

Draw vertical thresheld:
Detect shoulders:
Shoulder threshold:

Relative height:
Absolute height:

7.245, Enabled
0.000, Disabled
(Mone)

0.301

Nearsst

External
Aresas

Linear
Bxclude
1/x
Nons

65

Boabled
2
1

Jo.oo
200.00
5.00

90.00
Disabled N
30.00

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



Quattro 11, #6414E

DATE; 10-25-99
ANALYST;mmmh

STUDY NUMBER: TOX145 MATRIX: Rat sera DESCRIPTION; Dilutions

FACT Method: ETS-8-5.1

Injection volume:_10ul.

Mobile Phase:

TN-A- or stndrd number (A) 99085-11-3

Prepared (date/by):

Expires:

(A)2.0 mM NH4CH3CO2

Cycle time: 10 mip. Electrode: Z-Spray

(B).IN-A-2997

(A)_10/21/99 mmh

(B)10/16/99 sah

(A).04/00

Store at room temp? E or

Guard column: None

Part number: na

Analytical column: Keystone Betasil

Lot number: na

Size: 2 x S0 mm

Type: C18 Sphere size: S um

Part number: 055-701-2

Lot number: P9EI1 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:_63 bar

HPLC solvent gradient: 10min-10-95

Time (min.) %B
1)0.00 10.0
2)1.00 10.0
3)3.50 95.0
4)1.50 95.0
5)8.00 10.0

_obox
JO B559

SOUP 020199: FACT Equipment
PAGE 11
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Tuning Method Report

Method:

Printed:

Mon Oct 25 16:37:32 1999

C:\MASSLYNX\SOUPB-RATS . PRO\ACQUDB\PFOS3

Page 1

SOURCE ( ESP- )

Capillary

Cone

Extractor

RF Lens

Source Block Temp.
Desolvation Temp.

Pressgsures

Analyser Vacuum

Gas Cell

Rdbk

5.9e-5

4.le-3

1.60
-60

151
250

MS1

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

Rdbk

Rdbk
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Scanning Method Report Page 1

U
Method: c:\mu.m\m-ml.no\mmuw-nol-m-mn-u
Last Modified: Pri Oct 15 11:35:03 1999

Printed: Moo Oct 135 16:28:24 1999
Solvent Delay ( mins )} @ 9.00
Punction : 1 MM of 1 Mass Pair ( ESP- )
Inter Channel Delay { Secs ) : 0.03
Span ( Daltoms ) 0.00
Start Time ( Mins } : 0.00
nd Time ( Mins ) : 10.00
Repeats : 1
Channel Parent Dsughter Dwell (Secs) Coll Energy {eV) Cone ( V }
1 413.00 169.00 0.30 30 15
wunction : 2 MM of 1 Mass Pair ( X8P- )
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 Ruergy {(eV) Cone ( V)
S 1 499.00 99.00 0.30 .S 60
Fuaction : 3 MM of 1 Mass Pair { XBP- )

Inter Channel Delay ( Secs )} : 0.0)

Span { Daltons )} s 0.00

Start Time ( Mins ) : 0.00

End Time ( Mins ) 10.00

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

Punction : 4 Wt of 1 Nass Pair { EXP- )

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 Dwall (Secs) Coll Energy {(eV) Cone ( V)

1 427.00 80.00 .30 40 60




Msthod Report

Method File: c:\masslynx\socup-rats.pro\acqudb\lomin-10-95
Last Modified: Monday, October 25, 1999 16:29:58

4
Printed: Monday, October 25, 1999 16134146

Page 1

05=

<

-~

HP1100 IC Pump Initial Conditioms

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

HP1106 LC Pump Gradient Timatable

The gradient Timetable contains 5 entries which are :

Time A% BS [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 50.0 10.0 0.0 0.0
HP1100 LC Pump External Event Timstable
The Timetable contains 3 entries which are :
Time Column Switch Contactl Contact2 Contact3
Initial Off Off off Off
0.00 Off on On Off
0.10 Off

Off off off

HP1100 Autosanpler Initial Conditions

Draw Speed 200.0
Eject Speed (pl/min) 200

Draw Position (mm) 0.00
Stop Time (mins) 9.00
Injection Volume(pl) 10.0

Vvial Number 9

Flow

0.300
0.300
0.300
0.300
0.300

Contactd
Off
On
off

Pressure
400
400
400
400
400
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Masslynx - Sample List

Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB\1 02599b.SPL
Printed: Mon Oct 25 16:32:57 1999

Page 1

Page Position: (1, 1)
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Flile Name

102599039
102589040
102599041
102599042
102599043
102599044
102599045
102589046
102599047
102599048
102599049
102599050
102599051
102599052
102599053
102589054
102599055
1025998056
102599057
102599058
102599058
102598060
102599061
102599062
102599063
102599064
102599065
102599066
102599067
102599068
102599069
102599070
102599071
102599072
102599073
102599074
102589075
102599076
102599077
102599078
102599079
102599080
102599081
102599082
102599083

File Text

MeOH Blank

MeOH Blank

TOX145-RBS10199-H20 Bik-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, Smg/kg, D50-ext10/19/89
TOX145-RTS-9R03246M, Day1, 5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03247M, Day1, Smg/kg, D50-ext10/19/99
TOX145-RTS-9R03248M, Dayt, 5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03249M, Day1, Smg/kg, D50-ext10/19/98
TOX145-RBS10199-250ppb-CCV-11-1, SEE
TOX145-RBS10199-250ppb-12, SEE

MeOH Blank

TOX145-RTS-9R03250M, Day4, Smg/kg, D50-ext10/19/99
TOX145-RTS-9R03251M, Day4, 5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03252M, Day4, 5mg/kg, D50-ext10/19/99
TOX145-RTS-9R03254-1M, Day4, S5mg/kg, D50- 10/19/99
TOX145-RTS-9R03254-2M, Day4, 5mg/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 BIk-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

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-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
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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Masslynx - Sample List

Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB\102598b.SPL

Printed: Mon Oct 25 16:32:57 1999

Page 2

Page Position: (2, 1)

DONOUNBWN -

inlet File

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-10-85
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
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
91
21
22
23
24
25
26
27
28
29
30
31
32
92
33
34
35
36
37
43
29
92
38
39
40
41
42
44
28
45
46
93
21
22
23
24
25
26
27
28
29
30
31
32

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

Sample Type ConcA ConcB

Standard
Standard
Standard
Standard
Standard
Standard

Standard
Standard

SERRRY-T-INRNNN

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

PLEELIRREETLE
--K-

!!!Igggg!!!lllgglIllllggégggsgglii!!

4.93

248
49.3
97.7
248
493
736
977

2]
o
3
0
(¢}
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FACT: DATA REVIEW SUMMARY FORM

Date: L0 =22~ 99

Data Analyst: /‘pog)ﬂ’w

FACT Study #: _25 v /LS~

Matnx/Timepoints: Tga/’ ,g /&V/// A o /N
Sample List: NR29%H
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Quantify Compowurxi Summsary Report Page 1
Tox 145: Rat Sera and Laver, Day 1 ¢ 4 N

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

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

Job Code:

Pranted: Thu Cct 28 09:27:15 1999

Compound 1: POAA (funo 1)

9 Name Samplalist Text std Conc RT Area Conc.(ppt) Tlags ADev
1 102799013 MeOH Blank 6.822 557 0.00 bd
2 102795014 MeOH Blank 6.793 s 0.00 bb
3 102799015 TOX145-RBS10229-H20 Blk-1, RWW 6.821 $022 0.00 MM
4 102799016 TOX145-RBS10229-Serua Blk-1, RWW 6.825 4609 0.00 MM
5 102799017 TOX145-R8510229-1ppb-1, RWW 0.99 6.813 1618 0.00 M@X -100
6 102799018 TOX145-RBS10229-5ppb—1, RWW 4.93 6.813 651% 0.00 MMX -100
7 102799019 TOX145-RBS10229-10ppb-1, RWW 8.76 6.826 7039 0.00 MMX -100
8 102799020 TOX145-RBS10229-25ppb-1, RWW 24.80 6.815 1292% 2.95 MMX -88
9 102799021 TOX145-RBS10229-50ppb-1, RW 49.30 6.809 21414 39.07 bb -21
10 102799022 TOX145-RBS10229-100ppb~1, RWW 97.60 6.817 38054 109.91 M¢ 13
11 102799023  TOX145-RBS10229-250ppb-1, MW 248.00 6.811 T 277.72 MM 12
12 1027%902¢ TOX145-RBS10229-500ppb-1, RW 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
B 14 102799026 TOX145-RBS10229-1000ppb-1, RWW 976.00 6.809 232549 $37.86 bb -4
L 15 102799027 MeOR Blank - 6.844 as2 0.00 bb
: 16 102799028 TOX145-RTS-9R03230M, Dayl, control,-ext10/19/99 6.81) 38N 0.90 bb
17 102799029 TOX145-RTS-9R03231N, Dayl, control,-ext10/19/99 6.811 4119 0.00 bb
18 102799030 TOX145-RTS-9R03232M, Dayl, control,-extl10/19/99 6.822 4255 0.00 bb
19 102799031 TOX145-RTS-9R03233M, Dayl, control,-ext10/18/99 6.820 5144 0.00 bb
20 102799032 TOX145-RTS-9R03234M, Dayl, coatrol,-ext10/19/99 ‘ 6.818 5636 0.00 bb
21 102799033 TOX145-RBS10229-250ppb—1, RWW 248.00 6.821 79666 287.05 bb 16
22 102799034 MeCOH Blank 6.820 270 0.00 bb
23 102799035 TOX145-RTS-9R0I235M, Dayd, control,-ext10/19/99 6.811 3472 ¢.00 bb
24 102799036 TOX145-RTS-9R01236M, Dayé, control,-extl0/19/99 6.818 4590 0.00 bb
25 102799037 TOX145-RTS-9R03237H, Dayé, control,-extl0/19/99 6.815 4364 0.00 bb
26 102799038 TOX145-RTS-9R0323I8K, Dayd, control,-extl0/19/99 €.808 4614 0.00 bb L
27 102799039 TOX145-RTS-9R03239K, Dayd, control,-extl0/19/99 6.811 3782 0.00 bb l: [ exaF+ FT
28 102799040 TOX145-RBS10229-250ppb-1, RWW 248.00 6.814 77561 278.17 bb 12 E'\ A
29 102799041 MeOH Blank 7.100 1%0 0.00 bb
30 102799042 TOX145-RTS~9R0I2U5M, Dayl, 5ag/kg, ext10/19/99 6.811 37594 107.9% bb conl.
31 1027990413 TOX145-RTS-9R03246M, Dayl, 5Smg/kg, ext10/19/99 6.806 46851 147.35 bb LAC
32 102799044 TOX145-RIS-9R03247TH, Dayl, Smg/kg, extl0/19/99 6.810 42376 128.31 bb lo)lq}q?
33 102799045 TOX145-RTS-9R03248M, Dayl, Smg/kg, ext10/19/99 6.822 36393 102.84 bd
34 102799046 TOX145-RTS-9R032¢(9M, Dayl, Smg/kg, extl10/19/99 6.810 40408 119.93 bb
35 102799047 TOX145-RB510229-250ppb—1, RWW 288.00 6.818 80830 292.00 bb 18
36 102799048 MeOH Blank 6.839 181 0.00 bb
37 102799049 TOX145~RTS-9R03I250M, Dayd, Smg/kg, extl0/19/99 6.811 28217 68.03 bb
38 1027990s0 TOX145-RTS-9R0QI251IN, Dayd, Smg/kg,” ext10/19/99 6.819 28068 67.39 bb
39 102799051 TOX145-RTS-9R03252M, Dayd, 5mg/kg, extl0/19/99 6.810 36897 104.98 bb
40 102799052 TOX145-RTS-9R03I254-1K, Dayd, 5Smg/kg, ext 10/19/99 6.821 35914 100.80 bb
41 102799053 TOX145-RTS-9R03254-24, Dayd, 5Smg/kg, ext 10/19/99 6.815 31360 81.41 bb
42 10279%054 TOX145-RBS10229-250ppb-1, RWW 248.00 6.810 82686 299.90 bbd 21
43 102799055 MeOH Blank 7.7 79 0.00 bb
44 102799056 TOX145-RTL-9R03247-M, Dayl, S5mg/kg, ext 10/13/99 6.808 8814¢ 0.00 bb
45 102799057 TOX145-RTL-9R03253-H, Dayi, 5Smg/kg, ext 10/13/99 6.796 5855 0.060 bb
46 102799058 TOX145-RBS10229-250ppb-1, RWW 248.00 6.808 87005 318.29 MM 28
47 10279%059 MeOR Blank 6.823 225 0.00 db
48 102799060 TOX145-RBS10229-H20 Blk-1, RWW 6.806 5847 0.00 bb
49 102799061 TOX145-RBS10229-Serum Blk-1, RWW 6.814 5385 4.00 bb
50 102799062 TOX145-RBS10229-1ppb-~1, RWW 0.9% 6.791 2075 0.00 baX =100
51 102799063 TOX145-RBS10229-5ppb~1, RWW 4.93 6.807 7288 0.00 bbX -100
52 102799064 TCX145-RBS10229-10ppb~1, RWW 9.76 6.811 8322 0.00 bbXx -100
53 102799065 TOX145-ABS10229-25ppb-1, KWW 24.90 6.815 15843 15.35 bbxX -38
54 102799066 TOX145-RBS10229-50ppb~1, RWW $9.30 6.799 29105 71.81 bbX 46
55 102799067 TOX149-RBS10229-100ppb—-1, RWW 97.60 6.815 56970 190.43 bbXx 95
. 56 102799068 TOX145-RBS10229-250ppb~1, RWW 248.00 6.806 117936 449.96 bbX L}
57 102799069 TOX145~RBS10229-500ppb~1, RWW 493.00 6.826 203783 815.41 bbX 65
58 102793070 TOX145-ABS10229-750ppb—1, R 735.00 6.812 306442 1252.42 bbX 70
59 102799071 TOX145-AB510229-1000ppb—1, RWW 976.00 6.812 374817 1543.49 bbX L1

Davey 070799: quantitated and printed by mmhl0/28/99



Quantify Compound Summsary Report Page 2
Tor 145: Rat Sera and Liver, Day @ & 4 ]

Sample List: C:st.mav'yo70799.m\5l-ﬂ.a\l027’9b
Last wodified: Thu Oct 26 09:14:03 1999

Wathod: C: \MASSLYMX\Davwy070799. PRO\MathDB\10279%b
Last modified: Thu Oct 28 09:57:32 1999

Job Code:

Printed: Thu Oct 28 09:27:15 1999

Compound 2: 980 {(funo 2)

? Name Samplalist Text Std Conc RT Arsa Cona. (ppt) Flags Dev
1 102799013 MeCH Blank

2 102799014 MeOH Blank

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

4 102799016 TOX145-RBS10229-5erum Blk-1, RWW

5 102799017 TOX145-RBS10229-1ppb~1, RWW 0.99  7.842 2 0.99 M 1
6 102799018 TOX145-RBS10229-5ppb-1, RWW 4.93  7.585 -1} 4.60 bd -7
7 1027990153 TOX145-RBS10229-10ppb-1, RWW 9.76 7.594 173 9.95 bb 2
8 102799020 TOX145-RBS10229-25ppb-1, RWW 24.80 7.584 396 23.34 M -6
9 102799021 TOX145-RBS10229-50ppb-1, R 49.30 7.598 849 50.50 bb 2
10 102799022 TOX145-RBS10229-100ppb-1, KWW 97.60  7.586 1636 97.73 bb 0
11 102799023 TOX145-RBS10229-250ppb-1, RWW 248.00 7.598 918 234.77 bb -5
12 10279%024 TOX145~RBS10229-500ppb~1, MW 493.00 7.589 6110 366.38 MMX -26
13 102799025 TOX145-RBS10229-750ppb—1, RWW 735.00 7.59 9343 560.46 bbX =24
1¢ 102799026 TOX145-RBS10229-1000ppb~1, RWW 976.00 7.595 10952 657.07 bbX =33

. 15 102799027  MeOM Blank

el 16 102799028 £OX145-RTS-9R0I230M, Dayl, control,-ext10/19/99

- 17 102799029 TOX145-RTS-9R03231M, Dayl, comtrol,-ext10/19/99
18 102799030  TOX145-RTS-SR03232M, Dayl, control,-ext10/19/99
19 102799031 TOX145-RTS-9R03233M, Dayl, control,-extl10/19/99
20 102799032 TOX145-RTS-9R03234X, Dayl, control,-exti0/19/99
21 102799033  TOX145-RBS10229-250ppb-1, R 248,00 7.593 4004 239.94 bb -3
22 102799034 MeOH Blank
23 10279903% TOX145-RTS-9R03235M, Dayé, control,-extl0/19/99
24 102799036  TOX145-RTS-9R03236M, Dayd, control,-ext10/19/99
25 102799037  TOX1{5-RTS-9R03237M, Dayd, control,-ext10/19/9% R
26 102799038  TOX145-RTS-9R0323BM, Dayd, control,-ext10/19/99
27 102799039 TOX145-RTS-9R03I2I9M, Dayé, control,-extl0/19/93

28 102799040 TOX145-RBS10229-250ppb—-1, RWW 248.00 7.588 Q22 253.16 bb 2

29 102799041 MeOH Blank

30 102799042 TOX145-RTS-9R03245M, Dayl, 5mg/Xxg, ext10/19/99 7.584 2501 149.67 bd x

31 102799043 TOX145-RTS-9RO3246M, Dayl, 5mg/kg, extl10/19/99 7.59% 2969 177.80 bb

2 102799044 TOX145-RTS-9R0I24TN, Dayl, Smg/kg, xt10/19/99 7.599 3580 214.47 bb . " x

33 102799045 TOX145-RTS-9R03248M, Dayl, Smg/kg, extl0/19/99 7.590 2742 164.16 bb bs’ \’l

34 102799046 TOK145-RTS-9R03249M, Dayl, Smg/kg, extl0/19/99 7.583 ERT R 200.26 bb

35 102799047 TOX145-RBS10229-250ppb-1, RWW 248.00 7.590 4039 242.02 vb -2 k‘;\
36 102799048 MeOH Blank q\
37 102799049 TOX145-RTS-9R03250M, Dayd, 52g/kg, extl0/19/99 7.580 1770 105.83 bd * \’v
38 102799050 TOX145-RTS-9R03251M, Dayd, 5mg/kg, ext10/19/99 7.992 1098 65.43 bb \“

39 102799051 TOX145-RTS-9R03252M, Dayd, Smg/kg, extl0/19/99 7.594 184 86.25 bb -\

40 102799052 TOX145-RTS-9R01254-1M, Dayd, 5Smg/kg, ext 10/19/99 7.593 1337 79.81 bb W\

41 102799053 TOX145-RTS-9R03254-2M, Dayd, 5Smg/kg, ext 10/19/99 7.589 1603 95.79 bb

42 102799058 TOX145-RB510229-250ppb-1, RWW 248.00  7.598 4020 240.87 bb -3

43 102799055 MeOH Blank

44 102799056 TOX145-RTL-9R03247-M, Dayl, Smg/kg, ext 10/13/99 7.59 983 58.56 bb

45 102799057 TOX145-RTL-9R03253-M, Dayd, Smg/kg, ext 10/13/99 7.587 526 31.13 bb

46 102799058 TOX145-RB510229-250ppb-1, RWW 248.00 7.591 3719 222.84 bb -10

47 102799059 MeOH Blank
48 102799060 TOX145-RBS10229-H20 Blk-1, RWW
49 102799061 TOX145-RB510229-Serum Blk-1, RWW

50 102799062 TOX145-RBS10229~1ppb-1, RWW 0.99  7.525 23 0.93 X -5
51 102799063 TOX145-RBS510229-5ppb-1, RWW . 4.93  17.59¢0 100 5.%3 bb 12
52 102799064 TOX145-RB510229~10ppb-1, RWW 9.76 1.578 152 8.68 bb -11
53 102799065 TOX145-RBS10229-25ppb-1, KWW 21,80 7.586 <27 25.15 bb 1
. 3 . 54 102799066 TOX145-RBS10229-50ppb~1, KWW 49.30 7.597 818 43.64 bb -1
ROt 55 102799067 TOX145-RBS10229-100ppb-1, R&W 97.60 7.599 1808 108.08 bb 11
56 102799068 TOX145-AB510229-250ppb-1, RWW 248,00  7.592 4202 251.81 bb 2
57 102799069 TOX145-ABS10229-500ppb-1, RWW 493.00  7.599 6743 404,41 bbX -18
58 102799070 TOX145-RBS10229-750ppb-1, RWW 735.00 7.586 9918 $95.01 bbX -19
59 102799071 TOX145-RBS10229-1000ppb~1, RWW 976.00 7.5%6 11346 680,77 bbX -30

Davey 070799: quantitated and printed by mhl10/29/99



Quantify Compound 3ummary Report
Tox 145: Rat Sera and Liver, Day 1 & 4

Sample List: €: \MASSLYNX\Davey070799 . PRO\ Sampl «DB\102799b
Last modified: Thu Oct 28 09:14:03 1999

Method: C: \MASSLYMX\Davey070799. PRO\MathDB\102799b
Last modified: Thu Oct 28 08:57:32 1999

Jeb Coda:

Printed: Thu Oct 28 09:27:15 1999

Page 3

Compound 3: surr (func 3

CmdANELN~ .

45
46
47
LY:]
49
50
51
52
83
54
55
56
57
58
59

Rane

102799013
102799014
102785015
102799016
102799017
102799018
102739019
102799020
102799021
102799022
102799023
10279902¢
102799025
102799026
102799027
102799028
102799029
102799030
102799031
102799032
102799033
102799034
102799035
102799036
102799037
102799038
102799039
102799040
102799041
102799042
102799043
102799044
102799045
102799046
102799047
102799048
102799049
102799050
102799051
102799052
102799053
102799054
102799055
102799056
102799057
102799058
102799059
102795060
102799061
102799062
102799063
102799064
102799065
102799066
102795067
102799068
102795069
102799070
102795071

Dot @ \urga\r ana\a)&- dale not used.

Samplelist Text

MeOH Blank

MeQH Blank

TOX145-RBS10229-H20 Blk-1, RWW
TOX145-RBS10229-Serum Blk-1, RWW
TOX145-RBS10229-~1ppb-1, RWW
TOX185-RRS10229-5ppb~1, RWW
TOX145-RBS10229-10ppb-1, RWW
TOX145-RBS10229-25ppb-1, RWW
TOX145-RBS10229-S0ppb-1, RWW
TOX145-RBS10229-100ppb~1, RWW
TOX145-RBS10229-250ppb-1, RWW
TOX145-RBS10229-500ppb~1, RdW
TOX145-RBS10229-750ppb~1, RWW
TOX145-RBS10229-1000ppb-1, RWW

MeOH Blank ’

TOX145-RTS-9R03I230M, Dayl, control,-ext10/19/99
TOX145-RTS-9R03231M, Dayl, comntrol, oxt10/19/99
TOX145-RTS-IR03I2I2M, Dayl, control, ~ext10/19/99
TOX145-RTS-9R0321IX, Dayl, control, -ext10/19/99
TOX145-RTS-9R03234N, Dayl, control,-ext10/19/99
TOX145~-RBS10229-250ppb-1, RiW

MeCH Blank

TOX145-RTS-9R012354, Dayd, control,-ext10/19/99
TOX145-RTS-9R032I6M, Dayd, control, -ext10/19/99
TOX145-RTS-9R03237TM, Dayd, control,-ext10/19/99
TOX145-RTS-9R03I238M, Dayd, control,-ext10/19/99
TOX145-RTS-9R0I2IIN, Dayt, control,-ext10/19/99
TOX145-RBS10229~-250ppb-1, RWW

MeOH Blank

TOX145-RTS-9R03245M, Dayl, Smg/kg, ext10/19/99
TOX145-RTS-9R03IZ46M, Dayl, 5mg/kg, extl0/19/99
TOX145-RTS-9R03247H, Dayl, 5mg/kg, extl0/19/99
TOX145-RTS-9R03248M, Dayl, Smg/kg, ext10/19/99
TOX145-RTS-9R03249M, Dayl, Smg/kg, ext10/19/99
TOX145-RBS10229-250ppb-1, RWW

MeOH Blank

TOX145-RTS-9R03250M, Dayd, Smg/kg, oxt10/19/99%
TOX145-RTS-9R03251M, Dayd, Smg/kg, ext10/19/99
TOX145-RTS-9R03252M, Dayd, Sag/kg, ext10/19/99
TOX145-RTS-9R01254-1M, Dayd, Sag/kg, ext 10/19/99
TOX145-RTS-9R03254-2M, Dayd, 5mg/kg, ext 10/19/99
TOX145-RBS10229~250ppb-1, RWW

MeOH Blank

TOX145-RTL-9R03247-M, Dayl, Smg/kg, ext 10/13/99
TOX145-RTL-9R03253-M, Dayd, 5mg/kg, ext 10/13/9%
TOX145-RBS10229-250ppb-1, RWW

MeOH Blank

TOX145-RBS10229~H20 Blk-1, RWW
TOX145-RBS10229-Serum Blk-1, AWW
TOX145-RBS10229-1ppb-1, RWW
TOX145-RB510229-5ppb~1, RWW
TOX145-RBS10229-10ppb~1, RWW
TOX145-RBS10229-25ppb-1, RWW
TOX145-RBS10229-50ppb-1, RWW
TOX145-RBS10229-100ppb-1,
TOX145-RBS10229-250ppb-1,
TOX145-RBS10229-500ppb-1,
TOX145-RB510229-750ppb-1,
TOX145-RBS10229-1000ppb-1, RWW

3411
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std Cona
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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
1.00

6.833
6.805
6.815
6.802
6.795
6.808
6.804
6.810
6.804
6.811
6.805
6.800
6.801
6.80¢
6.806
6.808
6.806
6.799
6.798
6.813
6.799
6.814
6.805
6.812
6.810
6.802
6.806
6.808
6.827
6.806
6.801
6.804
6.816
6.80%
6.812
6.800
6.805
6.81¢
6.804
6.798
6.809
6.805
6.820
6.802
6.791
6.786
6.800
6.801
6.9808
6.785
6.802
6.805
6.808
6.810
6.809
6.801

' 6.804

6.807
6.807

We

Area Cono. (ppt)

20

3
170594
179068
34459
182303
207191
207507
199555
192001
179742
158632
159083
155316
111
2917
238809
225733
233026
224963
179678
133
204590
210526
201676
191867
177017
175534
194
220905
205626
197682
174315%
175461
185134
231
164011
165230
199874
197858
182382
181776
131
259082
299726
208571
152
203027
205089
40376
201154
222859
231660
230935
228963
204091
185891
185314
170614

1]24/94

0.00
0.00
1.00
1.00
0.19
1.02
1.16
1.16
1.11
1.07
1.00
0.89
0.89
0.87
0.00
1.39
1.33
1.26
1.30
1.26
1.00
0.00
1.4
1.18
1.13
1.07
0.99%
0.98
0.00
1.23
1.15
1.10
0.97
0.98
1.03
.00
0.92
0.92
1.12
1.10
1.02
1.02
0.00
1.45
1.67
1.16
Q.00
1.13
1.1%
0.23
1.12
.24
1.29
1.29
1.28
.14
1.0¢
1.03
0.98

Tlags

bb
bb
bb
bb
MM
bb
bb
bb
bb
bb
bb

bb

YSEEEYTTEETEEY

SDev
-100
-100
-0
-0
-81
2

16
16
11
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Quantify Calibration Report
Tox 145: Rat Sers and liver, Day } & 4

ol3

ge 1

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

3.75¢e5q

Response|

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

00 | 2000

4000

6000

800.0
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Davey 070799: quantitated and printed by mshl0/28/9%



Quantify Calibration Report Page 2
Tox 145: Rat Sera and lauver, Day 1 6 ¢

Compound 2 name: 980 (func 2)
Coefficient of Determination: 0.996332
Calibration curve: 16.6556 * x + 7.74822

Response type: External Std, Arca
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

1.63e4+

Response-

—— Conc

TTT600.0 | 8000

00 2000 400.0

Davey 070799: quantitated and printed by wmhl0/28/99
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guantify Calibration Report
Tox 145: Rat Sera and lLiver, Day 1 & 4

Page 3

Compound 3 name: surr (func 3)
Response Factor: 179082
Response type: External Std, Area
Curve type: RF
2.32e54
x
X
X
%
X
X
X
X
x
X
Response|
Y T T T T T T T T T » 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 mmhl10/28/99
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Method Report Page’ 1
]
Method file: C:\HASSLYII‘!\D.vQyO‘IOT”.PRO\H.LhDB\lOZ'?QQb.ﬂb
Last modified: Thu Oct 28 08:57:32 1999
Compound: 1: POAA {func 1)
Printed: Thu Oct 28 12:41:03 1999
Compound Name: POAA (func 1) ,
Internal Ref.: {None]
Quantify Trace: TIC
Conc. of Standards: Conc. A
User RF Valuse: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Factor: 2.00¢
Chromatogram mass window: 1.0000Da
Retention Time (mins): 6.842, Enabled
Re. ive Retention Time: 0.000, Disabled
RT Rafarence: [None]
Time Window (mins): 0.414
Peak Selection: Kearest
- Response Type: External

Response: Areas
Polynomial Type: Linear
Point of Origin: Kxclude
Fit Weighting: 1/X
Axis Transformation: None
Units:
Peak-to-peak amplitude: 492
Smoothing: Disabled
Window size (scans): 1
Number of smooths: 1

- Smoothing method: Savitzky Golay
Join valley thresheld: 5.00
Reduce peak tailing: $0.00 N
Raise baseline maximum: 10.00
Draw vertical threshold: 25.00
Detect shoulders: Disabled
Shoulder threshold: 5.00
Relative height: 1.50, Disabled
Abaoclute height: 0.00, Disabled
Relative area: 2.00, Enabled

Absolute area: 0.00, Disabled




Method Report Page 2

Method file: C:\MASSLYNX\Davey070799. PRO\MethDB\ 102799b.mdb
Last modified: Thu Oct 28 08:57:32 1999
Compound : 2: 980 {func 2)

Printed: Thu Oct 28 12:41:03 1999
Compound Name: 980 (func 2}
Internal Ref.: [None)

Quantify Trace: 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
Retention Time (mins): 7.620, Enabled
Relative Retenticn Time: 0.000, Disabled
RT Reference: [Ncne]

Time Window (mins): 0.359

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

Point of Origin: Exclude

Fit Weighting: 17X

Axis Transformation: None

Units:

Peak-to-peak amplitude: "

Smoothing: Disabled
Window size (scans): 1

Numbar of smooths: 1

Smoothing method: Savitzky Golay
Join valley threshold: 5.00 .
Reduce peak tailing: 50.00

Raise baseline maximum: 10.00

Draw vertical threshold: 25.00

Detect shoulders: Disabled
Shoulder threshold: $.00

Relative height: 1.5%0, Disabled
Absolute height: 0.00, Disabled
Relative 2.00, Enabled

Absolute area: 0.00, Disabled



Method Report

C:\HASSLYHX\DAV.y070799.PIlO\HG:h.DB\102799b.ﬂb

Method file:

Last modified: Thu Oct 28 08:57:32 1999
Compound : 3: surr (func 3)
Printed: Thu Oct 28 12:41:03 1999

Page 3

Compound Name:
Internal Ref.:
Quantify Tra
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 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 area:
Absclute area:

surr (func 3)
{None]

TIC

Fixed

1.000000, Disabled
1.000000

2.000

1.0000Da

6.820, Enabled
0.000, Disabled
{None]

0.265

Nearest

Sxternal ’
Areas

Linear
Exclude
/X
None

629

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
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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 stodrd number (A) 99085-11-3 (B) tn-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? Y] 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 pumber; 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 Fiow rate: 300 ul/min.  Back pressure: 82 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
4750 95.0

5)8.00 10.0
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Tuning Method Report Page 1
Method: C: \MASSLYNX\DAVEY BACKUP AUG99\DAVEY-RATS . PRO\ACQUDB\PFOS-4
Printed: Wed Oct 27 14:31:21 1999

SCURCE ( 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 Desolvation 484.8
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Scanning Method Report ’ Page 1
Method: ©: \MASSLYNX\DAVEY070799. PRO\ACQUDS\ 108N -POAA-980-1S
Last Modified: Wed Oct 27 14:18:01 1999
Printed: Wed Oct 27 14:32:05 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 Time ( Mins ) : 0.00
End Time { Mins ) : 10.00
Repeats : 1
Channel Parent Daughter Dwell (Secs) Coll Energy (aV) Come ( V)
1 413.00 165.00 0.30 30 15
Function : 2 MR of 1 Mass Puir ( ESP- )
Inter Channel Delay { Secs ) : 0.03
Span ( Daltons ) @ 0.00
Start Time ( Mins ) : 0.00
-t End Time ( Mins ) : 10.00
- Repeats : 1

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

1 980.00 78.00 .30 60 60
Punotiaon : 3 MR of 1 Mass Pair { ESP-)
Inter Channel Delay ( Secs ) : 0.03
Span ( Daltons ) : 0.00
Start Time ( Mins ) : 0.00
Bnd Time ( Mins ) : 18.00 N
Repeats :

1
Channel Parent Deughter Dwell (Secs) Coll Energy (eV) Cone ( V)

1 §27.00 80.00 0.30 40 60
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Method Report ’ Page 1
Method File: C:\MASSLYNX\DAVEYO70799.PRO\ACQUDB\lOmin
Last Modified: Wednesday, October 27, 1999 14:25:05
Printed: Wednesday, October 27, 19959 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 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 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 12
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Masslynx - Sampie List

:

Sample List: C:\MASSLYNX\Davey070799.PRO\SampIeDB\102799b.SPL
Printed: Wed Oct 27 14:34:05 1999

Page 1
Page Position: (1, 1)

P e A R8N R RN BENERRERNBIeITarLRIcoeIonAwN

BaA8a

File Name

102799013
102789014
102799015
102799016
102799017
102799018
1027998019
102798020
102799021
102799022
102799023
102799024
102798025
102798026
102799027
102799028
102798029
102799030
102799031
102799032
102799033
102799034
102799035
102798036
102799037
102799038
102788038
1027399040
102799041
102799042
102799043
102799044
102799045
102795046
102798047
102799048
102799049
102799050
102799051
102798052
102799053
102799054
102799055
102798056
102799057
102799058
102799059
102799060
102799061
102799062
102799063
102799064
102799065
102799066
102799067
102799068
102795069
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-RBS10228-5ppb-1, RWW
TOX145-RBS10228-10ppb-1, RWW
TOX145-RBS10228-25ppb-1, RWW
TOX145-RBS10229-50ppb-1, RWW
TOX145-RBS10229-100ppb-1, RWW
TOX145-RBS10228-250ppb-1, RWW
TOX145-RBS10228-500ppb-1, RWW
TOX145-RBS10228-750ppb-1, RWW
TOX145-RBS10229-1000ppb-1, RWW

MeOH Biank

TOX145-RTS-9R03230M, Day1, control,-ext10/19/99
TOX145-RTS-8R03231M, Day1, control,-ext10/19/99
TOX145-RTS-SR03232M, Day1, control,-ext10/19/99
TOX145-RTS-0R03233M, Day1, control,-ext10/19/99
TOX145-RTS-9R03234M, Day1, control,-ext10/19/98
TOX145-RBS10229-250ppb-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,-ext10/19/39
TOX145-RTS-9R03238M, Day4, control,-ext10/19/99
TOX145-RBS10229-250ppb-1, RWW

MeOH Blank

TOX145-RTS-9R03245M, Day1, Smg/kg, D50-ext10/19/89
TOX145-RTS-9R03246M, Day1, 5mg/kg, D50-ext10/19/98
TOX145-RTS-9R03247M, Day1, 5mg/kg, DS0-ext10/19/99
TOX145-RTS-9R03248M, Day1, Smg/kg, D50-ext10/19/99
TOX145-RTS-9R03249M, Day1, Smg/kg, D50-ext10/19/99
TOX145-RBS10229-250ppb-1, RWW

MeOH Blank

TOX145-RTS-OR03250M. Day4, Smg/kg, ext10/19/99
TOX145-RTS-9R03251M, Day4, Smg/kg, ext10/19/99
TOX145-RTS-9R03252M, Day4, Smg/kg, ext10/19/99
TOX145-RTS-9R03254-1M, Day4, Smg/kg, ext 10/19/99
TOX145-RTS-9R03254-2M, Day4, Smg/kg, ext 10/19/99
TOX145-RBS10229-250ppb-1, RWW

MeOH Blank

TOX145-RTL-9R03247-M, Day1, Smg/kg, ext 10/13/99
TOX145-RTL-9R03253-M, Day4, 5mg/kg, ext 10/13/99
TOX145-RBS 10229-250ppb-1, RWW

MeOH Blank

TOX145-RBS10229-H20 Bik-1, RWW
TOX145-RBS10229-Serum Blk-1, RWW
TOX145-RBS10229-1ppb-1, RWW
TOX145-RBS10229-5ppb-1, RWW
TOX145-RBS10228-10ppb-1, RWW
TOX145-RBS10229-25ppb-1, RWW
TOX145-RBS10229-50ppb-1, RWW
TOX145-RBS10228-100ppb-1, RWW
TOX145-RBS10228-250ppb-1, RWW
TOX145-RBS10229-500ppb-1, RWW
TOX145-RBS10229-750ppb-1, RWW
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Masslynx - Sample List Page 2
Sample List: CAMASSLYNX\Davey070789.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-980-IS  10min-10-95f 91 10 — -—
2 10MIN-POAA-080-IS  10min-10-95f 91 10 — -
3 10MIN-PCAA-980-IS  10min-10-95f 1 10 — —
4 10MIN-POAA-G80-IS  10min-10-95f 2 10 — —_
5 10MIN-POAA-980-I1S  10min-10-95f 3 2 Standard —
6 10MIN-POAA-980-1S  10min-10-95f 3 10 Standard —_
7 10MIN-POAA-980-1S  10min-10-95f 4 10 Standard —
8 10MIN-POAA-980-1S  10min-10-85f 5 10 Standard —
9 10MIN-POAA-G80-1S  10min-10-95f 6 10 Standard —_—
40  10MIN-POAA-980-IS 10min-10-85f 7 10 Standard —_
11 10MIN-POAA-G80-IS 10min-10-85f 8 10 Standard —_
12 10MIN-POAA-980-IS 10min-10-95f 9 10 Standard —_
13 10OMIN-POAA-G80-IS 10min-10-95f 10 10 Standard —_
14 10MIN-POAA-980-IS  10min-10-95f 11 10 Standard —
15 10MIN-POAA-G80-1S  10min-10-95f 92 10 — -—
16  10MIN-POAA-GBO-IS 10min-10-85f 12 10 — —_
17  10MIN-POAA-980-{S 10min-10-95f 13 10 — —
18 10MIN-POAA-980-S 10min-10-95f 14 10 — —
19 10MIN-POAA-880-{S  10min-10-95f 15 10 — —
20  10OMIN-POAA-980-IS 10min-10-95f 16 10 — -
21 10MIN-POAA-980-1S  10min-10-95f 8 10 — —_—
22 10MIN-POAA-980-IS  10min-10-85f 92 10 — —
23 10MIN-POAA-980-{S  10min-10-95f 17 10 — —
24 10MIN-POAA-G80-IS  10min-10-95f 18 10 — —
25 10MIN-POAA-980-1S  10min-10-95f 19 10 — —
26 10MIN-POAA-880-IS  10min-10-85f 20 10 — —_—
27  10MIN-POAA-GB0-IS 10min-10-85f 21 10 — —
28  10MIN-POAA-G80-IS 10min-10-95f 8 10 — —_
29  10MIN-POAA-980-I1S 10min-10-95f 93 10 — -
30 10MIN-POAA-980-1S 10min-10-85f 22 10 — —_
31 10MIN-POAA-980-IS  10min-10-85f 23 10 — —
32 10MIN-POAA-880-IS 10min-10-95f 24 10 — —_
33 10MIN-POAA-880-I1S  10min-10-95f 25 10 — —
34  10MIN-POAA-980-IS 10min-10-95f 26 10 — —_
35  10MIN-POAA-880-1S  10min-10-95f 8 10 QC
36 10MIN-POAA-980-IS 10min-10-95f 93 10 — —_—
37 10MIN-POAA-980-{S  10min-10-95f 27 10 — —_
38  10MIN-POAA-88C-IS 10min-10-85f 28 10 — —_
39  10MIN-POAA-980-IS 10min-10-85f 29 10 — —
40 10MIN-POAA-980-IS  10min-10-95f 30 10 — —_—
41 10MIN-POAA-880-IS  10min-10-95f 31 10 — —
42 10MIN-POAA-980-IS 10min-10-95f 8 10 QC -
43  10MIN-POAA-980-IS 10min-10-95f 84 10 - —
44 10MIN-POAA-980-{S 10min-10-95f 41 10 — —_
45  10MIN-POAA-880-IS 10min-10-95f 42 10 — -
48  10MIN-POAA-880-IS 10min-10-95f 8 10 QC —_
47  1OMIN-POAA-980-IS 10min-10-95f G4 10 — -
48  10MIN-POAA-980-1S 10min-10-95f 1 10 — -
49  10MIN-POAA-980-IS 10min-10-95f 2 10 — —_—
50 10MIN-POAA-880-IS 10min-10-95¢ 3 2 Standard —_—
51 10MIN-POAA-980-IS  10min-10-95f 3 10 Standard —_
© 52 10MIN-POAA-980-IS 10min-10-95f 4 10 Standard -
53  10MIN-POAA-980-IS 10min-10-95f 5 10 Standard —_—
54 10MIN-POAA-980-IS  10min-10-95f 6 10 Standard —_
55 10MIN-POAA-980-1S  10min-10-95f 7 10 Standard -—
56 10MIN-POAA-880-IS 10min-10-95f 8 10 Standard —_
57  10MIN-POAA-980-IS 10min-10-95f S 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\1027959b.SPL
Printed: Wed Oct 27 14:34:05 1999

Page 4
Page Position: (1, 2)

File Name File Text
50 102799071 TOX145-RBS10229-1000ppb-1, RWW
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Masslynx - Sample List Page 5

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

MS File Iniet File Bottle Inject Volume Sample Type ConcA

59  10MIN-POAA-880-IS 10min-10-85f 11 10 Standard -
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FACT: DATA REVIEW SUMMARY FORM peage. 1-2

C
Data Review Sign-Off Woslas

Datc: ,/’5/ff

Anniysl Review
Data Analyst: TAS Name / Date: _FAS ”/’5'/ o
FACT Study ¥: Tox 195

Technical Review .
Matnx/Timepoints: ga/&..,-b#zz hse ﬂﬁ atvel - ex/ 43272/7(51/ Name/ Date: A/ h_ Nry- 5-29
Sample List: Ho/?5a Quality Assurance Review

Name / Date:
Set-up Analysis
Date/Analyst: Tas "hvlrs Data Eatry: WAC _11]psq9
[nstrument: Slk.p 029/ 99 ) Comments / Justifications:

i )@ 0 4 (k_/:éy_./‘;n. lurye was nst
Analyte: 044 (cHt -
(27} 747 Poan D.c/n. s a.saé/
|Acceptable Lincar Range: _A/A .
. ftr drec dgy/o’ od Ve,éu/;}n. 74:::45

LOQ NA Extraction Blankc _~/4 _

ondy  —Tas Moshs
RA2: Ma Matrix Blank: __A4 _ /
N _QL%,%ML‘

LB dy Coorads 2 Aj[‘ w He extyaction Mok

MsMSD:___ (D pA e _uyleslea s
Data Status: MA 7

Analyte: FFros ((//2)® %A/ /“-44/ AM éaa_ 674/1//(4‘,7/::

Acceptabie Linear Range: 7. ppls " 725751 back arnd Losele
Lo ___7 71»6 /Emcwd Bmu:/]es— 22 _Lralyle. —FAs ar/;f

R2:_0. 7”777 Matrix Blank _/¢35 fAan [0Q 14/'# parmt 7%52& jlts_cvclidec é
Calibration Checks: _{Jk - &&m bom —FAh— /2% /Pyaw'a./e abedle L ppey He fincas
MS/MSD: OK - one velbe obtdy skl rb!mrl-wl’mC _Yange a;mm@é -A He aééz

/{7
[Deta Status: do%c‘ Ecmkd oo Lo dihh‘ '3 Hhsfyy "-(léﬁ ”/55/??.

nalyte: ‘&‘ b )
Analyt 254 (43D WMM/" Lyfum. 4‘]?—?7‘?7
Acceplable Linear Range: 5/ 3 ppé — 9 opb L V‘C.d'
10 49300l T et BMI{:/L(&_M o .
: . /7/9 k}h ”W’ 6’77

R2: _[). 997F 42 Matrix Blank: fess Hex £02
Calibration Checks: 4 Z»Lz/qe fnm 5% — ~13%
MSMSD: Ok S A nlosl9a

Data Satus: E nlutd

Tas Yosifey p bt



Date: Y 95/ ol
Data Analyst: Tas
FACT Study #: Tox )45

FACT: DATA REVIEW SUMMARY FORM

7-2
pag "
wlosts

Data Review Sign-Off

Anﬂyst Review

' Name/Date: _JAS ”/:5'/77

Technical Review
Matrx/Timepoints: A:I&m —~ &" 2% gose gnd dzgé:[ -gf /23277 McH Name ! Date: Su Pl ong. (V.1 UIDS/%

Sample List: Ho¥954 Quality Assurance Review
Name / Date:
Set-up Analysi
Ducamiye . _Tas_Yotfis Datntamy: __UC  11/05/99
Instrument: &iie H20/99 Commeats / Justifications:

Analyte: Surr (CH ‘/)
Acceptable Linear Range: _ A&
LOQ: NA

ExtractionBlank M4
Matrix Blank A&

R*2: MA

Calibration Checks: NA

MS/MSD: MA

Data Status: MA

/
/

Analyte:

[Acceptable Linear Range: )
LOQ: Extracted Blank: /

R"2: Matrix Blan)

Calibration Checkx: Tus Ufos/35

MS/MSD-:

/
Data Status: /

V4

Asaire: /

Acceptable Linear Ray
LOQ: Extracted Blank:

/ Matrix Blank:

—

Tas xl/é;/qf ? Zo‘/b



' Tas o315 £ [oFY

Quantify Compound Summary Report Page 1
TOX145-7at sera, day 23 dose and OCORtrol- ext. 11/3/99 XX

Sample List: C:\IMASBLYNMI\ poupd20139 .pro\samplaDB\110499a
Last moditied: Pri Mov 05 06:30:18 1999

Method: C: \MASSLYMX\s0up02019% . pro\NethOB\11042%
Last modified: Pri Nov 05 06:129:44 1999

Job Codas:

Printed: Fri Nov 0S5 06:32:11 1999

Campound 1: POAA (Chl)

# Bams Samplelist Text Type Std Conc T Area Tiags Conc. \Dev
1 110499001 MeOH Blank
2 110499002 MeOH Blank
3 110499003 MeOH 3lank
4 110499004 TOX145-RBS11039-H20 B1k-9, ext. 11/3/99 MCH 7.067 102 bb 1.49 49
5 110493005 TOX145-RBS11039-Seras Blk-9. ext. 11/31/%9 MCH 7.063 115 bb 1.67 67
6 110499006 TOX145-RTS1103)9-Sers Blk-9. ext. 11/3/99 MCH 7.102 94 bb 1.27 3
7 110499007 TOX145-RBS11039-5ppb-9, aext. 11/3/99 NCH Scandard 1.00 7.128 94 Mo 1.36 36
8 110499008 TOX145-RBS11019-10ppb-9, ext. 11/3/99 MCH Standard 1.00 7.128 85 bb 1.2¢ 24
9 110499009 TOX145~-RBS110)9-25ppb-9. ext. 11/31/99 MCH Scandard 1.00 7.128 43 o 1.20 20
10 110499010 TOX145-RB511039-50ppb-9, ext. 11/3/99 MCH Standard 1.00 7.111 73 bb 1.07 7
11 110495011 TOX145-RBS110319-100ppd-9, ext. 11/3/99 MCH Standard 1.00 7.112 73 bb 1.06 6
12 110499012 TOX145-RBS11019-250ppb-9, ext. 11/3/99 MCH Standard 1.00 7.151 65 bb 0.95 -5
13 110499013 TOX145-RBS11039-500ppb~9, ext. 11/3/99 NCH Standazd 1.00 7.127 2 1.19 13
14 110499014 TOX145-RBS11019-750ppb-9, ext. 11/3/99 MCH Standard 1.00 7.113 48 bb 1.28 28
15 110499015 TOX145-RBS11039-1000ppb-9. ext. 11/3/99 MCH Standard 1.00 7.090 103 bb 1.50 so0
16 110499016 MeOH Blank
17 110499017 TOX145-RTS11039-250ppb-MS9, ext. 11/3/99 WCH 7.111 56 M 0.82 -18
N 18 110499018 TOX145-RTS11039-250ppb-MSD10, axt. 11/3/99 WCH 7.083 44 bb 0.64 -38
° 19 110499019 TOX145-RTS-3R01240M-0-Day 29, ext. 11/3/99% WCH 7.131 71 bb 1.04 4
20 110499020 TOX145-RTS-9R0I241N-0-Day 29, ext. 11/3/99 MCH 7.129 57 bb 0.82 -18
21 110499021 TOX145-RTS-9R03242M-0-Day 29, ext. 11/3/9% MCH 7.148 55 »m 0.80 -20
22 110495022 TOX145-RBS11039-150ppb-CCVY, ext. 11/1/99 MCH [+ 1.00 7.132 43 mx 0.6 -317
23 110499623 MaOH Blank
24 110499024 TOX145-RTS-9R0I24IM-0-Day 29, ext. 11/3/99 MCH 7.150 54 bb 0.78 -22
2% 110499025 TOX145-RTS-9R0I24IN-0-Day 29, ext. 11/3/99 MCH 7.134 58 M 6.85 -15
26 110499026 TOX145-RTS-9R032558-5mg/kg-Day29. ext. 11/3/99 NCE 7.151 %6 bb 0.82 -18
27 110499027 TOX145-RTS-IR032560-5mg/kg-Day29, ext. 11/3/99 MCH 7.135 113 bb 1.65 65
28 110499028 TOX145-RTS-9R03257M-5Smg/kg-Day29, ext. 11/3/99 NCH 7.127 93 MM 1.36 36
29 110499029 TOX145-RB511039-250ppb-CCV10, ext. 11/3/99 MCH Q< 1.00 7.086 61 bb 0.8% -11
30 110499030 MeOH Blank -
31 110495031 TOX145-RTS-9R0I2S0M~5mg/kg-Day29, sxt. 11/3/99 MCH 7.108 112 1.63 63 °
32 110495012 TOX145-RTS-9R0I259M~5mg /kg-Day29, ext. 11/3/99 McH 7.089 132 b 1.92 92
33 110499033 TOX145-RB5S110319-250ppb-CCVY, ext. 11/3/99 MCH Qc 1.00 7.306 48 bb 0.6% -31
34 110499034 MeOH Blank
35 110499015 TOX145-RAS110)9-H20 Blk-9, ext. 11/3/99 NMCH 7.127 90 bb 1.31 1
36 110499036 TOX165-RBS1103)9-Sera Blk-9., ext. 11/3/99 NCH 7.159 52 W 0.76 -24
37 13104990317 TOX145-RTS11039-Sera Blk-9, ext. 11/3/99 MCH 7.197 46 1 0.68 -32
33 110499038 TOX145-RBS110)9-5ppb-9. ext. 11/3/99 MCH Standard 1.00 7.131 36 bb 0.52 ~48
39 110439039 TOX145-RBS11039-10ppb-9, ext. 11/3/99 MCH Scandard 1.00 7.107 39w 0.57 -4)
40 110495040 TOX145-RBS11039-25ppb-9, ext. 11/3/99% MCH Standard 1.00 7.150 45 bb 0.65 ~-35
41 110495041 TOX145-RBS11039-50ppb-9. ext. 11/3/99 MCH Standard 1.00 7.085 47 M 0.69 -31
42 110499042 TOX145-RBS11019-100ppb~9. ext. 11/3/99%9 MCH Standard 1.00 7.105 50 bb 0.7y -27
43 110499043 TOX145-RBS11039-250ppb-9, ext- 11/3/99 MCH Standard 1.00 7.111 $2 XM 6.75 -25
44 110439044 TOX145-RBS11039-500ppb-9, ext. 11/3/99 MCH Standard 1.00 7.131 $9 bb 0.86 -14
45 110499045 | TOX145-RBS11039-750ppb-9, ext. 11/)/99 MCH Standard 1.00 7.110 70 w1 1.03 3
46 110499046 TCX145-RBS11039-1000ppb-9, ext. 11/3/99% MCH Standard 1.00 7.136 92 MM 1.34 3

8Soup 020199: Quantitated and printed by ias on 11/05/%9



guantify Campound Summary Report Page 2
TOX145-rat sera, day 29 dose and COGLrOl- axt. 1173799 R

Sample List: c:\mn.m\-mazcxn.m\uquu\uun.
Last modified: Fri Mov 05 06:30:18 1999

Mathod: C: \MASSLYMX\30up020199 .pro\NethiB\11043%a
Last modified: Fri Mov 05 06:29:44 1999

Job Code:

rrinted: rri Mov 05 06:32:31 1999

Compound 3: PPOS (Ch2)

® Rama Samplelist Taxt TYDe std Cone Lol Area Ylags Conc. WDev
1 110499001 MeOH Blank 7.220 $3 bb 0.00
2 110499002 MeOH Blank 7.230 41 M 0.00
3 110499003 MaCH Blank 7.291 26 bb 0.00
4 110495%004 TOX145-RBS110)9-K20 B1lk-9, ext. 11/3/9% MCH 7.206 108 bb 0.00
5 110499005 TOX145-RBS11039-Sera x-9, axt. 11/3/99 MCH 7.180 72 o 0.00
6 110499006 TOX145-RTS11039-Sera Blkx-9, axt. 11/3/9% MCH 7.242 [T 0.00
7 110499007 TOX145-RBS11039-Sppb-9, axt. 11/3/99 MCH Standard ¢.93 7.267 208 bbX 4.89 -1
8 110499008 TOX145-RAS11039-10ppb-9, ext. 11/3/99 MCH Standard 9.76 7.267 233 bb 9.02 -8
9 110499003 TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH Standard 24.80 7.245 527 bb 20.47 =17
10 110499010 TOX145-RBS11039-50ppb-9, ext. 11/3/39 MCH Standard 49.30 7.350 995 MM 43.28 -12
11 110499012 TOX145-RBS11039-100ppb-9, ext. 11/3/99 MCH Standard 97.60 7.251 1921 bd 88.51 -9
12 110499012 TOX145-RBS11039-250ppb-9, ext. 11/3/99 MCH Standard 248.00 7.291 4504 bd 214.64 -13
13 110499013 TOX145-RES11039-500ppb-9. ext. 11/3/99 MCH Standard 493.00 7.244 3983 M 433.3¢ -12
14 110499014 TOX145-RBS11039-750ppb-9, ext. 11/3/99 WCE Standard 735.00 7.252 13842 W1 §70.62 -9
15 110499015 TOX145-RBS11039-1000ppb~9, ext. 11/3/99 MCH Standard 976.00 7.228 17240 bbX 836.53 -4
16 110499016 MeOH Blank 7.253 193 bb
17 110499017 TOX145-RTS11039-250ppb-MS9, ext. 11/3/99 MCH 7.250 3926 bd
T 18 110499018 TOX145-RTS11039-250ppb-NSD10, ext. 11/3/9% MCE 7.222 3634 bb
e 19 110499019 TOX145-RTS-9R03240M-0-Day 29, exz. 11/3/99 MCH 7.270 57 bb
- 20 110499020 TOX145-RTS-9R0I241N-0-Day 29, ext. 11/31/99 MCH 7.268 54 W
21 110499021 TOX145-RTS-9R0IZ4IN-0-Day 29, exx. 11/3/99 MCH 7.288 S1 kb
22 110499022 TOX145-RES11039-250ppb-CCVS, axt. 11/3/99 MCE o 248.00 T.248 4344
23 110499023 MeOH Blank 7.289 81 bBb
24 110499024 TOX145-RTS-9R0124I4-0-Day 29, ext. 11/3/99 WX 7.291 39 bb
25 1310499025 TOX145-RTS-9R03243M-0-Day 29, ext. 11/3/99 NCX 7.251 40 bb
26 110459026 TOX145-RTS-9R0I255M-5mg /kg-Day29, ext. 11/3/99 MCH 7.268 52663 bb
27 110499027 TOX145-RTS-IR0I256M-5mg/kg-Day29, ext. 11/3/99 MCH 7.27% 58663 bb
28 110499028 TOX145-RTS-9R0I257N-5mg/kg-Day29, ext. 11/3/99 MH 7.267 61721 bb
29 110499029 TOX145-RBS11039-250ppb-CCV10, ext. 11/3/99 WCE oC 248.00 7.225 4581 bb
30 110499030 MeCH Rlank - 7.2 133 o
31 110499031 TOX145-RTS-9R03I258N-5mg/kg-Day29, ext. 11/3/99 MCH T7.246 56708 bb
32 110499032 TOX145-RTS-9R03259M-5mg /kg-Day2$. exct. 11/3/99 MCH 7.251 90061 bb
33 110499033 TOX145-RBS11039-250ppb-CCVY, ext. 11/3/99 MCH Q< 248.00 7.224 4843 bd
34 110499034 MeOH Blank 7.308 182 bb
35 110499035 TOX145-ABS11039-K20 Blk-9, ext. 11/3/99% MCH T.266 87 bb
36 110499036 TOX145-RBS11039-Sera Blk-9, ext. 11/3/99 MCH 7.298 61 bb
37 110499037 TOX145-KRTS11039- Blx-9, ext. 11/3/99 MCH 7.314 107 bb
38 110499038 TOX145-RBS11039-5ppb-9, ext. 11/3/99 MCH Standard 4.93 7.248 183 X
39 110499039 TOX145-RBS11039-10ppb~9. axt. 11/3/99 MCH Standard 9.76 7.247 326 bd 10.6% 9
40 110495040 TOX145-RBS11039~-25ppb-9, ext. 11/3/99 MCH Standard 24.80 7.289 656 bb 26.74 L]
41 110499041 TOX145-ABS11039-50ppb-9, ext. 11/3/99 MCH Scandard 49.30 7.224 1268 bb 56.64 15
42 110499042 TOX145-RB511039-100ppb-9, ext. 11/3/99 MCH Standard 97.60 7.244 2489 bd 115.27 19
43 110499043 TOX145-RBS11039-250ppb-9, axt. 11/3/99 MCH Standard 248.00 7.271 $714 bd 273.70 10
44 110499044 TOX145-RBS11039-500ppb-9, ext. 11/3/99 MCH Standard 493.00 7.269 11073 bd 535.41 9
45 110499045 TOX145~-RBS11039-750ppb-9, ext. 11/3/99 MCH Standard 7315.00 7.250 16812 bb 815. 64 11
46 110499046 TOX145-RBS11019-1000ppb-9. ext. 11/3/99 MCH Standard 976.00 7.277 22935 bdX 1114.59 14

soup 020199: Quantitated and printed by jas ou 11/03/%9




Quantify Compound SummaTy Rsport Page 3
20X143-rac sers, day 29 dose and cootrol- est. 11/3/9% KX

Sample List: C: \NASSLYNX\s0up020199 . pro\ SampleDS\11049%a
Last modified: Pri Mov 03 06:30:18 1999

Mathod: C: \MASSLYKX\scup020199 . pro\Methim\11049%2
Last modified: Pri Nov 05 06:29:44 1399

Job Code:

rrinted: Fri Mov 05 06:52:31 1399

Compound 3: PPOSA (Ch))

§ Mame sSanplelist Text TYDe stad Conc =T Area Flags Conc. Wev
1 110499001 MeOH Blank . 7.805 236 W 0.00

2 110499002 MeCH Blank 7.815 840 M 0.80

3 110499003 MeOH Slank 7.809 $22 0.00

4 110499004 TOX145-RBS11039-H20 Blk-9, ext. 11/3/99 MWCH 7.769 363 W 0.00

S 110499005 TOX145-RBS11039-Sera Blk-9, ext. 11/3/99 MCH 7.805 409 0.00

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

7 110499007 TOX145-RBS11039-Sppb-9, aexc. 11/3/99 MCH Standard 4.93  7.850 1849 & .91 -0
8 110499008 TOX145-RBS11039-10ppb-9, ext. 11/3/9% MCH Scandard $.77  7.828 3250 db 10.61 9
9 110499009 TOX145-RBS11039-25ppb-9, ext. 11/3/99 WCH Standard 24.80  7.875 7052 ad 26.09 s
10 110499010 TCX145-RBS11039-50ppb-9, ext. 11/3/99 MCH Standard 49.30 7.857 13252 db $1.32 ¢
11 110499011 TOX145-RBS11039-100ppb-9, ext. 11/3/99 wcH Standard 97.70  7.816 28632 Mx 113.91 17
12 110499012 TOX145-RBS11039-250ppb~-9, ext. 11/3/99 MCH Standard 248.00 66768 MM 269.12 9
13 110499013 TOX145-ABS11039-500ppb~9, ext. 11/3/99 MCH Scandard 493.900 125323 MM 507.43 3
14 110499014 TOX145-RBS11039-750ppb-9, ext. 11/3/99 MCE Standard 736.00 187764 M 761.56 3
15 110499015 TOX145-RBS11039-1000ppb-9, ext. 11/3/99 MCH Standard $77.00 241229 W% 979.16 0
16 110499016 NeOH Blank 1516 e 1.55

17 110499017 TOX145-RTS11039-250ppb-MS9, ext, 11/3/99 MCH 61127 Mx 246.16

18 110495018 TOX145-RTS11019-250ppb-MSD10, ext. 11/3/99 MCH 60889 204 245.19

19 110499019 TOX145-RTS-9R03240X-0-Day 29, ext. 11/3/99 WH €74 W 0.13

20 110495020 TOX145-RTS-3R03241%-0-Dey 29, ext. 11/3/99 MCH 600 0.00

21 110499021 TOX14S5-RTS-IR0I242X-0-Day 29, ext. 11/3/99 WCH 417’ 0.00

22 110499022 TOX145-RBS11039-250ppb-CCVS, ext. 11/3/99 MCH oc 248.00 53654 W 236.10 -5
23 110499023 MeOH Blank S41 M 0.00 l
24 110499024 TOX145-RTS-9R03243K-0-Dey 29, ext. 11/3/99 MCH 370 Mn 0.00 E ftd
25 110499025 TOX145-RTS-9R03243IN-0-Day 29, ext. 11/3/99 MCH 323 M 0.00 UC
26 110499026 TOX145-RTS-9R03I255M-5mg/kg-Day29, ext. 11/3/99 MCH 677 & 0.14

27 110499027 TOX145-RTS-9RO3256M-5mg/kg-Day2$, ext. 11/3/99 WCH 939 1.20 ijas ?‘i
28 110499028 TOX145-RTS-9R0I257X-5mg/kg-Day29, ext. 11/3/99 MCH 911 & 1.09

29 110499029 TOX145-RBS11039-250ppb-CCV10, aext. 11/3/99 MCH oc 248.00 7.831 $5323 mx 222.%4 -10
30 110499030 MeOH Blaak - 7.878 286 Mn 0.00

31 110499031 TOX145-RTS-9R03258N-5mg/kg-Day29, ext. 11/31/99 MCH 7.831 929 M 1.16

32 110499032 TOX145-RTS~9R03I25IN-Smg/kg-Day29, ext. 11/3/99 NCH 7.856 1875 db 5.0

3) 110495033 TOX145-RBS11039-250ppb-CCVS, ext. 11/3/99 MCH oc 248.00 7.832 53678 M 215.85 -13
34 11049903¢ MeOH Blank 7.938 360 MW 0.00

35 110499035 TOX145-RBS11039-M20 Blk-3, ext. 11/3/99 MCH 7.873 229 W 0.00

36 110499036 TOX145-RBS11039-5era Blk-9, ext. 11/3/99 MCH 7.948 240 Mx 0.00

37 110499037 TOX145-RTS11039-Sera Blk-9, ext. 11/3/9% MCH 7.876 283 @ 0.00

38 120499038 TOX145-RBS11039-5ppb-9. ext. 11/3/99 MCH Standard 493 7.810 1629 M 4.01 -19
39 110499039 TOX145-RBS11039-10ppb-9, ext. 11/3/99 MCH Standard 9.77 7.808 2912 9.23 -5
40 110499040 TOX145-RBS11039-25ppb-9, ext. 11/3/9% MCH Standard 2¢.30 7.918 6272 M 22.91 -8
41 120499041 TOX145-RB511039-S0ppb~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 98.85 1
43 110499043 TOX145-RBS11039-250ppb-9, ext. 11/3/99 MCH Standard 248.00  7.945 60206 MM 242.42 -2
44 110499044 TOX145-R8S11039-500ppb-9. ext. 11/3/99 MCH Standard 433.00  7.809 122823 mx 497.26 1
45 110495045 TOX145-R8S11039-750ppb-9, ext. 11/3/9% MCH Standard 736.00 7.879 172739 700.41  -$
46 110499046 TOX145-RBS11039-1000ppb-9. ext. 11/3/99 MCH Standard 977.00  7.861 230763 MW 936.56 -4

Soup 020199: Quantitated and printed by ias om 11/03/9%




Guantify Compound Summary Repart Pags ¢
TOX145-rat sera, day 29 dose and ooatrol- ext. 11/3/99 WX

Sampla List: C: \MASSLYME\30up020199 .pro\ SampleDB\ 1104992
Last modified: Fri Mov 05 06:30:18 1999

Method: € \MASSLYNX\s0upd20199 . pro\NethDE\11049%a
Last modified: Fri Nov OS 06:29:44 1999

Job Code:

Printed: Pri Mov 0S 06:352:31 1999

Compound 4: Surr (Chd)

9 Rame Samplelist Text TYpe std Coac =T Area Tlags Conc. WOev
1 110499001 NeCH Blank 7.07% 14 Wi 0.01 -99
2 110499002 MeOH Blank
3 110499003 MeOH Blank
4 110499004 TOX145-RBS11039-K20 Blk-9, ext. 11/3/99 MCR 7.085 2657 bb 1.23 23
5 110499005 TOX145-RBS11039-Sera Blk-9, ext. 11/3/99 MCH 7.058 2772 Bd 1.2¢% 29
6 110499006 TOX145-RTS11039-Sara Blk-9, ext. 11/3/99 MCH 7.097 3201 > 1.02 2
7 110499007 TOX145-RBS11039-5ppb-9, ext. 11/3/99 MR Standard 1.00 7.122 2219 bb 1.03 3
8 110499008 TOX145-RBS11039-10ppb-9, ext. 11/3/99% MCH Standard 1.00 7.123 2541 bd 1.18 18
9 110499009 TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH Standard 1.00 7.123 2415 bd 1.12 12
10 110499010 TOX145-RBS11039-50ppb-9, ext. 11/3/99 MCH Standard 1.00 7.105 2030 bb 0.9¢ -6
11 110459011 TOX145-RBS11039-100ppb-9, ext. 11/3/99 MCH Standard 1.00 7.1328 2372 bb 1.10 10
12 110499012 TOX145-RBS11039-250ppb-9, ext. 11/3/99 MCH Standard 1.00 7.168 2178 bb 1.01 b3
13 110499013 TOX14S-RBS11039-S00ppb-9, ext. 11/3/99 NCH Standard 1.00 7.121 2352 bb 1.09 9
14 110495014 TOX145-RBS11039-750ppb-9, ext. 11/1/99 MCH Scandard 1.00 7.130 2306 b 1.07 ?
15 110499015 TOX145-RRS11039-1000ppb-9, ext. 11/3/99 MCH Standard 1.00 7.106 2191 bb 1.02 2
16 110499016 NeOE Blank 7.131 10 bb 0.00 -100
.- 17 110499017 TOX145-RTS11039-250ppb-NS9, axt. 11/3/99 MCH 7.106 1907 bb 0.89 -11
T 18 110499018 TOX145-RTS11039-250ppb-KMSD10, axt. 11/3/99 MCH 7.077 1730 bb 0.80 -20
19 110499019 TOX145-RTS-9R03240M-0-Day 29, ext. 11/3/99 MCH 7.125 1490 bb 0.69 -31
20 110493020 TOX145-RTS-IR03241M-0-Day 29, ext. 11/3/99 MCH 7.146 2231 bb 1.04 4
21 110499021 TOX145-RTS-9R03242M-0-Day 29, ext. 11/3/99 MCH 7.143 2377 b 1.10 10
22 110499022 TOX145-RBS11039-250ppb-CCVY, ext. 11/3/99 MCH Q«© 1.00  7.126 2260 bb 1.05 S
231 110499023 MeCH Blank 7.167 11 0.01 -99
24 110499024 TOX145-RTS-IR0324IM-0-Day 29, ext. 11/3/99 MCH 7.167 22121 bb 1.03 3
25 110499025 TOX145-RTS-9R03243M-0-Day 29, ext. 11/3/99 MCH 7.128 2451 bd 1.14 1
26 110499026 TOX145-RTS-9R0I2SSK-Smg/kg-Day29, ext. 11/3/99 uMCH 7.124 2005 db 0.93 -7
27 110499027 TOX145-RTS-9R0I256M-Smg/kg-Day29, ext. 11/3/99 MCH 7.3129 2380 bb 1.11 11
28 110493028 TOX145-RTS-9R032STN-5mg/xg-Day2d, ext. 11/3/39 M: 7.122 2507 bb 1.16 16
29 110499029 TOX145-RBS11039-250ppb-CCVIO0, ext. 11/3/9% MCH ' 1.00 7.080 1986 bb 0.92 -8
30 110499030 MeOH Blank -
31 110499031 TOX145-RTS-9R03258M-Smg/kg-Day29, ext. 11/3/99 MCH 7-102 2213 bo 1.03 3
32 110499032 TOX145-RTS-IROI259K-Smg/kg-Day29, ext. 11/3/99 wCH 7.105 2002 bb 0.93 -7
33 110499033 TOX145-RBS11039-250ppb~-CCVI, ext. 11/3/99 MCH - 1.00 7.100 2025 bd 0.94 -6
34 110499034 MeOH Blank 7.163 9 bb 0.00 -100
35 110499035 TOX145-RBS11019-120 Blk-9, ext. 11/3/99 MCH 7.122 1877 MM 0.87 -11
36 110499036 TOX145-RBS11039-Sera Blk-9, ext. 11/3/99 MCR 7.154 2008 bb 0.93 -7
37 110499017 TOX145-RTS11039-Sera Blk-9, axt. 11/3/99% MCH 7.191 1671 bb 0.78 -22
38 110499018 TOX145-RBS11039-Sppb~9, ext. 11/3/99 MCH Standard 1.00 7.124 1925 bb 0.89 -11
39 1104990319 TOX145-RBS11039-10ppb~9. ext. 11/3/99 MCH Standard 1.00 7.102 2102 ba 0.98 -2
40 110499040 TOX145-RAS11039-25ppb-9, ext. 11/3/99 NCH Standard 1.00 T.14d 2068 bb 0.96 -4
41 110499041 TOX145-RBS11039-50ppb-9, ext. 11/3/99 MCH Standard 1.00 7.080 1741 bb 0.81 -19
42 110499042 TOX145-RBS11039-100ppb-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 Standard 1.00 7.127 2076 bd 0.96 -4
44 1104990484 TOX145-RBS11039-500ppb-3, ext. 11/3/99 MCH Standard 1.00 7.126 2239 bb 1.04 4
45 110499045 TOX145-RBS11039-750ppb-9. ext. 11/3/99 WCH Standard 1.00 7.105 2002 MM 0.93 -7
46 110499046 TOX145-RBS11039-1000ppb-9, ext. 11/3/99 MCH Standard 1.00 7.130 1894 bb 0.88 12

Soup 020199: Quantitated and printed by ias on 11/05/99
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Quantitfy Calibratien rage 1

Report
20X145-7at sera, Gay 29 dose snd comtrol- ext. 11/3/99 WCE

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

103'} ’x

XX

Response-

X X X X

0 T T T T T T T T T  Conc
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soup 020199: Quantitated and printed by ias ca 11705799



Quantify Calibratios Report
TOX14S-rac sera, day 1% dose and control- ext. 11/3/9% MCR

Page 2

Compound 2 name: PFOS (Ch2)
Coefficient of Determination: 0.980777
Calibration curve: 20.4798 * x + 108.210
Response type: External Std, Area

2.29e4-

Response-

o1

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
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Soup 02019%: Quantitated and printed by ias on 11/05/99



Quantify Calibwatiomn Repoxt
TOX14S-xat sera, day 329 dose and COAtrOl- axt. 1173799 mcx

Page

Compound 3 name: PFOSA (Ch3)

Coefficient of Determination: 0.997747

Calibration curve: 245.706 * x + 643.062

Response type: External Std, Area

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

2.41eb

Response

oS

0.0 2000 4000 6000

_800.0_

Conc

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



Quancify Calibration Page ¢

Reporc
TOX145-Tat sera, day 29 4cse and OOREIOl- ext. 1173799 McH

Compound 4 name: Surr (Ch4)
Response Factor: 2153.97
Response type: External Std, Area

Curve type: RF
2.54e34 x
x
%
X
4
X
¥
X
X
X
X
x
X
Response-

o 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 02019%: Quantitated and printed by ias on 11/05/99



Method Report

nathod file: CX\IISSLM\JGMZOI”.pru\h:hbl\llol!’..ﬂb
Last modified: Pzi Mov 05 06:29:44 1999

Compound 1: PGAA (Chl)

rrinted Pri Mov 05 06:56:56 1999

s Hfosfi /1» (Y

Prage 1

Quantify Trace:
Conc. of Standards:

Usar RP Value:

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

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

Time Window (mins):

Peak Salection:

Responss Type:
Rasponsa:

Polyncmial Type:
Point of Origin:
it weighting:

Axis Transformation:

Units:

Peak-to-peak amplitude:

Smoothing:

Window size (scans):
Shmber of smooths:
Smcothing method:

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

Draw vertical threshold:
Detsct shoulders:
Shoulder threshold:

Ralative height:
Abgolute height:
Relative ar
Absolute area:

POAA (Chl)
(Mone]

TIC

Pixed

1.000000, Disabled
1.000000

2.000

1.0000Da

7.167, Enabled
0.000, Dissbled
{None]
0.345

Nearest

Rxternal
Axeas
Exclude

/X

[ 2%

Tt
.3

30.00
200.00
5.00

%0.00
Disabled "
3o.o00

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



MNethod Report Page 2

Method file: C:\IASSLM\WZOISQ.mc\m:ml\!lbd!’n.-ﬂb )
Last moditied: Pri Mov 05 06:29:44 1999
Compound : 2: Pros (Ch2)
Printed: ?ri Mov 05 06:56:56 1999
Compound Name : PrOS (Ch2}
Internal Ref.: {Moos]
Quantify Trace: TIC
Conc. of Standards: Conc. A
User RF Value: 1.000000, Disabled
User Peak Pactor: 1.000000
Integrate Window Pactor: 2.000
ChIOmALOGrAn BASS Window: 1.0000Da
Retention Time (mins): 7.429, Enabled
Relative Retention Time: 0.000, Disadbled
RT Reference: (Bone)
Time Window (mins): 0.467
Peak Selection: Nearest
- Response Type: External

Raspons Arsas

A N Polyncmial Type: Linear
point of Origin: Exclude
Pit Weighting: /x
Axis Transformatioa: Mone
Units:
Peak-to-peak smplitude: [ 33
Smoothing: Rnabled N
Window size (scans): 2
Numbar of smooths: i
Smoothing method:
Join valley threshold: 30.00
Reduce peak tailing: 200.00
Raise baseline maxisum: 5.00
Drawv vertical threshold: 90.00
Detect shoulders: Disabled .
Shoulder threshold: 30.00
Relative height: 1.50, Disabled
Abaoclute height: 0.00, Disabled

2.00, Disabled
0.00, Disabled

Relative ar
Absolute ar




Method Report Page 3

Mathod file: C: \MASSLYNX\20up020199.pro\MethDB\110499a . mib ’
Last modified: Pri Nov 05 06:29:44 1999
Compound : 3: PPOSA (CWY)
Printed: Pri Mov 05 06:56:56 1999
Compound Name: PPOSA {Chl)
Internal Ref. [mona)
Quantify Trace: TIC
Conc. of Standards: Conc. B
O R? Value: 1.000000, Disabled
User Pesak Pactor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da
Retention Time (mins}: 8.147, Enabled
Relative Retention Time: 0.000, Disabled
RT Reference: [None}
Time Window (mins): 0.556
Peak Selection: Mearest
Response Type: External
Response: Axeas

"

. Polynomial Type: Linear
Point of Origin: Rxclude
Pit Weighting: /X
Axis Transformation: None
Units:
Peak-to-peak axplitude: 33
Smoothing: Enabled N
Window size (scans): 2
Number 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
Absclute height: 0.00, Disabled

2.00, Disabled
0.00, Disabled

Relative ar
Absolute




Mathod Report Page &

Method file: C:\MSSLYB\MNZOISQ.pza\l-tth\llOd’!..db ’
Last modified: rri Nov 05 06:29:44 1399
Compound : &: Surr (Chd)
Printed: Pri Mov 05 06:56:56 1999
Compound Name : Surr (Chd)
Internal Ref.: (Monel
Quantify Trace: TIC
Conc. of Standards: Pisxed
User AF Value: 1.000000, Disabled
User Peak PFactor: 1.000000
Integrate Window Yactor: 2.000
Chromatogram mass window: 1.0000Da
Retention Time (mins): 7.218, Enabled
Relative Retention Time: 0.000, Disabled
RT Reference: [Mone)
Time Window (mins): 0.379
Peak Selection: MNearest
Response Type: External
Responss: Areas

T Polynomial Type: Linear

4t Point of Origin: Rxclude

e Pit Weighting: u/x
Axis Transformation: Nons
Onics:
Pesk-to-peak amplitude: [ 1
Smoothing: Enabled
Windov size (scans): 2
Nunber of smooths: 1

Smoothing mathod:

Join valley threshold: 30.00

Reduce peak tailing: 200.00

Raise basaline 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 are
Absolute area:

2.00, Disabled
0.00, Disabled




“Tos “/05 (4

SOUP 020199: FACT Equipment
Log 99092 PAGE 11
Quattro II, #6414E

DATE;_11-04-99

ANALYST:ias
STUDY NUMBER.TOX145 MATRIX: ratsera DESCRIPTION: day 29- dose & control

FACT Method: ETS-8-5.1

Injection volume:_10 ul, Cycle time:_10 min. Electrode: Z-Spray
Mobile Phase: - (A)2.0 mM NH4CH3CO?2 (B)McOH
TN-A- or stndrd number (A) 99085-11-15 (B).TN-A-2997
Prepared (date/by): (A)_10/30/99 sah (B)_10/30/99 sah
Expires: (A).04/00 (B)_2010

Store at room temp? E or N Other:

Guard column: None

Part number:_pa Lot number: ng_

Analytical column: ch;tonc‘Bctasil

Size: 2 x 50 mm Type: C18 Sphere size: S um
Part number: 055-701-2 Lot number: PO9E11 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:_6J 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




Tuning Maethod Report Page 1
Method: C: \MASSLYNX\SOUP02 0199 . PRO\ACQUDB\PFOS3

Printed: Thu Nov 04 14:02:27 1999

SOURCE ( ESP- ) Set Rdbk MSsl Set Rdbk

Capillary 1.60 1.62 LM Resolution 14.0
Cone 40 -41 HM Resolution 14.0
Extractor 5 -7 Ion Energy 0.9
RF Lens 0.2 Ion Energy Ramp 0.0
Source Block Temp. 150 150 Lens 6 4 3
Desolvation Temp. 250 250 Multiplier 650
Pressures Rdbk MS2 Set Rdbk
LM Resolution 14.0
Analyser Vacuum 5.1le-5 HM Resolution 14.0
Collision 10 7
Gas Cell 4.0e-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens 8 40 36

Lens 9 0
Multiplier 650



Scanning Metbhod Reporxt Page 1

Mathod: cx\nuun\mo:oxn.M\m\xoﬂ-m-m-m&.u
Last Modified: Pri Oct 1S 10:35:03 1999

rrinted: Tha Nov 04 13:18:18 1999
Solvent Delay ( mins ) @ 0.00
runction : 1 w4 of 1 Mass Pair ( REP- )
Inter Channel Delay ( Secs ) : 0.0)
Span ( Daltons } 1 0.00
Start Time ( Mins )} : 0.00
End Time ( Mins ) : 10.00
Repeats : 1
Channel Parent Deughter Dwell (Secs) Coll Enargy (eV) Cone ( V)
1 413.00 169.00 0.3¢0 30 15
Punction : 2 Wt of 1 Mass Pair ( E8P- )
Inter Channel Delay [ Secs ) : 0.03
Span ( Daltons } : 0.00
Start Time { Mins ) : 0.00
Eod Time ( Mins } : 10.00
Repeats : 1
1 Parsat Dwall (Secs) Coll Rnergy (eV) Cone (v
:. 1 499.00 99.00 0.3 . A4S (1]
Function : 3 MM of 1 Mass Pair ( BEF- )

Inter Channel Delay { Secs ) : 0.03

Span ( Daltoms ) 0.00

Start Time ( Mins ) : 0.00

gnd Time ( Mins )} 1 10.00

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

Yunction : 4 XM of 1 Mass Pair ( ESP- )

Inter Channal Dalay { Secs ) : 0.0}

Span ( Daltons ) : 0.00

Start Time ( Mins ) : 0.00

End Time ( Mins )} : 10.00

Repeats :

1
Channel Parent Dasughter Dwell (Secs) Coll Energy (eV) Cone ( V)

1 427.00 80.00 0.30 40 60




Method Report Page 1

Method File: Cs \n.ssmmz\sourozolss.rmmoum\lo-in-lo-ss
Last Modified: Thursday, November 04, 1999 11:122:29
Printed: Thursday, November 04, 1999 13:18:38

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

HEP1100 LC Pump Gradient Timetable

The gradient Timetable contains 5 entries which are :

Time A% B% Cs 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 Contactd
Initial off off Off off off
0.00 Off on on Off on
0.10 Off Off Off Off off

HP1100 Autosampler Initial Comditions

Draw Speed 200.0
Eject Speed (nl/min) 200

Draw Position (mm) 0.00
Stop Time (mins) 9.00
Injection Volume(nl) 10.0

vial Number 51



Massiynx - Sampie List

Sampie List: C:\MASSLYNX\soup0201 99.pro\SampieDB\11 0499a.SPL
Printed: Thu Nov 04 13:18:22 1999

Page 1
Page Position: (1, 1)

antdvevonaswna

-
E -

EEEERRBEEYLLLRBUENRNERRBRNEazIsS

File Name

110499001
110499002
110489003
110499004
110499005
110499006
110499007
110498008
110499009
110499010
110499011
110499012
110489013
110499014
110499015
110499016
110499017
110499018
110499019
110499020
110498021
110499022
110499023
110499024
110499025
110499026
110499027
110499028
110499029
110499030
110499031
110499032
110499033
110499034
110498035
110499036
110499037
110499038
110489039
110499040
110498041
110499042
110499043
110499044
110498045
110499046

File Text

MeOH Blank

MeOH Blank

MeOH Blank

TOX145-RBS11039-H20 Bik-9, ext. 11/3/99 MCH
TOX145-RBS11039-Sera Bik-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. 11/3/99 MCH
TOX145-RBS11039-25ppb-8, ext. 11/3/89 MCH
TOX145-RBS11039-50ppb-9, ext. 11/3/39 MCH
TOX145-RBS11039-100ppb-9, ext. 11/3/89 MCH
TOX145-RBS11039-250ppb-9, ext. 11/3/89 MCH
TOX145-RBS11039-500ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-750ppb-9, ext. 11/3/89 MCH
TOX145-RBS11039-1000ppb-9, ext. 11/3/09 MCH

MeOH Blank

TOX145-RTS11039-250ppb-MS9, ext. 11/3/99 MCH
TOX145-RTS11039-250ppb-MSD10, ext. 11/3/98 MCH
TOX145-RTS-9R03240M-0-Day 29, ext. 11/3/89 MCH
TOX145-RTS-9R03241M-0-Day 29, ext. 11/3/99 MCH
TOX145-RTS-8R03242M-0-Day 29, ext. 11/3/99 MCH
TOX145-RBS11039-250ppb-CCV9, ext. 11/3/89 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. 11/3/39 MCH
TOX145-RTS-9R03256M-5mg/kg-Day29, ext. 11/3/99 MCH
TOX145-RTS-9R03257M-5mg/kg-Day29, ext. 11/3/99 MCH
TOX145-RBS11039-250ppb-CCV10, ext. 11//99 MCH
MeOH Blank

TOX145-RTS-9R03258M-5mg/kg-Day29, ext. 11/3/99 MCH
TOX145-RTS-9R03259M-5mg/kg-Day29, ext. 11/3/99 MCH
TOX145-RBS11039-250ppb-CCV9, ext. 11/3/99 MCH
MeOH Blank

TOX145-ABS11039-H20 Bik-9, ext. 11/3/39 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. 11/3/89 MCH
TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-50ppb-9, ext. 11/3/89 MCH
TOX145-RBS11039-100ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-250ppb-9, ext. 11/3/98 MCH
TOX145-RBS11039-500ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-750ppb-9, ext. 11/3/89 MCH
TOX145-RBS11039-1000ppb-9, ext. 11/3/89 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
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
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
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



Massiynx - Sample List Page 2

Sample List: C:\MASSLYNX\soup020199.pro\SampIeDB\1 10499a.SPL Page Position: (2, 1)
Printed: Thu Nov 04 13:18:22 1999

Inlet File Bottle Inject Volume Sample Type ConcA ConcB ConcC

1 10min-10-95 81 10 - - - -
2 10min-10-95 91 10 - - - -
3 10min-10-95 91 10 -~ - -— -—
4 10min-10-95 1 10 — — — —
5 10min-10-85 2 10 -~ -~ - —
6 10min-10-95 3 10 - —_ — —
7 10min-10-95 4 10 -~ — — —
8 10min-10-85 5 10 -— - — -
9 10min-10-95 6 10 — - -— -—
10 10min-10-85 7 10 -~ - - -
11 10min-10-85 8 10 — - nd -
12 10min-10-95 9 10 — band - -—
13 10min-10-95 10 10 —~— -_ e —
14 10min-10-85 11 10 - - -~ -
15  10min-10-95 12 10 — - - -
16 10min-10-95 92 10 — - - -
17 10min-10-95 13 10 — - -— -
18 10min-10-95 14 10 — - — —
19  10min-10-95 15 10 — - - —
20 10min-10-95 16 10 -~ - - -
21 10min-10-95 17 10 - - - —
22 10min-10-95 25 10 -~ - —
23 10min-10-95 92 10 — - -
24 10min-10-95 18 10 - - -
25 10min-10-95 19 10 - e — ae-
26 10min-10-95 20 10 - — - —
27 10min-10-95 21 10 - — - —
28 10min-10-95 22 © 10 - - - -
29 10min-10-95 26 10 - - e —
a0 10min-10-95 93 10 - — -— —
31 10min-10-95 23 10 - — — -
32 10min-10-95 24 10 — - — —
33 10min-10-85 25 10 - - - -
M 10min-10-95 93 10 — - -— -
35 10min-10-95 1 10 - —_ —
36 10min-10-85 2 10 — - — —
37 10min-10-95 3 10 - - - -
as 10min-10-95 4 10 - — o -
as 10min-10-95 5 10 - - — -
. 40 10min-10-95 6 10 - — — —
o 41 10min-10-95 7 10 ~—- - - —
42 10min-10-95 8 10 — - - -
43 10min-10-95 9 10 - - — -
44 10min-10-95 10 10 -~ - -— -
45 10min-10-95 11 10 - — — —
46 10min-10-95 12 10 — - - -



FACT: DATA REVIEW SUMMARY FORM

Date: ”/07/97

' Name/Dste:

Data Anaiyst: Tas

FACT Study #: Tox We

Matrix/Timepoints: g'g - 2 s / foce — (1./ ,/!
Sample List: Ho5854

Set-up Analysis

Date/Analyst MMy %f/i?

Instrument.

é’/«g R84

Analyte: FadA (c;l/)@

 Acceptable Linear Range: _ VA

LOQ AA ExtractionBlankc _ ¥4
RA2: A Matrix Blank A
Calibration Checks: oz
MS/MSD: __y// n

oAl

[Data Sums: m%&‘ﬁ 7

Data Review Sign-Off

Analyst Review

Jas '/’f/ff

Techaical Review

Name / Date: 202 ,,b/qq fkm Nov-§-71

Quality Assurance Review
Name / Date:

Data Eatry: Enl l\)ﬂ"ﬂ

Comments / Justifications:

@ ;4 (Z/é r&-v[n.l- Luree &ds AL____#
Yan ,4 v Rra M fe &g/u/
—l: y drea Cou-n-/c étne/ "cé,.,#/.;&

'/’NS a,c//{ . —Ias "(A’f

. , /-
#c*zo' i

Analyte: ___FFos (¢Hz )@

 Acceptable Linear Range: __ 27 & .
oq: 2% iD/)/pL Extracted Blank: _/bss Aax £0Q
R __0.991545 Matrix Blank: /s Hlan (09

Calibration Cheeks: _Jf — (6% )

MSMSD: N A

Data Status: Qgﬁ\}_ﬁ! !&,Q Qg.(o Dutho g wo/i?

MLC/ uéL 7& Lares brere
Oler Inry fan ra
b S dede =5 Yostes
@ Z;—Arw/ 5‘[/ Areo Cuuuls O
&7945 AX e /oy /u-z ’4 e
Al Aok  —Fms Yhrkes

AN

N\

Analyte: __FFos4 (cH3)

%73/704 bW

LOQ: __ 435l Extracted Blank. _/fss fhas £0Q
R 2 _0O-799708 Matrix Blank: féss Hina 203

Calibration Checks: Ok —> =& %

Acceptable Linear Range:

MS/MSD:

MMme7“WW

N\
\ Al
oml

n!obf‘i‘i \
~

~
\_

AN

Tas Yo fog 7 I




FACT: DATA REVIEW SUMMARY FORM

Data Review Sign-OfT

Date: H/og /ﬁ
Data Analyst: FAS Qﬂ'ﬁ'of?"ﬁc "/oa’/ff
FACT Study #: Tox S |
Matrix/Timepoints: _ZifSerg = @Zﬂ 45:/[ tondys/ —ad U2/% ;::l’:/ks::mm bo pege ont AC ll/‘?/‘)?
Sample List: Yos39b Quality Assurance Review
Name/ Date:
Sr;:;:/mdywy.m Nl Yos fgs Data Eatry: elr b page one lAC I / ‘7/ 39
{nstrument: é#za/ﬁ - Comments / Justifications:
postyw:_Sare_(c4)OT " \\
Acceptable Lincar Range: _ A4 \
LOQ: A4 Extraction Blank: __A/A \
R"2: A Matrix Blank M4 \
Calibration Checks: NA \
Data Status: \

- / \
 Acceptable Linear Range: : / \ 51_11/(_/

LOQ: Extracted Blark: /2 SUhoafp \

R"2: Matrix B

Calibration Checks: \ \Obm \
o /
Daa Statux . / \

Analyte: / \\

Acceptable Linear Ra/ \
LoQ: Extracted Blank: \

/ Matrix Blank: \

Tas %x/ﬂ / 2./2



. Tus V)od Joa /p‘ /,L{

Quantify Compound Summsary Report Page 1
TOX145-day29 control snd dose- ext. 11/3/9%

sample List: C:\mll.m\m@:ﬂl”.m\mlcﬂ\llﬂ!”b
Last modified: Fri Mov 05 15:26:11 1999

Mathod: C:\MASSLYI\ 50up030199 . pro\NetdDs\ 1105990
Last modified: Mon Mov 08 07:09:58 1999

Job Cods:

Printed: Mon Mov 0B 07:20:42 1999

Compound 1: POAA (CAl)

® Rame Samplelist Text TYype std Conc =T Area Tlags Conc. WDev
1 110599028 MeOH Blank 7.172 28 bb 0.49 -5
2 110599029 MeOH Blank 7.1 20 ¢ 0.35 -65
3 110599030 MeOH Blank 7.192 17 b 0.29 -7}
4 110599031 TOX145-RES11039-H20 Blk-9. ext. 11/3/99 MCH T.177 69 bd 1.20 20
S 110599032 TOX145-RBS11039-5era Blx-9, ext. 11/3/99 NCH 7.153 5¢ bd 0.93 -7
6 110599033 TOX145-RTS11039-Sera Blk-9, ext. 11/3/99 XCE 7.172 45 bb 0.78 =22
7 110599034 TOX145-RBS11039-5ppb-9, ext. 11/1/9% WCH sStandard 1.00  7.147 48 bb 0.84 -16
8 110599035 TOX145-RBS11039-10ppb-9, ext. 1173799 KR standard 1.00 7.117 42 bb 0.74 =26
9 110599036 TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH Standard 1.00 7.15% 39 M 0.67 =31
10 110599017 TOX145-RBS11039-50ppb-9, ext. 11/3/99 MCH Standard 1.00 7.174 $3 i 0.92 -8
11 110599038 TOX145-RBS11039-100ppb-9, ext. 11/3/99 NCH Standard 1.00 7.131 61 01 1.06 6
12 1105990139 TOX145-RAS11039-250ppb-9, ext. 11/3/99 MCH Standard 1.00 7.306 6) M 1.09 9
13 110539040 TOX145-RBS11039-500ppb-9, ext. 11/3/99 MCH Standard 1.00 7.1712 57 MWt 1.00 -0
14 110599041 TOX145-RRS11039-750ppb-9, ext. 11/3/99 MCH Standard 1.00 7.351 "% m 1.48 (1)
15 110599042 TOX145-RBS11039-1000ppb-9, ext. 11/3/9% WCH Scandard 1.00 7.152 7 bb 1.51 51
16 110599043 MeCH Blank

e 17 1105995044 TOX145-RTS-9R032554-5mg/kg-Day29, D:10 7.170 10 Wt 0.18 -82
18 110599045 TOX145-RTS-9R03256N~5mg/kg-Dayd$, D:10 7.195 16 bb 0.27 -73
19 110599046 TOX145-RTS-9R0I2STH-5mg/ kg -Day29, D:10 7.1713 21 mx 0.36 -64
20 110599047 TOX145-RTS-9R03I2S8K-Smg/kg-Day29, D:10 7.178 32 mx 0.5¢ -44
21 110599048 TOX145-RTS-9R03259M-5mg/kg-Day29, D:10 7.192 17 W 0.29 -71
22 110599049 TOX145-RBS11039-250ppb-CCVY, ext. 11/3/99 ucH Qe 1.00 7.196 45 bb 0.78 -322
23 110599050 MaOH Blank
24 110599051 TOX145-RBS11039-H20 Blk-9, ext. 11/3/99 MCH 7.133 67 bb 1.17 17
25 110599052 TOX145-RBS11039-Sera Blk-9, ext. 11/3/99 MCH 7.198 61 MM 1.08 H
26 110599053 TOX145-RTS110)9-Sera Blx-9, ext. 11/3/93 MCH 7.133 63 W 0.75 =25
27 131059905¢ TOX145-RBS11039-5ppb-9, ext. 11/3/99 WCH Standard 1.00 7.172 41 bb 0.71 -39
28 110599055 TOX145-RBS11039-10ppb~9, ext. 11/3/99 MCH Standard 1.00 7.147 44 MW 6.76 -24
29 110599056 TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCH Standard 1.00 7.141 45 M 0.78 -22
30 110599057 1T0X145-RBS11039-50ppb-9, ext. 11/3/99 MCR Standard 1.00 7.171 38 bb 0.67 -3
31 110599058 TOX145-RBS11039-100ppb-9, ext. 11/3/99 MCH Standard T 1.00 7.146 51 ¢ Q.89 -11
32 110599059 TOX145-RES11039-250ppb~9, ext. 11/3/99 mcH Standard 1.00 7.152 $3 01 1.00 [
33 110599060 TOX14S-RBS11039-500ppb-9, ext. 11/3/99 MCH Standard 1.00 7.153 63 nb 1.10 10
34 110599061 TOX145-RBS11039-750ppb~9, ext. 11/3/99 MCH Standard 1.00 7.174 17T " 1.34 M
35 110599062 TOX145-RBS11019-1000ppb-9, ext. 11/3/99 MCH Standard 1.00 7.131 83 bb 1.44 44

Soup 020199: Quantirated and printed by ias on 11/08/%%



Quantify Compound Summary Report Pags 2
TOX145-day29 control and dose- ext. 1173798

sample List: c:\mn.m\mpauu!.m\n-vxm\uunb
Last modified: Pri Nov 05 15:26:11 1999

Method: C:\mle\m:Ol’!.m\hM\llﬂ!’lb
Last modified: Mon Mov 08 07:09:38 1999

Job Code:

Printed: Mon Mov 08 07:38:42 1999

Compound 2: PFOS (thl)

§ Mame sasplelist Text TYps std Conc bl Area Flags Conc. WDev

1 310599028 MeCH Blank 7.288 452 bb 8.88

2 110599029 MaCH Blank 7.290 394 bb 6.89

3 110599030 MeOR Blank 7.309 386 bb 6.62

4 110599031 TOX145-RBS11039-H20 Blk-9, ext. 11/3/99 MCH 7.316 159 bb 0.00

5 110599032 TOX145-RBS11019-Sera Blk-9, ext. 11/3/99 WCE 7.270 219 bb 0.96

6 110599033 TOX145-RTS11039-Sera Blk-9, ext. 11/3/99 NCH 7.288 255 bd 2.17

7 110599034 TOX145-ABS11039-5ppb-9, ext. 11/3/99 MCH Standard 6.93  7.264 318 WX €36 -13

8 110599035 TOX145-RBS11039-10ppb-9, ext. 11/3/99 MCH Standard 9.76  7.255 641 100X 15.30 57

9 110599036 TOX145-RBS131039-25ppb-9, ext. 11/3/9% MCH Standard 24.80  7.294 927 bb 25.05 1

10 110599037 T0X145-RBS11039-50ppb-9, ext. 11/3/99 MCH Standard 49.30  7.292 1581 bd 47.30 -4

11 110599038 TOX145-RBS11039-100ppb-9, ext. 11/3/99 MCH Standard 97.60 7.271 3003 bb 95.70 -2

12 110599039 TOX145-RBS11019-250ppb—9, ext. 11/3/99 MCH Standard 248.00 7.246 7723 bb 256.37 3

13 110599040 TOX145-RAS11039-500ppb-9, ext. 11/3/99 WCH standard 493.00 7.289 14580 bb 489.79 -1

14 110599041  TOX145-RBS11039-750ppb-9, ext. 11/3/99 MCE Standard 735.00 7.290 21377 bb 721,17 -2

15 3110599042 TOX145-RBS13039-1000ppb-9. ext. 11/3/99 MCH Standard 976.00  7.290 29202 bb 987.51 1

16 110599043 MaOH Blank 7.245 300 bb 3.70

17 110599044 TOX145-RTS-IR0I2SSH-Smg/kg-Day29, D:10 7.310 10749 bb 359.37 .
18 110599045 TOX145-RTS-9R03256M-5mg/ kg -Day29, D:10 7.33% 11879 bb 397.834 Jou 5,.46'
19 110599046 TOX145-RTS-9R03257H-Smg/kg-Day29, P:10 7.311 12061 bb 404.03 v ‘/%m
20 110599047 TOX145-RTS-9R03258M-5mg/ Xg-Day29, D:10 7.314 12313 bb 412.64 &Mt !
21 110599048 TOX145-RTS-IR0I2SIN-Smg/kg-Day29, D:10 7.331 21806 bd 735.7

22 110599049 TOX145-RBS11039-250ppb-CCVY, ext. 11/3/99 WCH «© 248.00 7.313 7016 bbd 232.31 -6

23 110599050 MeOH Blank 7.265 179 W 0.00

24 110599051 TOX145-RBS11039-M20 Blk-9, ext. 11/3/99 MCH 7.273 155 bb 0.00

25 110599052 TOI145-RBS11039-Sara Blk-3, ext. 11/3/99 MCH 7.337 169 bb 0.00

26 110599053 TOX145-RTS11039-Sera Blk-9, ext. 11/3/99 MCR 7.272 168 bb 0.00

27 110599054 TOX145-RBS11039-Sppb-9, ext. 11/3/99 MCH Standard 4.93  7.290 298 WX 3.63 -27

28 110599055 TOX145-RBS11039-10ppb-9, ext. 11/3/99 NCH Standard 9.76 7.286 552 00X 12.29 26

29 110599056 TOX145-RBS11039-25ppb-9, ext. 11/3/93 MCH Standard 24.80 7.279 879 bb 23.42 -6

30 110599057 TOX145-RBS11039-50ppb-9. ext. 11/3/99 MCH Standard _49.30 7.286 1703 bb 51.46 4

31 110599058 T0X145-RBS11039-100ppb-9, ext. 11/3/99 MCH Standard 97.60 7.286 3319 bb 106.45 9

32 110599059 70X145-RBS11019-250ppb-9, ext. 11/3/99 MCH Standard 248.00  7.269 7091 bd 234.86 -5

33 110599060 TOX145-RBS11039-500ppb-9, ext. 11/3/99 WcH Standard 493.00  7.293 14578 bb 489.73 -1

34 110599061 TOX145-RBS11039-750ppb-9, ext. 11/3/99 MCH Standard 735.00 7.290 22027 bb 743.27 1

35 110599062 TOX145-RBS11039-1000ppb-9, ext. 11/3/9% MCH Standard 976.00 7.271 28844 B 975.32 -0

Boup 020199: Quantitated and princed by ias oa 11708799



Quantify

Compound Summary Report
FOX14S-day29 contyol and dose- axt. 1173799

sample List:
Last modified:

Method:
Last modified:
Job Coda:

Princed:

C:\ﬂllbm\lo\wﬂiﬂl”-m\l“ld'\!lﬂ!’!b
yri wov 05 15:26:11 1999
C:\llllldl!\lcupﬂlol’!-m\ﬂ:m\llﬂ!’!b
mon Mov 08 07:09:58 1999

Mon Mov 08 07:28:42 1999

Compound 3: PFOSA (Cn3)

Nama

110599028
110599029
110599030
110599031
110599032
110599013
110599034
110599035
110599036
110599037
110599038
110599039
110599040
110599041
110599042
110599043
110599044
110599045
110599046
110599047
110599048
1105995049
110599050
110599051
110599052
110599053
110599054
28 110539055
29 110599056
30 310599057
31 110599058
32 110599059
33 110599060
34 110599061
35 110599062

R N - rh ol e o =4
Nab el N roomunusNrovmdanawR G

samplelist Text

MeOH Blank

NeCH Blank

MeCH Blank

T0X145-RBS11039-H20 x-9, ext. 11/3/99 WCH
TOX145-RRS11039-Sera x-9, axt. 11/3/99 WCB
T0X145-RTS11039-Sera Blk-9, ext. 11/3799 wCR
TOX145-RBS11039-5ppb-9, ext. 11/3/99 MCH
TOX145-RB511039-10ppb-9, ext. 11/3/799 XCH
T0X145-RBS11039-25ppb-9, ext. 11/3/99 XCE
T0X145-RBS11019-50ppb-9, ext. 1173799 WCH
10X145-RBS11039-100ppb-9, ext. 11/3/9% uCR
TOX145-RBS11019-250ppb-9, ext. 11/3/99 MCH
TOX145-RBS11019-500ppb-9, ext. 11/3799 XCH
1'0!1‘5-”51}0]9—750995—’. ext. 11/3/99 XCH
TOX145-R8511039-1000ppb-9, ext. 11/3799 wcH
NeOH Blank
mnls-m-uo):ssn-m/kg-b-yzs. D:10
mnts-ns-nonsm-s-u/ku-myn. D:110
-mnns-m-no:zsn-s-u/kq-n-yu, D:10
mnu-ns-nonsn-s-wxq-myzs. D:10
mnts-m-slunssl-s-wkq-uyu, D1 1

110
10X145-RBS11039-250ppb-CCVS, ext. 11/3/99 XX

MNeOH Blank

10X145-RBS110)9-E20 Blk-9, ext. 11/3/99 B
TOX145-RES11039-Sera Blk-9, ext. 11/3/99 NCH
TOX145-RTS11039-Sera Blk-9, ext. 1173799 »xH
TOX145-RBS11039-5ppb-8, ext. 1173799 X
TOX145-RBS110)9-10ppb-9, ext. 11/3/99 XE
TOX145-RBS511039-25ppb-9, ext. 11/3/99 XCH
TOX145-RBS11039-50ppb-~9, ext. 11/3/9% MCR
TOX145-RBS11039-100ppb-9, ext. 11/3/99 XCH
T0X145-RBS11039-250ppb~9, ext. 11/3/99% WCH
TOX145-RBS11019-500ppb~3, ext. 1173799 MCH
TOX145-RBS11039-750ppb-9, ext. 11/3/99 WCE
TOX145-RBS11039-1000ppb-9, ext. 11/3/99 CH

Soup 020199: Quantitated and printed by las on 11/08/9%

4.93
.77
24.80
49.30
$7.70
248.00
493.00
736.00
977.00

243.00

4.9
.77
24.00
49.30
- 97.70
248.00
493.00
736.00
977.00

7.816
7.826

7.810
7.852
7.831
7.808

3350
€639
13374
2759%
62165
120742
177761
236809

l&&bbi

PEEEENEESNEROENEERENNNRREREERG

961.90
3.40
0.00
0.00
0.00
0.00
0.00

236.67
.00
0.00
Q.00
0.00
4.048

10.56
24.19
$2.09

111.01

254.24

496.93

733.17

977.81

-4

-4
-9

-2

-18



Quantify Compound Summary Report
2QX145-day2$ control and dose- SXt. 1173799 .

sample List: c:\nu:.m\mno:un.m\nnx.u\uosub
Last modified: Fri Mov 03 15:26:11 1998

Mathod: c;\mu.m\mpozouo.m\uuuu\uunb
Last modified: Mon Mov 08 07:09:38 1999

Job Code:

Priated: Mon Mov 08 07:18:42 1999

Caompound &: SurT (Chdé)

§ Name Samplelist Taxt TYDS atd Conc T Area Flags Conc. WDev
1 110599028 HeOH Blank 7.189 15 bb 0.01 -%9
2 110599029 MeOH Blanx

3 110599030 MeOH Blank

4 110599031 TOX145-ABS11039-H20 Blk-9, ext. 11/3/99 MCH 7.1711 1783 bd
S 110599032 TOX145-RBS13019-Sera Blx-9, ext. 11/3/99 MCH 7.148 2056 bd
6 110599033 TOX145-RTS11039-Sera Blk-9, ext. 11/3/99 MCH 7.167 1850 bd
7 110599034 TOX145-RBS11039-Sppb-9, ext. 11/3/99 MCH Standard 1.00 7.142 2048 Bb
8 110599035 TOX145-RBS11039-10ppb~9, ext. 11/3/99 WCH Standard 1.00 7.109 2266 bd
9 110599036 TOX145-RBS11039-25ppb-9, ext. 11/3/99 MCE Standard 1.00 7.149 2181 bb
10 110599037 TOX145-RBS11039-50ppb-9, ext. 11/3/99 MCH Standard 1.00 7.169 3840 Db
11 110599038 20X145-RBS11039-100ppb-9, ext. 11/3/99 MR Standard 1.00 7.126 2250 bb
12 120599033 T0X145-RBS11039-250ppb-9, ext. 11/3/99 MCH Standard 1.00 7.100 230 bb
13 110599040 TOX145-RBS11039-500ppb-9, ext. 11/3/99 wcH Standard 1.00 7.167 2399 bb
14 110599041 TOX145-RAS11039-750ppb-9, axt. 11/3/99 MCH Scandard 1.00 7.168 2114 bd
15 110599042 TOX145-RBS11019-1000ppb-9. ext. 11/3/99 MNCH sStandard 1.00 7.146 2021 Wb
16 110599043 KeOH Blank 7.12¢ 10 0t
17 110599044 TOX145-RTS-9R0I25SK- Smg /Xg-Day29, D:10 7.165 244 bb
18 110599045 70X145-RTS-9R03256M-5mg/kg-Day29. D:10 7.189 264 bb
19 110599046 TOX145-RTS-9R0I25TH- Smg/kg-Day29, D110 7.1%0 269 bd
20 110599047 TOX145-RTS-9R01258%-5ag/kg-Day29, D110 7.192 253 bb
21 110599048 TOX145-RTS-9R0I259M-Smg /kg-Day2s, D110 7.187 234 bo
22 110599049 0X145-RBS11039-250ppb-CCVY, sxt. 11/3/99 MCH oc 1.00 7.191 2199 db
23 110599050 MeCH Blank

24 110599051 TOX145-RBS11039-H20 Blk-§, ext. 11/3/9% MCE 7.1%0 2009 bo
25 110599052 OX145-RBS11039-Sera Blk-9, ext. 11/3/99 MCH 7.193 2498 bb
26 110599053 TOX145-RTS11039-Sera Blk-9, ext. 11/3/9% wMCH 7.127 1986 bBb
27 110599054 TOX145-RBS11039-5ppb-9, ext. 11/3/99 MCE Standard 1.00 7.167 2085 bb
28 110599055 TOX145-RBS11039-10ppb-9, ext. 11/3/9% MCH Standard 1.00 7.142 2249 bb
29 110599056 TOX145-RES11039-25ppb-9, ext. 11/3/99 MCH Standard 1.00 7.136 2233 bb
30 110599057 TOX145-RBS11039-50ppb-9, ext. 11/3/99 MCH Standard 1.00 7.164 1846 bb
31 110599058 TOX145-RBS11019-100ppb-9, ext. 11/3/99 MCH Standard ~  1.00 7.141 2432 bb
32 110599059 TOX145-RES11033-250ppb-9, ext. 11/3/9% MCH Standard 1.00  7.347 2167 bd
33 110599060 TOX145-RES11019-500ppb-9, axt. 11/3/9% McH Standard 1.00  7.147 2280 Bd
34 110599061 TOX145-RBS11039-750ppb-9, ext. 11/3/99 MCR Standard 1.00 7.168 2135 bd
35 110599062 TOX145-RES11039-1000ppb-9, ext. 11/3/99 WCH Standard 1.00 7.3125 1983 bb 0.92 -8

Soup 020199: Quantitated and printed by ias oa 11708/99



Van

Quantify Calibration Report
POX145-day2d control and dose- ext. 1173799

Fas "oy Jae 7 LS

Page 1

Compound 1 name: POAA (Ch1)
Response Factor: 57.5598
Response type: External Std, Area
Curve type: RF

87.01

Response-

XX

X

X X X XX

Y T T i
0.0 0.1 0.2 0.3

T

0.4

0.5

0.6

T

0.7

0.8

0.9

y Conc
1.0

Soup 0201%9: Quantitated and printed by ias on 11/08/9%



Quancify Calibraticn Report
20X145-day29 control and dose- axt. 1173798

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

2.92e4n

Response—

S ooo . 4obo | eooo 8000

Conc

Soup 020199: Quantitated and printed by ias oo 11/08/%%



Quantify Calibration Raport
TOX145-day2$ control and dose- ext. 11/3/9%

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

2.37eb5q

Response

o8 S

0.0 200.0 400.0 ' 600.0 ' 800.0

Conc

Soup 020199: Quantitated and printed by ias on 11/08/9%



Quantify Calinbration Report
TOX145-day29 coatrol and dose- axt. 11/3/99

Compound 4 name: Sufr (Ch4)
Response Factor: 2157.29
Response type: External Std, Area
Curve type: RF
2.43e3 x
x
Response-
0= 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%: Quantitated and printed by ias on 11700/9%%



iy

Method Report

Nethod [:
Last moc!

Compounc :

Printed:

hDB\110399b.mdb

Tas ”:J’/', p. /o
/

Page 1

Compound
Internal F
Quantify Trace:

Conc. of Standards:

User RF Value:
User Peak Factor:
Incegrate Window Facior

Chromatossam mass window:

————

Retentic- Time {minil:
Relative . =ceatien
RT Refer- :e:

Time Wir .w (mins}:

Peak Selzction:

Response Type:
Response:

PRS-

Polynomial Type:

Peak-to-7- v amplizude:

Smooth:r

Window s.:e (scans):
Number ¢: imooths:
Smcothin; ~2cthed:

Join vallsy threshold:
Recuce pe.k iling:
Raise bas:lins maximum:

[
Draw verzical threszoll

Dezect = idars:
der :threshold:

Relative
Absolute
Relative
Absoluz+ <-aa:

1.00C 200

Enablec
Disabled

90.C3
Disazled
30.6G2

Oisabled
Disabled
Disabled
Disabled




Pags 2

Merhod Re arc

SLY!J’K‘.I:\;:’.:3199.9:0\“.;)10!\110599b.ﬂb ’

C:\MS
v $33 1999

Mon

Compound:

Printed: 134 1999

Compound
Intarnal
Quantify T
Conc. of

User Pear :
Integrat ndow Factor
Chromatog . sm Tass windoe.

e

Retention T Enabled
Relative Disabled
RT Referc..

Time Window {(mins):
Pea Seleccion:
—_—

Response TyPe:
Raspons

i e

Units:

Peax-to-- i amplitule: pinged
Smcozhing: ZTrnatled
Window si:e (scans): 2
Numper of smooths: 1

smocthing mezhod:

Join valley threshold:
Reduce peaxc tiiling:

Draw ver-ic» thrasnzld
Detect s s +
Shculder areshold:

Relative
Absoslute
Relative ..ea:
Absolute rea:

Disabled
{. Disabled
<. Disabled




Method Report

MethDB\110599D.mdb

Page 3

Method file: C: \MASSLYNX\s2up020199.pro\:
Lastc modified: Mon tov 08 37:03:53 1999
Compound: 3: PFISA (Chl:

Printed: Mon Misv 08 €7:23:33 1999
Compound (Ch3)
Internal &

Quantify T H

Conc. of Staalards: B

User RF Valus:
User Peak Factor:
Integrate Wincow Factor:

Chromatogras rass winlow:

Retenticn Time (min
Relative Re:zntion
RT Referance:

Time Wirlow (mins):

Peak Selecticn:

Response Type:
Response:

polynomial Tyne:
Point of Cri :

Peak-to-7

amplitude:

Smoothiry:

Window s.ze (scans}:
Bumber of smoiths:
Smacthing m=zised:

Join vall
Reduce pe
Raise bas-

——————

Draw vert.
Detect s
Shoulder <

—_—

Relative heij
Absolute 2iZ
Relative area
Absolute area:

1.000000, Disabled
1.060C00

2.009

1.0C23Da

1.77%, Enabled
Disabled

i

Nearzit

Linear
Exclude
1’

1.£2, Disabled

:. Disabled
..30, Disabled
1.2I. Disabled



Method Report Page 4

Method file: C:\MASSLYNX\s32 ’
Last modiiied: Mon tov 08 07:C

Compound : 4: Surr (Chd]

Princed: Mon Nav 08 07:22:58 1999

Compound {Chd)

lame :
Internal £
Quancify Trace:

Conc. of Standards:

User RFP Value:
User Pesak FacIor:
Integrate Winiow Factor

Chromator;ram Mmass window:

Retention Time (mins):
Relative fz2cention Time
RT Reference:

Time Windcw (mias):

Peak Selection:

Response T
Resporse:

Polynomial Type:
Point of Orizim:
ric Weigh
Axis Tra:n

Unics:

Peak-ro-peak amplitude:

Smoothing:

Window size {(scans):
Number of smooths:
Smonthing - od:

Join vallzr tareshold:
Reduce pe.x Tailing:
Raise bas:. maximum:

Drawv ver:.
Detect
Shoulder

Relative
Abs:zlute i
Relative
Absolute

&)

Fixad

Disabled

Enabled
Disabled

I.. Disabled
Disabled
. Disabled
.i.. Disabled

warasn



SOUP 020199: FACT Equipment
Log 99092 PAGE 1/1
Quattro 11, #6414E

DATE;_11-05-99

ANALYST:mmh
STUDY NUMBER; TOX145 MATRIX: rat sera DESCRIPTION: day 29- dil

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) 99085-11:15 (B).IN-A-2997
Prepared (date/by): (A)10/30/99sah (B)_10/30/99 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: Keystone Betasil

Size: 2 x SO mm Type: C18 Sphere size: 5 um
Part number: 055-701-2 Lot number: POE11 Serial number:05918047
Analytical parameters:

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

HPL.C solvent gradient: 10min-10-95

Time (min.) %B
1).0.00 10.0
2)1.00 10.0
3).5.50 95.0
4)1.50 95.0

518.00 10.0




7/
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Tuning Method Report Page 1
Method: C:\MASSLYNX\SOUP020199. PRO\ACQUDB\PFOS3
Printed: FPri Nov 05 15:32:05 1999

SOURCE ( ESP- ) Set Rdbk MS1 Set Rdbk
Capillary 1.60 1.60 LM Resolution 14.0
Cone 40 -60 HM Resolution 14.0
Extractor S -6 Ion Energy 0.9
RF Lens 0.2 Ion Energy Ramp 0.0
Source Block Temp. 150 149 Lens 6 4 3
Desolvation Temp. 250 249 Multiplier 650
Pressures Rdbk MS2 Set Rdbk
LM Resolution 14.0
Analyser Vacuum 5.1e-5 HM Resolution 14.0
Collision 10 42
Gas Cell 4.1e-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens 8 40 40
Lens 9 0 45

Multiplier 650



1 55¢

Scanning Method Raport

Page 1

Mathod : C1 \MABELYMX\SOUP030199 . FRO\ \ 1 030D I8

Last Modified: Fri Oct 15 10133103 1999

Printed: 7ri Nov 05 15:31138 1999

solvent Delay ( mins ) : 0.00

yuncticn : 1 WK 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 Dwall (Secs) Coll Energy (sV) Cone ( V)
1 413.00 169.00 0.30 30 15

yunction : 2 MRM of 1 Mass Pair ( EEF- )

Inter Channel Dalay ( Secs ) : 0.03

Span ( Daltons ) : 0.00

Scart Time ( Kins ) : 0.00

2nd Time ( Mins ) : 10.00

Repeats : 1
Channel Parent Daughter Dwell (Secs} Coll Emergy (eV) Cone ( V )
1 499.00 99.00 0.30 - 45 0

runction : 3 M of 1 Mass Pair { ESP- )

Inter Channel Delay { Secs ) : 0.03

Span { Daltons ) : 0.00

Start Tioe { Mins ) : 0.00

gnd Time ( Mins )} : 10.00

Repeats : 1
Channel Parent Daughter Dwall (Secs)} Coll Enexgy (aV) Cone { V )
1 498.00 78.00 a.3¢ 45 60

runcticn : ¢ MRM of )} Mass Pair ( ESP- )

Inter Channel Delay [( Secs )} : 0.03

Span ( Daltons ) : 0.00

Start Time ( Xins ) : 0.00

£nd Time { Mias ) : 10.00

Repeats @ 1

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

1 427.00 80.00 .30 40 (1]
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Masslynx - Sample List

Sample List: C:AMASSLYNX\soup0201 99.pro\SampieDB\110599b.SPL
Printed: Fri Nov 05 15:26:20 1999

Page 1

Page Position: (1, 1)

NlgveNounswNn

File Name

110599028
110599029
110599030
110599031
110599032
110598033
110599034
110599035
110599036
110599037
110589038
110599039
110599040
110599041
110599042
110589043
110589044
110599045
110599046
110599047
110589048
110599049
110599050
110599051
110599052
110599053
110599054
110599055
110599056
110599057
110599058
110599059
110598060
110599061
110599062

File Text

MeOH Btank

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 Bik-9, ext. 11/3/99 MCH
TOX145-RBS11039-5ppb-9, ext. 11/3/99 MCH
TOX145-RBS11035-10ppb-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. 11/3/99 MCH
TOX145-RBS11039-250ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-500ppb-8, ext. 11/3/89 MCH
TOX145-RBS11038-750ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-1000ppb-9, ext. 11/3/99 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-9R03258M-5mg/kg-Day29, D:10
TOX145-RTS-9R03259M-5mg/kg-Day29, D:10

TOX145-ABS11039-250ppb-CCV9Y, ext. 11/3/99 MCH

MeOH Blank

TOX145-RBS11039-H20 Blk-9, ext. 11/3/89 MCH
TOX145-RBS11039-Sera Blk-9, ext. 11/3/99 MCH
TOX145-RTS11039-Sera Bik-9, ext. 11/3/98 MCH
TOX145-RBS11039-5ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-10ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-25ppb-9, ext. 11/3/98 MCH
TOX145-RBS11039-50ppb-9, ext. 11/3/89 MCH
TOX145-R8S1103%-100ppb-9, ext. 11/3/39 MCH
TOX145-RBS11039-250ppb-9, ext. 11/3/99 MCH
TOX145-RBS11039-500ppb-9, ext. 11/3/99 MCH
TOX145-RBS11038-750ppb-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-PFQOSA-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

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-10-95
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



Date Io/ygles

Data Analyst: FAs

FACT Study #: Tox 1S

Matnx/Timepoints: 15 2L £ 4 {Mf
Sample List: Jo/SG5a

ISJT::/;::J;]? ’ /{//; [0 Zas @

Instrument: 229/ 79

5:"9
[

Analyte: %AA (CH’)CD
 Acceptable Linear Range: Mo cavpe Qa/a‘é —See Com;qé;

LOQ: NA Extraction Blank __ AR
RA2: Na Matrix Blank: __ A4
Calibration Checks: NA
MS/MSD: ok O 012139
Data Status: ETT'
Analyte: Pros (cuz)Q @
Fasle) tofalve

Acceptable Lincar Range:
LOQ: 3’0-77/,/ Pl Extracted Blank: _[¢3¢ Loa
r2: (), 9837¥/ Matrix Blank: fess Hean £0Q
Calibration Checks: _OK — zv(‘je Lon /8725 YA

Q_w(’
' \0\1\\‘1“

Y. 37-7.9-——*701

MS/MSD: DK

[Data Status: Enw tg!!i\u\'bn.l nes &é |

©)

Analyte: FFosa (CH 3>®

Acceptable Lincar Range: Yo -_—
LoQ: __ [2. % pob Extracted Blank: Han Lo
77

R2:_0.9995%2¢ Matrix Blank: _fess Han L@
Calibration Checks: _9K — B—:F-fnn- '30% — é‘ /? %)

MS/MSD: QK

Endored N 1ol2l48

Data Satus:

g

POAA ded T screen; do not veh-
Aun sﬁf; f« /o:sqﬁo‘fgpwa}f;d Cnu’fj-m‘u/ 1A ALSWIES. %h (0/'3/‘77 /

FACT: DATA REVIEW SUMMARY FORM Faseafre 7 J-fe

Data Review Sign-Off

Analyst Review
Name / Date: _FAS "//:/71

ety sy [ bn 0[]

Quality Assurance Review
Name / Date:

WAL tolul%
Comments / Justifications:
O Fonn s noh presend in fho
/ 3
elilyation cures 32 eolibration
checks  Arvee counds ave e
0-£,: useted dote fiv Boan
e olonld be vorun tor usendle

Porn_dode —THs %z fss

@ e.@ﬁud 237 gpl_puicih
wive dyspacel dyome botl Covies
Jtcause ey i mob S pite e
/mzn.r yange of Hho cwrve.  The [230
%Qé ga{&zjl SJas L/r.;;;pc/ 35 ~/-L4-'tl
Ho fro and madiie Llbiwk peve
/e:s ‘144»» #-e lo@ 5;:4«— &uqr[ca
seed difutioes  Ohe of Jhe c,,.j«/
%ﬁ&Lﬁ’tpj/;; hgh Tl fivst
ﬂ@/Lm/M(M#/o/ﬂh/s)

S'Auus Some lavryorcy TS "'/A’Zig

Data Entry:

Quvye.




FACT: DATA REVIEW SUMMARY FORM %> “lu/rs 7212

ilnlts
Ins
Tox 195

Matrix/Timepoints: £

Date:

Data Analyst:

FACT Study #:

Leper

Sample List: Lo T

Set-up Analysis
Date/Analyst:

/O/r/fy Tas
Soup 029(95
B

Instrument:

Analyte: _T5 (L’l/‘/)@

 Acceptable Linear Range: __ A4

Extraction Blank: /‘/é
Matrix Blank: XA

LOQ ____MA

R"2: AR

MA

N —

Calibration Checks:

MS/MSD:

\—
Data Status:

Analyte:

Acceptable Linear Range:

LOQ: Extracted Blank:

R™2: Matrix Blank:

Calibration Checks:

MS/MSD:

Data Status:

Analyte:

Acceptable Linear Range:

LOQ: Extracted Blank:

R"2: /

Calibration Chyecks:

Matrix Blank:

Data Review Sign-Off

Analyst Review
Name / Date: _JAS "/ Iis Z?’

Technical Review

Name / Datc: Ll do pane lob2 AL
, nY loJafs;
Quality Assurance Review
Name / Date:
Data Entry: LAC/ lDlelqcl
Comments / Justifications:
0{/&:40"(5 . 0& sﬁ[ ‘/Ll (‘o'u[m/

_5&'*_'7_4.‘_&25 @l (Ll # pors8902¢

. ‘C
o siiecd B

o Tl sdentidy of He peak
bag hd Dhscoveved. '/'—7:4 s /y///ﬁ
D Lrcs pounds Siv He T57D were
gud . Al w bed dhvatiin s
M, 2% exan[ Ao foo blept
_lee[ ug of ?rz/ —2z¢ /‘//r/?f
@ 4 ok separ

% a Mogf_ééw_k A2s used m A
; o o/:

”n (2

(aysver. —TAS "//a:/ g,
A, -
dow, Qursvion) vAwe of
CEACATI G Arudeynls. e 4045297
Q’ZZ SPoncn DEvse i) LPENSA Oate e -

7" [ )

Dofs amr NEED 7B BE HuaNTITETED - fize Highs
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Quantify Campound Susmary Report Page 1
TOX145- rat liver, day 1 & 4, control and dose- axt. 10/1)/9%

Sample List: c:\lﬂllx.m\mp-rln.m\_l.-bl\loxsln
Last modified: Mon Oct 18 06:42:08 1999

Metbod: £:\MASSLYMX\ soup-rats.pro\MethDB\101589a
Last modified: Mon Oct 18 06:41:21 1999

Job Code:

Printed: Mon Oct 18 09:20:02 1999

Compound 1: POAA (Chl}

8 Nams Samplelist Taxt TYPe Std Conc -4 Area Flags Conc. WDev
1 101599001 MeCH Blank

2 101599002 MeOH Blank

3 101599003  MeOH Blanx [,0
4 101599004 TOX145, RBL10139-H20 Blank-11, SER 41 W 9s50.81 ‘
S 101593005 TOX145, RBL10139-Liver Blank-11, SEE 12 bb 0.00

6 101599006 TOX145, RBL101)9-Sppb-11, SKE Standard $.00 12 bb 0.00 -100
7 101599007 TOX145, RBL10139-10ppb-11, SEE Standard 10.00 17 ot $1.45 41
8 101599008 TOX145, RBL101)9-25ppb-11, SEE Standard 25.00 34wt 709.73 2739
9 101599009 TOX145, RBL10119-S0ppb-11, SBE Standard $0.00 25 M 361.70 627
10 101599010 TOX145, RBL10139-100ppb-11, SEE Standard 100.00 29 ¢ 500.43 400
11 101599011 TOX145, RBL10139-250ppb-11, SER Standard 250.00 25 1wt M3V
12 101599012 TOX145, RBL10119-500ppb-11. SEE Standard $00.00 32 617.82 24
13 101599013 TOX145. RBL10139-750ppb-11, SEX Standard 7%0.00 14 m 8.00 -100
14 101599034 TOX145. RBL10139-1000ppb-11, SEE Standard 1000.00 3¢ bo 690.12 -31
15 101599015 MeOR Blank 14 8.00

16 101599016 TOX145, RTL-9R0J230K, Dyl, Comtrol- SEE 10/13/99 45 1090.29

17 101599017 TOX145. RTL-SR0323IN, Dyl, Control- SRE 10/13/99 33 o 665.68

18 101599018 TOX145, RTL-9R0323IN, Dyl, Control- SEE 10/13/99% 12 bb 0.00

19 101599019 TOX145. RTL-9R03233N, Dyl, Control- SEE 10/13/99 29 W 514.82

20 101599020 TOX145, RTL-SR03234M, Dyl, Contrel- SEE 10/13/9% 9 101 0.00

21 101599021 TOX145, RSL10139-250ppb-CCV-11-1, SEE o 250.00 22 bb 240.31 -3
22 101599022 HeOH Blank

23 101599022 TOX145, RTL-9R0323ISH, Dyé, Control- SEE 10/13/99 34 000 676.86

24 101599024 TOX145. RTL-9R03236K, Dyd, Contrel- SEE 10/13/99 24 302.04

25 101599025 TOX145. RTL-9R03237M, Dyd, Control- SEE 10/13/99 54 0t 1464.13

26 101599026 TOX14S, RTL-9R03238K, Dyd, Control- SEE 10/13/99 13 W 0.00

27 101599027 TOX145, RTL-9RO03I239K, Dyd, Contzol- SEE 10/13/99 14 bb 0.00

28 101599028 TOX145, RBL10139-250ppb-CCV-11-2, SEX oc 250.00 7.08% 17 W 38.49 -85
29 101599029 MeOH Blank -

30 101599030 TOX145, 9R032I0M, Dyl, Control-250pb-Ms-11 7.090 25 W 344.55

31 101599031 TOX145, 9R032J0M, Dyl, Control-250pb-MSD-11 7.110 22 bb 248.47

32 101599032 TOX145, 9R0323ISM, Dyd, Comtrol-250pb-MS-12 7.068 23 bb 291.47

33 101599033 TOX14S, 9R032ISM, Dyé, Control-250pb-MSD-12 7.008 19 bb 134.30

34 101599034 TOX145, RTL-9R01I245M. Dyl, Smg/kg- SKE 10/13/9% 7.106 6 MM 1520.80

35 101599035 TOX145, RBL10139-250ppb-CCV-11-3, SEE oc 250.00 7.091 24 bb 298.95 20
36 101599036 MeCH Blank

37 101599037 TOX145, RBL10139-250ppb-CCV-11-3, SEB Qc 250.00 7.084 4 b 330.57 32
33 101599038 MeOH Blank

39 101599039 TOX145, RTL-9R03246M, Dyl, Smg/kg- SEE 10/13/99 7.105 62 M4 1734.25

40 101599040 TOX145, RTL-YRO3247M, Dyl, Smg/kg- SEE 10/13/99 7.104 52 1370.02

41 101599041 TOX145, RTL-9R03248K, Dyl, Smg/kg- SEE 10/13/99 7.067 59 1638.25

42 101599042 TOX145, RTL-9R03249M, Dyl, Smg/kg- SEE 10/13/99 7.090 S3 ¢ 1422.83

43 101599043 TOX145, RTL-9R03250M, Dyd. Smg/kg- SEE 10/13/99 7.089 20 Mn 163.54

44 101599044 TOX145. RBL101)9-250ppb-CCV-11-4, SKE [+ 250.00 7.069 20 MM 179.22 -28
45 101599045 MeCH Blank

46 101599046 TOX145, RBL10139-250ppb-CCV-11-4, SBE o 250.00 7.086 14 m 0.00 -100
47 101599047 MeOH Blank

48 101599048 TOX145, RTL-9RO3I2SIN, Dyd. Seg/kg- SEE 10/13/99 7.091 40 bb 909.32

49 101599049 TOX145, RTL-9R0JI252M, Dyd. Sog/kg- SEE 10/13/99 7.08) 38 bb 837.01

S0 101599050 TOX14S. RTL-9R0J25IN, Dyd., Smg/kg- SEE 10/13/99 7.088 39 M 867.46

S1 101599051 TOX145, RTL-9R0J254X, Dyd. Smg/kg- SEE 10/13/99 7.089 50 1283.05

S2 101599052 TOX145, RAL10139-250ppb-CCV-11-4, SER o« 256.00  7.058 15 w0 0.00 -100
§3 101599053 MeOH Blank

54 101599054 TOX145, RBL10139-250ppb-CCV-11-4, SER o 250.00 7.064 19 M8 3115.9¢ -S4
55 101599055 MeOH Blank

S6 101595056 TOX145, R8L101)9-Sppb-11, SEE Standard 5.00 7.113 12 bb 0.00 -100
57 101599057 TOX145, RBL10139-10ppb-11, SEE standard 10.00  7.090 16 04 27.68 177
53 101599058 TOX145. RBL10135-25ppb-11, SEB Standard 25.00 7.112 18 e 106.27 325
59 101599059 TOX145. R8L10119-SO0ppb-1l, SEE Standard $0.00 7.110 31 0t $66.58 103)
€0 101599060 TOX145, RBL10139-100ppb-11, SRE Standard 100.00  7.091 25 bb 355.31 255
61 101595061 TOX145, RBL10139-250ppb-11, SER Standard 250.00  7.313 31 00 582.45 133
62 101599062 TOX145, RBL10139-500ppb-1l, SEX Standard £00.00 7.067 23 Bb 283.57 -43
63 101599063 TOX145, RBL10139-750ppb-11, SZX Standard 750.00 7.088 16 bb 28.33 -96
64 101599064 TOX145, RBL10139-1000ppb-11, SEB Standard 1000.00 7.086 29 W 496.73  -50

Mot o lrar%d— Qna\xa\e, Date not wised
WC 10]18)95

Soup 020199: Quantified and priared by ias 10/18/99



Quantity

Report

Compound Sumnary Repo:
20X145- rat liver, day 1 & 4, control and dose- ext. 10/13/%9

Sample List:

Last modified:

Merbod:

Last modified:

Jeb Code:

Princed:

Moo Oct 18 09:20:02 1999

C: \MASSLYNX\ soup~Tats.pro\SampleDB\10139%a
Mon Oct 18 06:42:08 1999
C: \MABSLYMX\ s0up-rats. Pro\NethiB\10159%a
Mon Oct 18 06:41:21 1998

Pags 2

Compound 2: PPOS (Chl)

Mams

101599001
101599002
101599003
101599004
191599005
101599006
101599007
101599008
101599009
10 101599010
11 101599011
12 101599012
13 101599013
14 101599014
15 101599015
16 101599016
17 101599017
18 101599018
19 101599019
20 101599020
21 101599021
22 101599022
23 101599023
24 101599024
25 101599025
26 101599026
27 101599027
28 101599028
29 101599029
30 101599030
11 101599031
32 101599032
33 101599033
34 101599034
35 101599035
36 101599036
317 101599037
318 101599038
33 101599039
40 101599040
41 101599041
42 101599042
43 101599043
44 101599044
45 101599045
46 101599046
47 101599047
48 101599048
49 101599049
50 101599080
51 101539051
52 101599052
53 101599053
S4 101599054
55 101599055
56 101599056
57 101599057
58 101599058
59 101593059
60 101599060
61 101599061
62 101599062
€3 101599063
64 101595064

CEmLUOMeLN e

¥ Ca'w(dw—‘ﬂ""‘ra" be musta

Samplalist Text

MeOH Blank

MeOH Blank

MeOH Blank

TOX145, RBL10139-H20 Blank-11, SEEB

10X145, RBL10139-Liver Blank-1l, SEB

TOX145, RBL10139-Sppb-11, SKE

TOX145, RBL10119-10ppb-1l. SEE

TOX145, RBL101)9-25ppb-11, SEZ

TOX145, RBL1N139-50ppb-11, SER

TOX145, RBL10139-100ppb-11, SEX

TOX145, RBL10139-250ppb-11, SEE

TOX14S, RBL10139-500ppb-11, SKE

TOX14S, RBL10139-750ppb-11., SEE

TOX145, RBL101)9-1000ppb-11, SEE

MeOH Blank

TOX145. RTL-9R03230X. Dyl, Control- SEX 10/13/99
TOX14S, RTL-IR03231M, Dyl, Control- SEX 10/13/99
TOX145, RTL-9R032)2M, Dyl, Control- SEX 10/11/99
TOX145, RTL-9R03213M, Dyl. Control- SEE 10/13/99
TOX145, RTL-9RO3214M, Control- SEB 10/13/99%
TOX145, RBL10139- ZSOppb-CCV-ll 1, sE=

MeOH Blank

TOX145, RTL-9R03235X, Dyd, Control- SEE 10/13/99
TOX14S, RTL-9R032)6M. Dyd, Control- SEX 10/13/99
TOX145, RTL-9R03237M, Dyd, Control- SEE 10/13/99
TOX14S, RTL-9R032)8M, Dyéd. Control- SEX 10/13/99
TOX145, RTL-9R03239M, Dyd, Control- SEX 10/13/99
TOX145, RBL10139-250ppb-CCV-11-2, SEB

MeOH Blank

TOX145, 9R03I2I0M, Dyl, Coatrol-250pb-NsS-11
TOX145, 9R032IO0M, Dyl, Control-250pb-MSD-11
TOX145, 9R0I2ISM, Dyd, Control-250pb-MS-12
TOX145. 9R0I23SM, Dyd, Coatrol-250pb-MSD-12
TOX145, RTL-9R01245K, Dyl, Smg/kg- SEE 10/13/99%
TOX145, RBL10139-250ppb-CCV-11-3, SER

MeOH Blank

TOX145, RBL10139-250ppb-CCV-11-3, SEE

MeOH Blank

TOX145, RTL-9ROI246K. Dyl, Smg/kg- SEX 10/13/99
TOX145, RTL-9R03247M, Dyl, Smg/kg- SEE 10/13/99
TOX145. RTL-9R03248M. Dyl. 5mg/kg- SEE 10/13/99
TOX145. RTL-9R0I249M, Dyl, Smg/kg- SEB 10/13/99
TOX145. RTL-9R03250M, Dyd, Swmg/xg- SEE 10/13/99
TOX145. RBL10139-250ppb-CCV-11-4. SER

HeCH Blank

TOX145. RBL10139-250ppb-CCV-11-4, SKB

MeOH Blank

TOX145, RTL-9R03251M, Dyd, Smg/kg- SEE 10/13/9%
TOX145, RTL-9R0I252M, Dyd, Smg/Xkg- SEE 10/13/99
TOX145. RTL-9R03253M, Dyd, Smg/kg- SEX 10/13/99
TOX145, RTL-9R03254M, Dyé, Smg/kg- SEX 10/13/99
TOX145, RBL101)9-250ppb-CCV-11-4, SEE

MeQH Blank

TOX145. RBL10139-250ppb-CCV-11-4, SEE

MeOH Blank

TOX14S, RBL101)9-5ppb-1l, SEE

TOX145. RBL10139-10ppb~1l. SEE

TOX145, RBL10119-25ppb-1l, SEKE

TOX145. RBL101)9-50ppb-ll. SEBE

TOX145, RAL10139-100ppb-11l, SEE

TOX14S, RBL10119-250ppb-1l, SEE

TOX145, RBL10139-500ppb-11, SER

TOX145, REBL10139-750ppb-11, SEE

TOX145, RBL10139-1000ppb-11, SEX

Standard
tandard
Standard

Standard
Standard
Standard
Standard
Standasrd

8

O tao d-\uL\w\ wil ke Sum(i(nk We \Dh?}?s

Scup 02019%: Quantified and princed by ias 10/18/%9

std Conc

123.00
307.00
613.00
920.00
1227.00

307.00

3o07.00

307.00

307.00

367.00

307.00

307.00
307.00

6.1)
12.30
3o.70
61.30

123.00
307.00
613.00
930.00
1227.00

L,/Z d/s‘wlﬁl-l&/ 7

=
7.315
7.242

7.240
7.326
7.245
7.294
7.271
7.247
7.271
7.350
7.249
7.230
7.227
7.245
7.229
7.273
7.245
7.295
7.244
7.244
7.250
7.329
1.273
7.231
7.297
7.247
7.250
7.231
7.244
7.250
7.228
7.242
7.294
7.248
7.271
7.275
7.251
7.25%0
7.227
7.229
7.251
7.329
7.227
7.2326

[7h

1637
211
2575

0.00¢
264.24
22.713
0 00

424 1 LA A 124 HiA A A A2 AR 04 A da LA A A S A A 1 242 A R a2 R E A 1

*5.00
258.48 -16
0.00
275.14
262.88
226.48
216.
134s. 69 -Mu.d_ a i
*5.00
258.80 -16
0.00
23401.31
25116.09
16608.81
20572.04
29.63
242,89 -21
0.00
234,98 -23
8.00
24242.92
29433.70
27716.59
26424.89
7.8 16
3445
204,39 -20
6.44
0.00 -100
2.99 -76
.
-13
-0
-2
2
-1
o 1000.46 -18

w /19197
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Quantify Campound Summary Report

TOX145- zat liver, day 1 & &, concrol and dose-

Sample List:
Last modified: Mon Oct 18 0§:42:
Mechod : C:\MASELYRX\ SOUD-Xats.
Last modified: Mon Oct 18 06:41:21 1999
Job Coda:

Printed: Mon Oct 18 09:30:02 19939

m\MM\lﬂlS’ll

ent. 10/13/9%

C:\MASSLYNX\ s0up~TaLS . m\lwlunl\ml.!”l
19

Page 3

Compound 3: PFOSA (Ch3)

* Mame Samplelist Text

1 101595001 MeOH Blank

2 101599002 MeOH Blank

3 101599002 MeOH Blank

¢ 101599004 TOX145, RBL10119-H20 Blank-11, SEE
5 101599005 TOX145, RBL10119-Liver Blank-11, SEE
& 101599006 TOX145, RBL10139-Sppb-1l. SXB

7 101599007 TOX145, RBL10139-10ppb-11, SEE

8 1015990048 TOX145, RBL10139-25ppb-11, SEEB

9 101599009 TOX145, RBL101)9-50ppb-1l, SEB

10 101599010 TOX145, RBL10139-100ppb-11, SRE
11 101599011 TOX145, RBL10139-250ppb-1l, SEX
12 101599012 TOX145, RBL10139-500ppb-1l, SKE
13 101599013 TOX145, RBL101)9-750ppb-11, SEB

14 101599014
15 101599015
16 101599016
17 101599017
13 101599018
19 101599019
20 101599020
21 101599021
22 101599022
23 101599023
24 101599024
25 101599025

TOX145,
HeOH Blank

TOX145, RTL-9R03230M, Dyl,
TOX145, RTL-9R03231M, Dyl.
TOX145, RTL-9R03I232M, Dyl.
TOX145. RTL-9R03233X, Dyl,
TOX145, RTL-9ROIZI4N,
TOX145,
MeCQH Blank

TOX345, RTL-9R03235M, Dyd,
TOX145, RTL-9R03216M, Dyd,
TOX145. RTL-SR0O3237M, Dyé,

ABL10139-1000ppb-11, SER

Control- SEE 10/13/99

Control- SER
Control- SEX

10/13/99
10/13/99

Control- SEX 10/13/9%
Control- SEX 10/13/9%

Dyl.
RBL10139- 250991»50’-11 -1, SER

Contxol- SER
Control- SEX
Control- SKB
Control- SER
Control- SEE

26 101599026 TOX145, RTL-9R03218M. Dyd,

27 101599027 TOX145. RTL-PR0JI23I9M, Dyd,

28 101593028 TOX145. RBL10139- ZSODPD-CW-U. -2, SEX
29 101593029 MeCOH Blank

30 101599030
31 10159%031
32 101599032
13 10159903)
34 101599034
35 10159903%
36 101599036

TOX145, IROI2IONM,

TOX145,
TOX145, 9ROI2ISH. Dyd.
TOX145,
MeOH Blank

37 101599037 T0X145. RBL10139-250ppb-CCV-11-3, SEB
38 101599038 MeCH B8lank

39 101599039 TOX145, RTL-9R0I246M, Dyl, Sag/kg- SEB
40 101599040 TOX145, RTL-3R0JI247M, Dyl, S5mg/kg- SER
41 101599041 TOX145, RTL-9ROI243M, Dyl. Smg/kg- SKE
47 101599042 TOX145. RTL-9R0IZ49M, Dyl, Smg/kg- SEB
43 101599043 TOX145. RTL-SRO3250M, Dy, Smg/kg- SEE

44 101599044
45 101599045
46 101599046

MeOH Blank

TOX145, RBL10135-250ppb-CCV-

11-4, SER

TOX145, RBL10139-250ppb-CCV-11-4, SER

47 101599047 MeOH Blank

43 101599048 TOX145, RTL-IROI251M, Dyd, Smg/xg- SEE
49 101593049 T0X145. RTL-9R01I252M, Dyd, Smg/kg- SER
50 101599050 TOX14S, RTL-9R03253M, Dyd, Smg/xg- SEX
52 101599051 TOX145. RTL-9R03I254M, Dyd. 5mg/kg- SKE
52 101599052 TOX145, RBL10139-250pph-CCV-11-4, SKE

53 101599053
54 101599054
§5 101599055
56 101599056

MeQOH Blank

MeOH Blank

TOX145, RBL10139-250ppb-CCV-11-4, SER

TOX145, RBL10139-Sppb-1l, SEE

$7 101599057 TOX145, RBL10139-10ppb-11, S¥X
58 101599058 TOX14S, RBL10139-25ppb-11, SER
59 101599059 TOX145, RBL10139-50ppb-11l, SRR
60 101599060 TOX145, RBL101)9-100ppb-11, SEE
61 101599061 T0X145, RBL10139-250ppb-1l. SXE
62 101599062 TOX145, RBL101}9-500ppb-1l, SEX
63 101599063 TOX145. RBL10139-750ppb-1l, SRE
64 101599064 TOX145, RBL10139-1000ppb-ll, SEE

¥ (odd

soup 020199:

Quantified and printed by ias 10/18/9%

10/13/99
10/13/99
10/13/99
10/13/99
10/13/99

Dyl., Comtrol-250pb-MS-11
TOX145, 9RO3I2I0M, Dyl, Control-250pb-MSD-11
9R03215M. Dyd, Control-250pb-MS-12
Control-250pb-NSD-12
TOX145, RTL-$R0I24SM, Dyl. Smg/kg- SER 10/13/99
RBL10139-250ppb-CCV-11-3, SER

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

W bL S'M.Md

TR L

127 M

8203 M

105 M

277 W

147 wWx

77671 &b

352

183 MM

8271 M

123 m

10526

9524 M

7882 M

7389 MM

147648 &>

8182 104

158

7941 Mt

138 MM

176413 ad

153273 od

156909 bb

7.814 160875 &b

7.857 932 M

307.00  7.7%92 7589 MM
7.881 202 MM

307.00 7.810 T441 WM
7.87% 172 Wo

7.816 66310 bb

7.806 73496 4d

7.812 68288 ad

7.790 79669 bb

307.00 7.804 7292 Wi
7.880 211 M

307.00 7.810 7480 WM
7.879 148 Y

6.14 7.836 367 wax
12.40  7.791 $51 Wt
31.00 7.79%0 1467 w4
62.00 7.789 2205 ¢
124.00 7.813 4136 1
307.00 7.813 10131 ¢
614.00 7.792 20659% W
921.00 7.812 25247 WX
1228.00 7.810 35385 o

eheled?

ke wfrige

Conc. WDev
0.00

4.25
0.00
0.00
0.00
3.70 -40
9.78 -21
3s.38 24
59.64 -4
122.79 -1
308.16 0
615.30 [
806.77 -12
1072.65 -13
0.00
0.00
0.00
0.00
0.00
0.00
241.81 -2
0.00
2 35

znn szy <pud o 1100 d; }k‘llb\

0 00
243.87 -21

0.00
312.02
281.72
232.13
217.22

wsers=Nud o 1

247.24 -19
0.00
233.92 -24
0.00
§323.87
4624.70
4734.57
4854.)9
22.16
223.26 =27
0.11
218.79 -29
0.00
1997.135
2214.486
2087.11
2400.98
214.29 -30
0.38
219.99 -28
0.00
5.07 -~17
10.64 -4
33.33 24
60.61 -2
118.95 -4
300.07 -2
§18.16 1
756.78 -18
1061.05 -13
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Quant ity C rage 4

aspound Summary Report
‘pOX143- rat liver, day 1 & ¢, comtrol and dose- ext. 10/13/99 N

sample List: c:\In.llnrlx\mp-tus.pse\_hbl\lﬂ”’.
Last modified: Mon Oct 18 06:42:08 1999

Mathod: C: \MASSLYNX\soup-Fats.pro\Nethos\10159%a
Last modified: Mom Oct 18 06:41:21 1998

Job Cods:

Printed: Mon Oct 18 09:20:02 1999

Compound 4: I8 (Chd)

Mane Samplslist Text TYDS std Cona T Area
101595001 MeCH Blank

101599002 MeCH Blank

101599003 MeOH Blank

h]

age Conc. WDev

]

1

2

]

4 101599004 ToX145, RBL101)9-H20 Blank-1l. SEE 7.067 887 bb 0.58 -42
$ 101599005 10X145, RBL101}9-Liver Blank-11, SEE 7.081 1255 bb 0.8 -19
6 101599006 TOX145, RBL101}9-Spph-11, SEE Standard 1.00 7.083 1358 bb 0.88 -12
7 101599007 TOX145, RBL10139-10ppb-11, SEE Szandard 1.00  7.099 1473 bb 0.96 -4
8 101599008 TOX145, RBL10139-25ppb-11, SEEZ Standard 1.00 7.098 1675 bd 1.09 9
9 101599009 TOX145, RBL10139-50ppb-11. SEE Standard 1.00  7.086 1670 bb 1.08 [l
10 101599010 TCX145, RBL10139-100ppb-11. SEE Standard 1.00 7.083 1608 bb 1.04 ‘4 .
11 101599011 TOX14S, RBL10139-250ppb-11, SEE Standard 1.00 7.085 1640 bb 1.06 6
12 101599012 TOX145. RBL10139-500ppb-11, SEE Standazd 1.00 7.078 1651 bb 1.07 7
13 101599013 TOX145, RBL10139-750ppb-11, SEE Standard 1.00 7.084 1581 bb 1.00 1
14 101599014 TOX145, RBL10139-1000ppb-11, SEE Standaxd 1.00 7.079 1487 bb 0.96 -4
15 101599015 MeCH Blank

16 101599016 TOX145, RTL-9R03230M, Dyl. Control- SEE 10/13/99 7.078 1609 bb 1.04 4
17 101599017 TOX145, RTL-9R0J23IM, Dyl, Control- SEE 10/13/99 7.082 1573 bd 1.02 2
18 101599018 TOX145, RTL-9X03232M, Dyl, Control- SER 10/13/99 7.082 1757 Bb 1.14 24
19 101599019 TOX145, RTL-5R03233X, Dyl, Control- SER 10/13/99 7.083 1612 bb 1.04 4
20 101599020 70X145, RTL-9R0)23&M, Dyl, Control- SEE 10/13/99 7.083 1698 bb 1.10 10
21 101599021 TOX145, RBL10139-250ppb-CCV-11-1, SEE - 4 1.00 7.084 1396 Bb ¢.90 -10
22 101599022 MeCH Blank

23 101599023 TOX145, RTL-9R0I23ISN. Dy, Control- SKE 10/13/99 7.095 1583 bb 1.03 3
24 101595024 TOX145, RTL-9R0)236X, Dys, Control- SKE 10/13/99 7.082 1519 bb 0.99 -1
25 101599025 TOX145, RTL-9R032)7X, Dyé, Control- SKE 10/13/99 7.078 1435 bb 0.93 -7
26 101599026 T0X145, RTL-9RD3238M, Dyd, Control- SEB 10/13/99 7.082 1439 bb 0.93 -7
27 101599027 TCX145, RTL-9R03I2I9N, Dyd, Control- SKE 10/13/99 7.082 1466 bb 0.95 -5
28 101599028 TOX145, RBL10139-250ppb-CCV-11-2, SER o 31.00 7.079 1417 bb 0.92 -8
29 101599029 MeOH Blank -

30 101599030 TOX145, 9R03I230M, Dyl, Control-250pb-MS-11 7.083 1494 Bb 0.97 -3
31 101599031 TOX145. 9RO3230M, Dyl, Control-250pb-MSD-11 7.082 1426 Bb 0.92 -8
32 101599032 TOX145, 9R03215M, Dyd, Control-250pb-MS-13 7.086 1224 Bb 6.79 -21
33 101599033 TOX145, 9R03I2)ISM, Dyd, Control-250pb-MSD-12 7.082 1187 b 0.77 -23
34 101599034 TCX145, RTL-IR0I245M, Dyl, Smg/kg- SEX 10/13/99 7.078 1484 b 0.96 -4
35 101599035 TOX145, RBL1L0139-250ppb-CCV-11-3, SER o 1.00  7.084 1379 bb 0.89 -1l
36 101599036 MeCH Blank

37 101599037 TOX14$, RBL10139-250ppb-CCV-11-3, SKB oc 1.00 7.100 1313 bb 0.85 -15
38 101599038 MeCH Blank

39 101599039 TOX145, RTL-9R03246M, Dyl, 5mg/kg- SEX 10/13/99 7.100 1390 bb 0.90 -10
&0 101595040 TOX145. RTL-9R0I247M, Dyl, Smg/kg- SRR 10/13/39 7.099 1409 bb 0.91 -9
41 101599041 TCX14S, RTL-9R03248M, Dyl, 5mg/kg- SEE 10/13/99 7.083 1305 bb 0.85 -15
42 101599042 TCX145, RTL-9R0I249M, Dyl. Smg/kg- SEE 10/13/99 7.084 141) b 6.92 -8
43 101595043 TCX145, RTL-SROI250M., Dyd. Sag/kg- SEE 10/13/9% 7.084 1386 bb 6.90 -10
44 101599044 TCX145, RBLLO139-250ppb-CCV-11-4, SER ec 1.00 7.086 1235 bb 0.30 -20
45 101599045 MeCH Blank

45 101599046 TOX245, RBL10139-250ppb-CCV-11-4, SEE oc 1.00 7.080 1239 Bb 0.80 -20
47 101599047 MeCH Blank 7.106 1bb 0.00 -100
48 101595048 TCX145, RTL-9R0I2SIN, Dyd. Smg/kg- SER 10/13/99 7.086 1289 bb 0.84 -16
49 101599049 TOX145, RTL-9RII25IM, Dyé. Sag/kg- SEE 10/13/99 7.077 1382 ®b 0.90 -10
50 101599050 TOX145. RTL-9R03I253M, Dyd., Smg/kg- SEB 10/13/99 7.083 1460 Bb 0.95 -5
§1 101599051 TCX145, RTL-9R2I254M, Dyd, Smg/kg- SEBR 10/13/99 7.083 1341 bBb 0.87 -13
§2 101599052 T0X145. RBL10119-250ppb-CCV-11-4, SER oc 1.00 7.07% 1338 bb 0.87 -13
53 101599053 MeCH Blank 7.003 § bb 0.00 -100
S4 101599054 T0X145, RBL10139-250ppb-CCV-11-4, SER [+ 4 1.00 7.081 1253 kb 0.31 -19
S5 101599055 MeOH Blank

56 101599056 TOX145, RBL10139-5ppb-11, SEE Standard 1.00 1495 bb 0.97 -3
S7 101599057 TOX145, RSL10139-10ppb-11, SEE Standard 1.00 1498 bb 0.97 -3
58 101599058 TCX145, RBL10139-25ppb-11, SZE Standard 1.00 1574 b 1.02 2
£9 101599059 TOX145, RBL10139-50ppb-1l, SEZ Standard 1.00 1572 bb 1.02 2
60 101599060 TOX145, RBL1013%9-100ppb-11, SEE Standard 1.00 1585 bb 1.03 3
61 101599061 TOXILS, RABL10139-250ppb-11. SEB Standard 1.00 1607 Bd 1.04 4
62 101599062 TOX145, RBL10139-500ppb-11, SEE Standard 1.00 1527 bb 0.99 -1
6) 101593063 TOX145, RBL10139-750ppb-11, SEE Standard 1.00 1400 bb 0.91 -9
64 101599064 TOX145, RBL10139-1000ppb-11, SEE Standard 1.00 1382 bb 0.90 -10

o for Dl"f. v" tw Gn lulﬁltb/d
Dot o bt\'ana + nob ukd i any celtule U\C/Io/_z_z/%

soup 020199: Quantified and priasted by ias 10718799



Quantity Calibration Raport
TOX145- rat liver, day 1 & 4, coatrol and dose- ext. 10/13/99

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

Lus Iofulss = Lof ¢

Page 1

Response-

x

®

i
3 5 105 S S S s UL SISO A ————— Conc
0.0 200.0 400.0 600.0 800.0 1000.0
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Quantify Calibration Raport
20X145- rat liver, day ! & 4, ceatrol and dose- ext. 10/13/3%

Page 2

Compound 2 name: PFOS (Ch2)
Coefficient of Determination: 0.983941
Calibration curve: 2.48521 * x + 89.0578
Response type: External Std, Area

3.14e34

Response-—

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

00 | 2000 __ 400.0

r——v1 Conc

600.0 8000  1000.0 1200.0

Soup 020199: Quantified and printed by ias 10/18/9%



Quantify Calibration Report Page 3
T0X145- zat liver, day } & 4, control and dose- ext. 10/33/792

Compound 3 name: PFOSA (Ch3)

Coefficient of Determination: 0.999594

Calibration curve: 33.0992 * x + 198.731

Response type: External Std, Area

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

4.08e4

Response-

e T A e e e e o oo S S SRS O gmam e o e — Conc
0.0 200.0 400.0 600.0 800.0 1000.0 1200.0

Soup 020199: Quantified and printed by ias 10/18/9%



Quantify Calibration Report Page ¢
FOX145- rat liver, day 1 & 4, control and dose- ext. 10/13/99

Compound 4 name: IS (Chd) ’
Response Factor: 1542.30
Response type: External Std, Area
Curve type: RF
1.67e3~ X
%
X
X
X
%
¥
X
Response-
Y T T T T T 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

Soup 020199: Quantified and printed by ias 10/18/9%



Matbod Report

5oup 02579

Tas 1=/ 9q

Mathod tile: C:\NASSLYN!\-oup-rA:l.pro\u-:hDI\IOISQQQ.-db
Last modified: Mon Oct 18 06:41:21 1999

Compound : 1: POAA {Chl)

printed: Mon Oct 18 07:46:51 1999

Compound Name: POAA (Ch1)

Internal Raf. [None}

Quantify Tra TIC

Conc. of Standards: Conc. A

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

Chromatogram mass window:

PR

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

Time Window (mins):

Peak Selection:

Responss Type:
Response:
———ee
Polynomial Type:
Point of Origin:
Pit Weighting:

Axis Transformation:

PRESIUEEEE

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:

e e

Relative beight:

Absolute area:

1.000000, Disabled
1.000000

2.000

1.0000Da

7.129, Enabled
0.000, Disabled
{None]

0.356

Nearsst

External
Areas

Linear
Exclude
X
None

66

Enabled
2
1

30.00
200.00
5.00

90.00
Disabled
30.00

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



Nethod Report

Page 1

Method file: €+ \MASSLYNX\soup-Tats.pro\MsthDB\10159%s . adb

Last modified: Mon Oct 18 06:41:21 1999

Compound: 2: pPOS (Ch2)

printed: Mon Oct 18 07:46:51 1999 -5;% 2ol 11 P73 l’/b’/ﬂ
f

Compound Neme: #POS (Ch2) [

Internal Ref.: (Mone}

Quantify Trace: TIC

Conc. of Standarxds: Conc. B

Gser RF Value:

User Peak Factor:
Integrate Window Pactor:
Chrosatogram mass window:

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

Time Window (mins):

Peak Salection:

Rasponss Type:
Response:

Polynomial Type:
Point of Origin:
rit Weighting:

Axis Transformstion:

Units:

Peak-to-peak amplitude:

Smoothing:

Window size (scans):
Number 6f smooths:
Smoothing mathod:

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

.

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Relative height:
Absolute beight:
Relative ar
Absolute ar

1.000000. Disabled

1.0000
2.000

[1+]

1.0000Da

7.313,

0.000, Disabled

[Mons)
0.400

Neares

Enabled

T

Extarnal

Arsas

Linear

Exclude

1z
Bone

66

Enabled
2
1

30.00
200.00
5.00

90.00
Disabl
30.00

1.50,
0.00,
2.00,
0.00,

ed

Disabled
Disabled
Disabled
Disabled



Nathod Report

Method file:
Last modified:

Compound:
Printed:

C:\MASSLYNX\soup-rats . pro\NethDB\101599s.mdb

Mon Oct 18 06:41:21 1999
3: PFOSA (Ch})

Mon Oct 18 07:46:51 1999

Page )

Thes /-t//d'/zy

Conc. of Standards:

User RF Valus:

User Peak FACTOX: 1.000000
Integrate Window Pactor: 2.000
Chromatogram mass window: 1.0000Da
Retention Time (mins}: 7.797, Enabled
Relative Retention Time: 0.000, Disabled
RT Reterencs: [None}
Time Window (mins): 0.679
Peax Selection: Nearest
Response Typs: External
Rasponse: Axeas
RS
polynomial Type: Linear
Point of Origin: Exclude
rit weighting: p¥2 4
Axis Transformatiom: None
Units:
Peak-to-peak amplitude: 80
smoothing: Enabled
Window size (scans): 2
Number of amooths: 1
Smoothing method:
Join valley threshold: 30.00
tailing: 200.00
line maxamm: 5.00
— e
Draw vertical thrashold: 90.00
Datect shoulders: Disabled
Shoulder threshold: 30.00
—_—
Relative height: 1.50,
Absolute height: 0.00,
Relative area: 2.00,

Absolute area:

PPOSA (Ch3}
{None]

TIC

Conc. €

1.000000, Disabled

6.00,

51‘.7, 222174



Method Report Page 4

Method file: C:\MSSLYNX\lwv-znu.pro\lltwl\lou’n.-lb

Last wodified: Mon Oct 18 06:41:31 1999

Compound : 4: IS (Chd)

printed: Mon Oct 18 07:46:51 1999 5; 220154 z ,,d é
Compound Name: IS {Chd) [
Internal Ref.: [None]

Quantify Trace: TIC

Conc. of Standards: rixed

User RF Value: 1.000000, Disabled

User Peak Factor: 1.000000

Integrats Window Pactor: 2.000

Chromatogram mass window: 1.0000Da

[

Retention Time (mins):
Relative Retsntion Time:
RT Referencs:

Time Window (mins):

Peax Selection:

Rasponss Type:
Response:
———
Polyncaial Type:
Point of Origin:
rit Weighting:

Axis Transformation:

PRSI

Tnits:

Peak-to-peak amplitude:

Smoothing:

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

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

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

—e—

Relative height:

Absolute ar

7.157, Enabled
0.000, Disabled
{None]
0.411

Nearast

External
Areas

Linear
Exclude
x
Nons

67

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



Tos tfrslts

SOUP 020199: FACT Equipment
Log 99092 PAGE 11
Quattro I1, #6414E

DATE__10/15/99

ANALYST:ias
STUDY NUMBER; TQX145 MATRIX: gat liver DESCRIPTION;days {&4

FACT Method: ETS-8-7.0

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

Mobile Phase: (A)2.0 mM NHACH3CO2 (B)MeOH
TN-A- or stndrd number | (A) 99085-10-5 (B).TN-A-2878

Prepared (date/by): (A)_10/10/99 sah (B)_10/10/99 sah

Expires: (A).04/00 (8)_2010

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: 3 um
Part number: 053-701-2 Lot number: PO9E11 Serial number:05918047Z
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
3).5.50 95.0
4)7.50 95.0

5)8.00 10.0




Tuning Method Report
Method: C:\MASSLYNR\SOUP-RATS.PRO\ACQUDB\P!OSB

printed: Pri Oct 15 11:42:32 1999

Page 1

SRl o L R
MS MsS2
SOURCE ( ESP- ) Set Rdbk MS1
Capillary 3.00 3.00 LM Resolution
Cone 40 -41 HM Resolution
Extractor 5 -6 Ion Energy
RF Lens 0.2 Ion Energy Ramp
Source Block Temp. 150 153 Lens 6
Desolvation Temp. 250 250 Multiplier
Pressures Rdbk MS2
LM Resolution
Analyser Vacuum 6.6e-5 HM Resolution
Collision
Gas Cell 4.1le-3 Ion Energy
Ion Energy Ramp
Lens 8
Lens 9

Multiplier

Rdbk

Rdbk

38



Scanniog Wethod RepoTt

PRON \ 100N -PFOS-POAA-PPOSA-IS

©:\ \

Metbod:
Last Modified: PFri Oct 13 11:35:03 1999

Frinted: yri Oct 13 11:42:40 1999

Page 1

solvent Delay ( mins ) :
Punction : 1 MEM of 1 Mass

Inter Channel Delay ( Secs ) :
Spsn ( Daltons ) :
Start Time ( Kins ) :
End Time ( Mins ) :
Repeats :
Channel Parent Daughtss

1 €13.00 169.00

Function 1 2 Mg Of 1 Mase

Inter Channel Delay ( Secs ) :
Span ( Daltons ) :

Start Time ( Mins ) :

End Time ( Mins ) :

Repeats :
1 Parent
1 499.00 99.00
yunction : 3 WM of 1 Muss

Inter Channel Delay ( Secs ) :
Span { Daltons ) 1:

Start Time { Mios ) ¢

¥nd Time ( Mins ) :

Repeats :

< 1 Parent h

1 498.00 78.00
Funceion : & WM of 1 Mass

Inter Channel Delay ( Secs )
span { Daltons ) :
Start Time ( Mins )
gnd Time ( Mins ) :
Repeaats :
Channel Parent Daughter

1 427.00 80.00

0.00
yair {
0.03
0.00
0.00
10.00

3
Dwell

0.30

rair {
0.03

8P~ )

{Secs) Coll Energy (eV)

30

xsr- )

(Secs) Coll Energy {aV}

45

(Secs) Coil Energy (eV)

45

{Seca) Coll Bunergy (aV)

40

Cone ( V)

15

Cone ( V)

(]

Cone ( V)

0

Cone { V)

60



Metbod Report .

Mathod File: Cx\IIISLYHI\IOU?-IATI.!ID\ACOUDB\IO!&:-IO-’s
Last Modified: Friday, October 15, 1999 11143104

:
Printed: rriday, October 15, 1999 11:43:13

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% cs 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
HP1100 LC Pump External Event Timetable
The Timetable contains 3 entries which are :
Time Column Switch Contactl Contact2 Contact3
Initial off Off off Off
0.00 off on on off
06.10 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 (ul) 5.0

vial Number 91

Flow

0.300
0.300
0.300
0.300
0.300

Contactd
off
Oon
Off

Pressure
400
400
400
400
400



Masslynx - Sample List ,

Sample List: C:\MASSLYNXEoup-rats.pro\SampleDB“ 01599a.SPL
Printed: Fri Oct 15 11:56:25 1999

Page 1

Page Position: (1, 1)

WWWRNRNNNMNN I R T e
gggNaowaqmmauﬁaommﬂmmawnaooﬁ“mm““”‘

NeuanRaRaassa8RER2888YE

File Name

101599001
101599002
101598003
101599004
101599005
101599006
101598007
101599008
101599009
101598010
101599011
101599012
101598013
101599014
101599015
101599016
101599017
101599018
101598019
101599020
101589021
101599022
101598023
101599024
101598025
101599026
101599027
101599028
101598029
101599030
1015989031
101599032
101599033
101599034
101599035
101599036
101599037
101599038
101599039
101599040
101598041
101599042
101599043
101598044
101599045
101599046
101599047
101599048
101599049
101599050
101599051
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-1 1, SEE

TOX145, RBL101 39-5ppb-11, SEE

TOX145, RBL10139-1 Oppb-11, SEE

TOX145, RBL10138-25ppb-11, SEE

TOX145, RBL10139-50ppb-11, SEE

TOX145, RBL10138-1 00ppb-11, SEE

TOX145, ABL10138-250ppb-11, SEE

TOX145, RBL10139-500ppb-11, SEE

TOX145, RBL10139-750ppb-11, SEE

TOX145, RBL10138-1000ppb-11, SEE

MeOH Blank

TOX145, RTL-9R03230M, Dy1, Control- SEE 10/13/99
TOX145, RTL-9R03231M, Dv1, Control- SEE 10/13/89
TOX 145, RTL-9R03232M, Oy1, Control- SEE 10/13/89
TOX145, RTL-9R03233M, Dv1, Control- SEE 10/13/99
TOX145, RTL-9R03234M, Dy1, Control- SEE 10/13/99
TOX145, RBL101 39-250ppb-CCV-11-1, SEE

MeOH Blank

TOX145, RTL-9R03235M, Dy4, Control- SEE 10/13/99
TOX 145, 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 10/13/99
TOX145, RBL101 29-250ppb-CCV-11-2, SEE

MeOH Biank

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, Dy1, smg/kg- SEE 10/13/89
TOX145, RBL10138-250ppb-CCV-1 1-3, SEE

MeOH Blank

TOX145, RBL101 39-250ppb-CCV-11-3, SEE

MeCH Blank

TOX145, RTL-9R03246M, Dy1, smg/kg- SEE 10/13/99
TOX145, RTL-9R03247M, Dy1, Smg/kg- SEE 10/13/99
TOX145, RTL-9R03248M, Dyt, 5mg/kg- SEE 10/13/99
TOX145, RTL-9R03249M, Dy1, smg/kg- SEE 10/13/99
TOX145, RTL-9R03250M, Dy4, smg/kg- SEE 10/13/99
TOX145, RBL10139-250ppb-CCV-11-4, SEE

MeOH Blank

TOX145, RBL10139-250ppb-CCV-11-4, SEE

MeOH Biank

TOX145, RTL-9R03251M, Dy4, 5Smg/kg- SEE 10/13/99
TOX145, RTL-9R03252M, Dy4, Smg/kg- SEE 10/13/99
TOX145, RTL-9R03253M, Dy4, 5mg/kg- SEE 10/13/99
TOX145, RTL-9R03254M, Dy4, Smg/kg- SEE 10/13/99
TOX145, RBL101 39-250ppb-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

TOX145, RBL10139-25ppb-11, SEE

TOX145, RBL10139-50ppb-11, SEE

MS File

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
1O0MIN-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-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



Masslynx - Sample List . Page 2

Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB“ 01589a.SPL Page Position: (2, 1)
Printed: Fri Oct 15 11:56:25 1998

inlet File Bottle Inject Volume Sample Type ConcA
1 10min-10-95 91 10.000 — -
2 10min-10-95 91 10.000 — -
3 10min-10-85 91 10.000 — -
4 10min-10-95 1 10.000 — -
5 10min-10-85 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-10-95 7 .10.000 — —
1 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-10-95 13 10.000 — -
18 10min-10-95 14 10.000 — —
19 10min-10-95 15 10.000 — -—
20 10min-10-95 16 10.000 — -
21 10min-10-95 36 10.000 — -
22 10min-10-95 92 10.000 — -
23  10min-10-95 17 10.000 — -
24 10min-10-95 18 10.000 — -
25 10min-10-95 19 10.000 — -
26 10min-10-95 20 10.000 — -
27 10min-10-95 21 10.000 — -
28 10min-10-95 37 10.000 — —
29 10min-10-95 93 10.000 - -
30 10min-10-95 22 10.000 — -
K} 10min-10-95 23 10.000 — —
32 10min-10-95 24 10.000 — -
33 10min-10-95 25 10.000 — -
34 10min-10-95 26 10.000 — —
35 10min-10-95 38 10.000 — -
36 10min-10-85 93 10.000 — -
37 10min-10-95 38 10.000 — -
38 10min-10-95 93 10.000 — -
335  10min-10-95 27 10.000 — -
40 10min-10-95 28 10.000 — -
41 10min-10-95 29 10.000 — -
42 10min-10-95 30 10.000 — -
43 10min-10-85 31 10.000 — -
44 10min-10-95 39 10.000 — —
45 10min-10-95 964 10.000 - -
46 10min-10-95 39 10.000 — -
47 10min-10-85 94 10.000 — -
48 10min-10-85 32 10.000 - —
49 10min-10-95 33 10.000 - -
50 10min-10-85 34 10.000 -— -~
51 10min-10-95 35 10.000 — -
52 10min-10-95 39 10.000 - -
83 10min-10-95 95 10.000 — —
54 10min-10-95 39 10.000 — —
55 10min-10-95 85 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-10-95 6 10.000 — —



Masslynx - Sample List

Sample List: C:\MASSLYNX\soup-rats.pro\SampieDB\101 §99a.SPL
Printed: Fri Oct 15 11:56:26 1999

Page 3

Page Position: (1, 2)

z2BR28

File Name

101599060
101599061
101598062
101599063
101599064

File Text

TOX145, RBL10139-100ppb-11, SEE
TOX145, RBL10139-250ppb-11, SEE
TOX145, RBL10139-500ppb-11, SEE
TOX145, RBL10139-750ppb-11, SEE
TOX145, RBL10139-1000ppb-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



Massiynx - Sample List Page 4

Sample List: C:\MASSLYNX\soup-rats.pro\SampleDB\101 599a.SPL Page Position: (2, 2)
Printed: Fri Oct 15 11:56:26 1999

Inlet File Bottle Inject Volume Sampie Type ConcA

860 10min-10-85 7 10.000 — -
61 10min-10-95 8 10.000 - -
62 10min-10-95 9 10.000 - -
63 10min-10-85 10 10.000 - -
64 10min-10-85 11 10.000 ~- -




FACT: DATA REVIEW SUMMARY FORM

Date: /ﬂ ’Q?él 97
X/

Data Analyst: d

FACT Study #: %’ /{(5/ Jxa)
duer

Matrix/Timepoints: ; ~ /

Sample List: /0/ g,c/t‘/&“\

Set-up Analysi

Dui/Amays »@V WS-

Instrument: )@?Z/AJV WM

Analyte: ?POS

Acceptable Linear Range: z?z_@ﬁizﬁ?gaée_

Log 2% £0 Extracton Blank S 7. LOQ_
r2: ). GEOF Matrix Blanke_< /2.

Calibration Checks: OA'

MS/MSD: Ok

AC lo[y:"i"\

Data Smms@ E A M

Analyte: )}@S\ /4
[Acceptable Linear Range: ’5/, 9_3 - %

LOQ: ﬁ, _é{ - S g}éb Extracted Bfl:}:/z_é_@Q

.

Data Review Sign-Off

Wit d

Technical Review
N:ne/om: NEE /.9474[22 / &'h /0/20(95 _

. Analyst Review
Name / Date:

Quality Assurance Review
Name / Date:
Dats Entry: LAC/ lD )ll] q q
Comments / Justifications:
4o ALY

/0775
oy @/K déz//:uévn Cplera
2 Z5 oy

Jo0?5

Z et abv‘&
@ IDD/M WAS o7 JANCeudSD ped
T Larism zad Cuevs OSeguss PO
WAaAs A7 Cons. DZes) 7= A A M!M7
ZALEE T Aot TE . LEE /Mﬁ

@ SArore D jeucnz D> o7

Lt 7210 TH 78 e 574,\,‘\&3 .

S~ WIRE RuASTTATEN US4l

MS/MSD:

s s/ ¥ mgzbr@wa/ R

XA Gttty

v, 9979 Matrix Blank: _C_Zg_L_QQ_ SETTRrfe TTAINMRD CulVE:  MLE 4529/35
Calibration Checks: _()K .

MS/MSD: K —

Data Sutua@ Entord LAL IQIJ,;LLQ‘! 7
aosiyee: PO (3) N>

Acceptable Linear Range: —_— >\\’\/9/

LOQ: B Extracted Blank: \Y‘y

RA2: N Matrix Blank: /

Calibration Checks: —_




FACT: DATA REVIEW SUMMARY FORM p %

Data Review Sign-Off

Date: Y= 9('7 o '
e A e O 05055
FACT Study #: ﬁZY. § 4 % i:ﬂf?m - '
Matrix/Timepoints: _&t%. ' ny L I/ / ;::: /l;:::em ke o paos lo£ 2 W lo/ Jll%
Sample List: 9% Quality Assurance Review
Name / Date:

by f 99T A Data Batry: We iolax]99
Instrument gﬂm /['A, 1), G Comments / Justifications: /7
Analyte: _\é(/ wr- @ /
Acceptable Linear Range: I /
LOQ: _ Extraction Blank: __~~—— /
R"2: - Matrix Blank ___~— /
Calibration Checks: — /
MS/MSD: — /
Data Status: — ﬁ/
- ——— Y
| Acceptable Linear Range: / \V)t_z/
LOQ: Extracted /
RA2: frix Blank: /
Calibration Checks: NP\ / :
MS/MSD: W /
Data Status: /

= /
Analyte: /
Acceptable Linear Range: /
LOQ: /
R72: /
Calibration Checks: /
MS/MSD: ——
Dau'Satus:

/



F%.

Quantify Compound Susmary Report

Pilutl Day 1.4
l; pros S I

Tox 143: Rat

Sasple List:

Last modified: Wed Oct 20 08:3

L(\amelia-rats . PRO' UB\101999a

7 19989

AMASSLYNX\amelia~-Fatas. PRO\MSthDB\10199%a

Mathod : c:
Last modified: Wed Oat 20 00:16:10 1999

o
21/

rd
1

Job Code:
Printed: Wed Oct 20 09:00:41 1999
Compound 1: PFOS
§ Nams Samplelist Text TYPS std Conc | o 4 Area Conc. Tlags %Dev
1 101999001 MaOH 7.159 3 0.00 bb
2 101999002 MeOH 7.1 29 9.00 bd
3 101999003 Tox 145: RBL10139-K20 blk-11, Ext SEE 10-13-99 7.167 109 0.00 bb
4 101999004 Tox 145: RBL10139-Liver blk-11, Ext SEE 10-13-99 7.140 127 0.00 bb
5 101999005 Tox 145: RBL10139-5 ppb-11, Ext SET 10-13-93% Standard 4.93 7.122 266 0.00 MMX -100
6 101999006 Tox 145: RBL1I0139-10 ppb-il, Ext SEE 10-13-99 Standard 9.76 7.120 226 0.00 bbX -100
7 101999007 Tox 145: RBL10139-25 ppb-11, Ext SEL 10-13-99 Standard 24.80 7.120 56) 25.44 MM 3
8 101999008 Tox 145: RBL10139-50 ppb-11, Ext SEL 10-13-99 Standard 49.30 7.137 778 51.46 MM 4
9 101999009 Tox 145: RBL10139-100 ppb-11, Ext SLE 10-13-99 Standard 97.60 7.120 1265 110.57 MM 13
10 101999010 Tox 145: RBL10139-250 ppb-11, Ext SEE 10-13-99 Standard 248.00 7.141 2819 299.68 MM 20
11 101999011 Tox 145: RBL10139-500 ppb-11, Ext SEE 10-13-99 Standard 483.00 7.118 4996 562.73 MM 14
12 101995012 Tox 14%: RBL10139-750¢ ppb-11, Ext SEE 10-13-99 Standard 735.00 7.120 €355 727.43 WM -1
13 101995013 Tox 145: ABL10139-1000 ppb-11, Ext SEE 10-13-99 Standard 976.00 7.119 8033 930.73 MM -5
14 101999014 MeOH . 7.149 41 0.00 bb
15 101999015 Tox : 9R03237, Day 4, Control, D:100 7.119 3396 368.79 bd 4
16 101995016 Tox SR0I245M, Day 1, 5 mg/kq, 100 7.138 2339 240.65 bb
17 101999017 Tox 9R03246M, Day 1, S5 mg/kq, 100 7.141 3037 325.31 MM
18 1019990128 Tox 9R03247H, Day 1, S mg/kq, 100 7.139 3370 365.59 MM
19 101999019 Tox : SROI248M, Day 1., 5 wmg/kg, D:100 7.139 2132 215.50 M l((d
20 101999020 Tox : RBL10139-250 ppb-11-2, Ext SEE 10-13-99 [+ 240,00 7.144 2043 204.85 MM -1? Eu
21 101993021 MaCH 7.1863 25 0.00 bb
22 101999022 Tox 9R0IZ49, Day 1. S mg/kg, D:100 7.146 2630 276.01 MM uL
23 101999023 Tox 9R03251M, Day 4, 5 mg/kg, 7.145 3050 326.91 MM
24 101993024 Tox 9R03252M, Day 4, 5 mg/kq, D: 7.143 897 429.51 bb lo I'e
2% 101999025 Tox 9R03253M, Day 4, 5 mg/kg, D:100 7.145 3395 368.64 MM 32 q .
26 101999026 Tox 9R03IZS4N, Day 4, 5 mg/kg, D:10¢ 7.168 3570 389.94 bb
27 101999027 Tox ABL10139-250 ppb-11-1, Ext SEE 10-13-9% Qc 248.00 7.166 1805 176.02 MM -29
28 1¢1999028 MeOH 7.16% 35 0.00 bb
29 101999029 Tox 145: RBL10139-H20 blk-11, Ext SEE 10-13-99 7.191 9 0.00 bd
30 101999030 Tox 145: RBL10139-Liver blk-11, Ext SEE 10-13-99 - 7.109 118 0.00 MM
33 101999031 Tox 145: RBL10139-5 ppb-11, Ext SEE 10-13-99 Standard 4.93 7.185 270 0.00 bbX ~100
32 101999032 Tox 145: RBL1013%-10 ppb-11, Ext SIL 10-13-99 Standard 9.76 7.140 209 0.00 MMX -100
33 101999033 Tox 145: RBL10139-25 ppb-11, Ext SIE 10-13-99 Standard 24.80 7.149 498 17.53) bb -29
34 101999034 fox 145: RBL10139-50 ppb-11, Ext SEE 10-13-99 Standard 49.30 T7.148 707 42.92 bd -13
35 101999038 Tox 145: RBL10139-100 ppb-1l, Ext SEE 10-13-99 Standard 97.60 7.120 1087 88.98 MM -9
36 101999036 Tox 145: RBL10139-250 ppb-11, Ext SEE 10-13-99 Standard 248.00 7.145 2653 278,00 MM 12
37 101999037 Tox 145: RBL10139-500 ppb-11, Ext SEE 10-13-99 Standard 493.00 7.142 4435 494.75 MM [}
38 101999038 Tox 145: RBL10139-750 ppb-11, Ext SEE 10-13-99 Sctandard 735.00 7.123 6109 637.60 MM -5
39 101999039 Tox 145: RBL10139-1000 ppb-11, Ext SEE 10-13-99 Standard 976.00 7.141 7943 919.78 MM -6

bun switchad with animal ¥ ARO250M,

Dda_ Ll/

+ Thit Qmmo\ numLz,r W‘Z how. 5'/~a/xa,m

'D/_] 2/!?(
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Quantify Compound Summary Report

Tox 145: Rat ST, Dilutions, 1.4
ST s W -
Sample List: B L) \amell ats . PRO\SamplediN101999s

Last modified: Wed Oct 20 08:31:47 1999

Mathod: C: \MASSLOX\amelis-rats. PRO\MathDB\10199%2
lLast modified: Wed Oct 20 08:16:18 1999

Job Code:

Printed: Wed Oct 20 09:00:41 1999

Page 2

Campound 2: PFOSA

Mama Samplelist Taxt

101999001 MeOH

101999002 MeOM

101999003 Tox 145: RBL10139-H20 blk-11, Ext SEE 10-13-99
101999004 Tox 145: RBL10139-Liver blk-11, Ext SEE 10-13-99
101999005 Tox 145: RBL10139-5 ppb-~11, Ext SEE 10-13-99
101999006 Tox 145: RBL10139-10 ppb-11, Ext SEE 10-13-99
101999007 Tox 145: RBL10139-25 ppb-11, Ext SEE 10-13-99
101999008 Tox 145: RBL10139-S0 ppb-11, Ext SEE 10-13-99
101999009 Tox 145: RBL10139-100 ppb-11, Ext SEE 10-13-39
10 101999010 Tox 145: RBL10139-250 ppd-11, Ext SEE 10-13-99
11 101999011 Tox 145: MBL10139-500 ppb-11, Ext SEE 10-13-99
12 101999012 Tox 145: RBL1013$-750 ppb-11, Ext SEE 10-13-99
13 101999013 Tox 145: RBL10139-1000 ppb-11, Ext SEE 10-13-39
14 101999014 MaOH

15 101999015 Tox 145: SR0323I7M, Day 4, Control, D:100

16 101999016 Tox 145: 9R0324%M, Dey 1, 5 mg/kg, 100

17 101993017 Tox 145: SR03246M, Day 1, 5 mg/kg, D:100

18 101999010 Tox 145: 9R0324™, Day 1, S mg/kg, D:100

19 101999019 Tox 145: 9R03248N, Day 1, 5 mg/kg, D:100

20 101999020 Tox 145: RBL10139-250 ppb-11-2, Ext SEE 10-13-99
21 101999021
22 101999022

VBN ALUN-e

: 9R03249%, Dsy 1. 5 mg/kg, D:100

23 101999023 : 9MO3251M, Day 4, 5 mg/kg, D:100

24 101999024 : 9R0I252M, Day 4, 5 mg/kg, D:100

25 101999025 Tox 145: SR03I25IM, Day 4. 5 mg/kg, D:100

26 101999026 Tox 145: 9R03254M, Day 4, 5 mg/kg, D:100

27 101999027 Tox 145: RBL10139-250 ppb-11-1, Ext SEE 10-13-99
28 101999028 MeCH

29 101999029 Tox 145: RBL10139-H20 blk-11, Ext SEE 10-13-99
30 101999030 Tox 145: RBL10139-Liver blk-il, Ext SEL 10-13-99
31 101999031 Tox 145: RBL10139-5 ppb-11, Ext SEE 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: RBL10139-50 ppb-11, Ext SEE 10-13-99
35 101999035 Tox 145: RBL10139-100 ppb-11, Ext SEE 10-13-99
36 101999036 Tox 145: RBL10139-2%0 ppb-11, Ext SEE 10-13-99
37 101999037 Tox 145: RBL10139-500 ppb-11, Ext SEE 10-13-99
38 101999030 Tox 145: RAL10139-750 ppb-1l1, Ext SEE 10-13-99
39 101999039 Tox 145: RBL10139-1000 ppb-11, Ext SEE 10-13-9%

1 This C;nlma\, nwnlxr mca )mr\‘. }w.n Swil’CL‘Ld wiw\ animal #

Amelia 062498: Quantitated and Printed by mmh 10/20/%9

Standazd
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

[+

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

std Conc

4.9
9.77
24.80
49.30
97.70
248.00
493.00
736.00
977.00

248.00

248.00

248.00
493,00
736.00
977.60

RT
7.6841

7.875

7.901
7.817

7.806
7.821

Area Cona. Flags SDev
bb

24 0.00
19 0.00 bb
29 6.21 bb
37 0.51 MM
146 4.61 M4 -7
247 841 MM -14
810  29.60 bb 13
1304 48.21 M4 -2
2496  93.11 bb -5
6404  240.28 bd -3
12860  403.44 MM -2
14433 542.66 MOX =26
20057  754.50 WMx  -2]
30 0.23 bb
961 35.31 e 4
1650 61.24 M
1902 70.74 MW
1698 63,05 MM
1021 67.70 Wt En
6666  250.15 MM 1
0.00 bd
2344 07.39 MM Uc
947  34.78 bb
1083 39.91 MM 1012.2/17
939  34.46 bb
1134 41.82 bb
7149 268.36 MM 8
32 0.32 bb
60 1.38 bb
53 1.11 Bd
147 4.65 bb -6
mn 9.32 Bb -5
864 31.65 bb 28
1312 48.51 BB -2 :
2454  91.53 bb -6 '
€538  245.33 bBd -1 :
13734 516.36 MM 5
15935 599.24 M -19
20765  781.16 MMX  -20

qro3asom, Daa‘i, 5ma/k3
e
0)2249



Quantify Compound Sumsary Report

1,4
20- M G

Sample List: : A, rats . PRO\SaspleDB\1019
Last modified: Wed Oct 20 08:31:47 1999

Mathod: c:\n.ux.m\-xu-nn.m\n-r.mn\xoun-
Last modified: Wed Oct 20 00:16:18 1999

Job Coda:

Princed: Wed Oct 20 09:00:41 1999

|
:

o Mams Samplelist Taxt

1 101999001 MaOX

2 101999002 MeOH

3 101999003 Tox 145: ABL10139-H20 blk-1l, Ext SEE 10-13-99
4 101999004 fox 145: ABL10139-Liver blk-il, Ext SEE 10-13-99
5 101599005 Tox 145: RBL10139~5 ppb~11, EIxt SEE 10-13-99

6 101995006 Tox 145: RSL10139-10 ppb-1l, Ext SEE 10-13-99

7 101999007 Tox 14%: RBL10119-25 ppb-11, Ext SEE 10-13-99

8 1013939008 Tox 145: ABL10139-50 ppb-11, Ext SEE 10-13-99

9 101999009 Tox 145: RBL10139-100 ppb-11, Ext SEE 10-13-93%
10 101999010 Tox 145: RBL10139-250 ppb-11, Ext SEE 10-123-99
11 101999011 Tox 145: RBL10139-500 ppb-11, Ext SEE 10-13-99
12 101999012 Tox 145: RBL10139-750 ppb-1l, Ext SEL 10-13-99
13 101999013 Tox 145: RBL10139-1000 ppb-11, Ext SEE 10-13-99
14 101999014 MeOH

15 101999015 Tox 145: SRO3IZITN, Day 4, Control, D:100

16 101999016 Tox 145: 9R03245M, Day 1, 5 mg/kg, D:100
101999017 Tox 145: 9R03IZ4&M, Day i, 5 mg/kg, D:100
101999018 Tox 145: 9R03I24™, Day 1, S mg/kg, D:100
101999019 Tox 145: 9R03248M, Day 1, S mg/kg, D:100
101999020 Tox 145: RBL10139-250 ppb-11-2, ¥xt SEE 10-13-99
101999021 MeOH

101999022 Tox 145: SR0I24M, Day 1, S mg/kg, D:100
101999023 Tox 145: 9R032SIN, Day 4. 5 mg/kg, D:100
101999024 Tox 145: 9R03252M, Day &, 5 mg/kg, D:100
101999025 Tox 145: 9R01253M, Day 4, 5 mg/kg, D:100
101999026 Tox 145: SR03I254M, Day 4, 5 mg/kg, D:100
101999027 Tox 145: RBL10139-250 ppb-11-i, Ext SEE 10-13-99
101999028 HeOH

101999029 Tox 145: RBL10139-H20 blk-11, Ext SEL 10-13-99
101999030 Tox 145: RAL10139-Liver bik-11, Ext SEE 10-13-9%
101999031 Tox 145: RBL10139-5 ppb-11, Ext SEE 10-13-9%

WL NN RN N RN RN e
FOwmIAVALNMOWY® I

32 101999032 Tox 145: ABL1IO0139-10 ppb-11, Ext SEE 10-13-99
33 101999033 Tox 145: RBL10139-25 ppb~11, Ext SEE 10-13-99
34 101999034 Tox 145: RBL10139-50 ppb-11, Ext SEE 10-13-99
35 101999035 Tox 145: RBL10139-100 ppb-11, Ext SEE 10-13-99
36 101999016 Tox 145: RBL10139-250 ppb~11, Ext SLE 10-13-99

37 101999037 Tox 145: ABL10139-500 ppb-11, Ext SEE 10-13-99
38 101999038 Tox 145: RBL10139-750 ppb-1l1, Ext SEE 10-13~99
39 101999039 Tox 145: RBL10139-1000 ppd-1l, Ext SEE 10-13-99

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
standard

Standard
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

€.97

6.969
6.976
6.975
6.948
6.971
6.970
6.974
€.968

Dake. not used pot a 4'arez} analalc Lor

Amalis 062499: Quantitated and Printed by mmh 10/20/99

Ares Conc.
.7 2.61
kY 0.92
29 0.06
29 0.98
4 1.63
k1) 1.02
36 1.07
38 1.15
3 0.92
19 0.5%6
41 1.23
17 0.5
16 0.48
18 0.53
19 0.56
18 0.54
65 1.94
24 0.72
29 0.87
27 0.82
13 0.56
20 0.59
45 1.34

109 3.27
35 1.06
19 0.57
27 .82
41 1.23
29 0.88
k1] 1.14
a8 1.13
s 1.07
22 0.65
40 1.20

Flags SDav
bb 161
bb -8
bb ~14
bb -12
MM 63
MM 2
bb 7
bb 15
bb -8
bb -d4
bb 23
bb -49
bb 52
bb -47
bb ~44
bb ~46
bb 94
bb ~-20
bb -13
bb -18
bb -44
M -43
bb 34
bb 27
bb [3
bb -4
bb -18
bb 23
bb -12
bb 14
bb 13
bb 7
bb =35
bb 20

thie JLJJ

Uc
/0/02.2/99



Quantify Compound Summary Aepoxt
Tox 143: Rat Sase—Dil ., Dy 1,4

Sample List: c: \amelis-rats.PRO\SsmpleDB\10199%a
Last modified: Wed Oct 20 08:31:47 19
c: NO\amelin-rats. PRO\MathDE\10189%2

Mathod: 3

Last modified: Wed Oct 20 08:16:18 1999
Jab Codes:

Printed: Wed Oct 20 09:00:41 1999

Page 4

Compound 4: IS (Ch2)

Name samplelist Text
101995001 MeOH

101999002 MeQH

101999003 Tox 145: RBL10139-H20 blx-11, Ext SEE 10-13-99
101999004 fox 145: ABL101J9-Liver blk-11, Ext SEE 10-13-99
101999005 Tox 145: RBL10139-5 ppb-11, Ext SEE 10-13-99
101999006 Tox 145: ABL10139-10 ppb-11, Ext SEE 10-13-99
101999007 Tox 145: RBL10139-25 ppb-1l, Ext SEE 10-13-99
101999008 Tox 145: RBL10139-50 ppb-1l, Ext SEE 10-13-99
101999009 Tox 145: RBL10139-100 ppb-11, Ext SEE 10-13-99
10 101999010 Tox 145: RBL10139-250 ppb-11, Ext SEE 10-13-99
11 10199%011 Tox 145: RBL10139-500 ppb-11, Ext SEE 10-13-99
12 101999012 Tox 145: RBL10139-750 ppb-11, Ext SEE 10-13-99
13 101999013 Tox 145: RBL10139-1000 ppb-11, Ext SEE 10-13-99
14 101999014 MeOH

15 101999015 Tox 145: SR0323™M, Day 4, Centrol, D:100

16 101999016 Tox 145: SR03245M, Day 1, 5 mg/kg, D:100

17 101999017 Tox 145: SR0I246M, Dsy 1, 5 mg/kg, D:100

18 101999018 Tox 145: SR03247M, Day 1, 5 mg/kg, D:100

19 10199901% Tox 145: SR03248M, Day 1, S mg/kg, D:100

20 101999020 Tox 145: RAL10139-250 ppb-11-2, Ext SEE 10-13-9%
21 101999021 MeOH

22 101999022 Tox 145: 9R0I249, Day 1, 5 mg/kg, D:100

23 101999023 Tox 145: 9R03251M, Day 4, S mg/kg, D:100

24 101999024 Tox 145: SRO3252M, Day 4, 5 mg/kg, D:100

25 101999025 Tox 145: 9R03253IM, Day 4, S mg/kg, D:100

26 101999026 Tox 145: 9R03254M, Day 4, 5 mg/kg, D:100

27 101999027 Tox 145: ABL10139-250 ppb-11-l, Ext SEE 10-13-99
28 101999028 MeOH

29 101999029 Tox 145: RBL10139-K20 blk-11, Ext SEE 10-13-99
30 101999030C Tox 145: RBL10139-Liver blk-11, Ext SEE 10-13-99
31 101999031 Tox 145: RBL10139-5 ppb-11, Ext SLE 10-13-99

32 101999032 Tox 145: ABL10139-10 ppb-11, Ext SEE 10-13-99

33 101999032 Tox 145: RBL10139-25 ppb-11, Ext SEE 10-13-3%

34 101999034 Tox 145: RBL10139-50 ppb-11, Ext SEE 10-13-99

35 101999035 Tox 145: RBL10139-100 ppb-11, Ext SEE 10-13-99
36 101999036 Tox 145: RBL10139-250 ppb-11, Ext SEE 10-13-3%
37 101999037 fTox 145: RBL10139-500 ppb-11, Ext SEE 10-13-39
38 101999038 Tox 145: RBL10139-750 ppb-1l, Ext SEE 10-13-3%
39 101999039 Tox 145: RBL10139-1000 ppb-1l, Ext SEE 10-13-99

VetV ALN—e

@ Wm W PF 7 ‘

Dala nol' uud .

Standard
Standard
Standard
Standard
Standard
sScandard
Standard
Standard
Standard

Standard -
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

Ue (0/22]94

Amslia 062499: Quantitated and Printed by mmh 10/20/9%

std Cone

1.00
1.00
1.00
1.00
1.00
1.00
1.00
1.00
1.00

1.00
1.00

1.00

7.003
6.979

6.963

6.935

0.74
0.81
1.20
1.22
1.06
1.16
1.00
1.08
0.95
0.96
0.93

0.01
0.01
0.01
0.01
6.01
0.65

0.01
90.01
0.01
0.01
0.01
0.69
0.00
0.75

0.99
i1.10
1.04
1.03
0.90
0.99
0.8?
0.81
0.84

. Tiags \Dev
bb -26
bb ~19
bb 20
bb 22
bb [
bb 16
bk -0
bb s
bb -5
bb -4
bb -17
bb -99
bd =99
bd -99
bd -99
bd -99
bb -35
bb ~95
bb -%9
bd -99
bd -99
bd -99
bb =31
bb -100
bb =25
bb -17
bb -1
bb io
bb 4
bd 3
bb -10
bd -1
bb =13
bb -19
dd ~16
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Quantify Calibration Report
Tox 145: Rat T Dil , Day 1,4

Page )

e (1
Compound 1 name? PFOS
Coefficient of Determination: 0.989844
Calibration curve: 8.25151 * x + 352.987
Response type: External Std, Arca

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

8.41e3-

: Response-|

1

; 0.0 200.0

L

400.0

600.0

. Conc |
800.0 f

Amslia 062498: Quantitated and Printed by mmh 10/20/9%

0 @ 1AM 3755



Quantify Calibration Report
D2

Tox 145: Rat s, Day 1,4

iCompound 2 name: PFOSA

iCoefficient of Determination: 0.997888
Calibration curve: 26.5524 * x +23.6545
Response type: External Std, Area

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

; 2.60e47

(5]

| °
/
| ®
. Response-|
/. |
/ |
|
/ |
| /
| /
| .
i /
|
0. . ' C |
0.0 200.0 4000 600.0 8000 one.

Amalia 062499: Quantitated and Printed by mmh 10/20/99
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Quantify Calibration Report Page 3
Tox 143: Rat 3 ions, Day 1,4

R 277, &
Compound 3 name: POAA
iResponse Factor: 33.2811
|Response type: External Std, Area
|Curve type: RF
|
| 54'47
i
i
;
1 .
i x
|
x
|
|
i Response-
1 .
| i
1
| e
’ |
|
i
- E
|
|
i
i
i o j
1 0 Conc |

0.0 0.1 0.2 0.3 04 0.5 0.6 0.7 0.8 0.9 1.0 i

Amelia 062498: Quantitatsd and Printad by mmh 10/20/99
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Quantify Calibration Report
Tox 145: Rat Sassy Dil . Day 1,4

Compouﬁél‘t name:. IS (Ch2) :
Response Factor: 3976.31

‘Response type: External Std, Area

Curve type: RF

4.86e3-

._‘\\

0.0 0.1 0.2 0.3 0.4 0.5

Conc |

1.0 !

0.6 0.7 0.8 0.9

Amalia 062498: Quantitsted and Printad by mmh 10/20/9%

@ @ M 6 %7
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Mathod Report Page 1
Method fila: N:\amelia- .PRO\MethDB\101999a.ndb y
Last modified: Wed Oct 20 00:16:190 19930
Compound: 1: Pros
Printed: Thu Oct 21 15:13:17 1999
Compound Name: PFOS
Internal Ret [Nonae}
Quantify Trace: TIC
Conc. of Standards: Conc. A
User RF Value: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogran mass window: 1.0000Ds
Pask_Location
Retention Time (mins): 7.167, Enabled
Relative Retantion Time: 0.000, Disabled
RT Retersncs: (None]
Time Window (mins): 0.358
Peak Selection: Nearest
Response
Response Type: External
Response: Areas
Calibration Curves

- Polynomnial Type: Linear
Point of Origin: Exclude

Ty rit Weighting: p¥2 3

) Axis Transtormation: None
Concentration
Unics:
Noise
Peak-to-pesk amplitude: 100
Smooth
Smoothing: Enabled
Window site (scansi: 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 area:
Absclute ar

2.00, Disabled
0.00, Disabled




Dal CoNGE V0 355

Method Report

Page 2

Method file: N:\amelia-rats_ PRO\MaThDB\10199%a.mdb
Last modified: Wed Oct 20 08:16:18 19930

Compound: 2: PFOSA

Printed: Thu Oct 21 15:13:18 1999

Compound Name: PFOSA

Internal Ref.: [None!

Quantity Trace: TIC

Conc. of Standards: Conc. B

User RF Value:

1.000000, Disabled

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

Peak Location

Retention Time (mins):

7.824, Enabled

Relative Retention Time: 0.000, Disabled

RT Reference: {None)

Time Window (mins): 0.262

Peax Selsction: Nearest

Response

Response Type: External

Response: Arsas

Calibration Curves

Polynomial Type: Linear

foint of Origin: Excluds
i, Fit Weighting: /X

Axis Transformation: None

Concentration

Units:

Noise

Peak-to-pask amplitude: £ 2]

Smooth

Smoothing: Enabled

Nindow size (3Cans): 2

Number of smooths: 1

Smoothing mathod:

Basslines

Join valley threshold: 30.00

Reduce peak tailing: 200,00

Raise baseline maximum: 5.00

Peak Separation

Draw vertical threshold: 90.00

Detect shoulders: Disabied

Shoulder threshold: 3¢.00 .

Response Threshold

Relative height:
Absclute height:
Relati .
Absolute area:

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



Dot JeNE W 0%

Method Report

Method file:
Last modified:

Compound:

Printed:

N:\amelia-rats.PRO\MstADS\10199%a.mdb
Ned Oct 20 08:16:18 1999C

3: PGAA

Thu Oct 21 15:13:18 1999

Page )

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

User RF Value:

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

Retention Time (mins):

Relative Retention Time:
RT Rafezence:
Time Window (mins):

Peak Selection:

IOSEI\ e

Responss Type:
Response:
Calibration Curves

Polynomial Type:
Point of Origin:
Fit Weighting:

Axis Transformation:
Concentration

Units:
Noise

k=to-peak amplitude:
$mooth

Smoothing:

wWindow size (scans):
Number of smooths:
Smocothing method:
Baselines

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

Peak Separation

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

Relative height:
Absclute height:
Relative
Absolute

POAA
(None)
TIiC
Fixed

1.000000, Disabled
1.000000

2.000

1.0000Da

€.947, Enabled
0.000, Disabled
(None}

0.238

Nearast

External
Araas

Linear
Exclude
x
None

L2}

Lnabled

30,00
200.00
5.00

90.00 . .
Disabled
30.00

1.50, Oisabled
0.00, Diaabled
2.00, Disabled
.00, Disabled
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Method Report

Page 4

Method file: N:\amelia-rats.PRO\NethOB\101999a.mdb
Last modified: Med Oct 20 00:16:18 1999C

Compound: 4: IS (Ch2)

pPrinted: Thu Oct 21 15:13:18 1999

Compound Name: 1S (Ch2}

Internal Ref (Nonae ]

Quantify Trace: TIC

Conc. of Standards: Fixed

User RF Value:
User Peax Factor:
Integrate Mindow Factor:

Chromatogram mass window:

Peak location

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

Time Window (mins):

Peak Selection:
Response

Response Type:
Respanse:
Calibration Curves

Polynomial Type:
Point of Origin:

Fit Meighting:

Axis Transformation:
Concentration

Units:
Noise

Peak-to-peak amplitude:
Smooth

Smoothing:

Window size (3cans):
Number of smooths:
Smoothing method:
Baselines

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

Peak Separation

Draw vertical threshold:
Datect shoulders:
Shoulder threshold:

Response Threshold

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

1.000000, Disabled
1.000000

2.000

1.0000Ds

6.910, Enabled
0.000, Disabled
{None]
0.406

Nearest

External
Areas

Linear
xclude
3/x
¥one

94

Enabled

30.00
200.00
5.00

90.00
Disabled
30.00

1.50, Disabled
0.00, Disabled
2.00, Diszabled
0.00, Disabled
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AMELIA 062498: FACT Equipment Log 99114 PAGE

Quattro I, #6448E

DATE: 10/19/99
ANALYST: mmh
STUDY NUMBER:TOX145 MATRIX: rat liver 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

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: 5 um

Part cumber: 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
3550 90
4)7.50 95.0

e smreats

5) 8.00 10.0



Tuning Method Report ‘ Page 1
Mathod: C: \MASSLYNX\AMELIA-RATS . PRO\ACQUDB\PFOS1-6KV

Printed: Tue Oct 19 10:25:49 1999

SOURCE ( ESP- ) Set Rdbk MS1 Set Rdbk

Capillary 1.60 1.59 LM Resoclution 15.0
Cone 40 -40 HM Resolution 15.0
Extractor 5 -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



2%
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Puge 1

sScanning Method Raport

Method: c:mum\»cm—ufmmm\xm-rm-m-u-m
Last Modified: Mon Oct 11 08:22:17 1999

Printed: Tus Oct 19 10:22:46 1999

sclvent Delay { mine } : 0.00

Function : 1 MRt of 1 Mase Pair ( RSP )

Intar Channel Delay ( Secs ) : 0.03

Span { Daltons ) : 0.00

Start Time ( Mins } @ 0.00

End Time ( Mins ) : 10.00

Rapsats 1
Channel Parent Daughtar Dwell (Seca) Coll Energy (eV) Cone { V)
1 413.00 16%.00 0.30 a0 15

function : 2 Ml of 1 Mass Pmir ( ESP- )

Inter Channel Dalay { Secs ) : 0.03

Span | Daltons ) : 0.00

Start Time ( Mins ) : 0.00

Ind Time [ Mins } : 10.00

Repeats : 1
Channel Parent Daughter Dwell {Secs) Coll Energy {eV} Cone (V)
1 499.00 99.00 0.30 T 45 €0

Function : 3 M of 1 Mess Pair ( ESP- )

Inter Channel Delay { Secs ) : 0.0)

Span ( Daltons } : 0.00

Start T | Mins } : 0.00

End Time ( Mins ) : 10.00

Repesls : 1
Channel Parent Daughter Dwell (Secs) Coll Energy (aV) Cone { V)
1 427.00 00.00 ¢.30 40 80 N

Function : 4 Wt 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 Enargy (eV} Cone { V)

1 499.00 78.00 0.40 45 60
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Masslynx - Sample List

Sample List: C:\MASSLYNX\amelia—rats.PRO\SampleDBH019993.SPL
Printed; Tue Oct 19 14:10:27 1999

Page 1
Page Position: (1, 1)

W W W WWWWNNNNN N P g e ™ 3 -
qmmﬁuwaomm4mm§ungwuﬂam&u543°°“°m““N*

W W
o oo

File Name

101999001
101998002
101999003
101999004
101999005
101999006
101998007
101999008
101998009
101989010
101999011
101999012
101998013
101998014
101898015
101999016
101999017
101999018
101999019
101998020
101999021
101999022
101999023
101999024
101999025
101998026
101999027
101998028
101999029
101998030
101999031
101999032
101999033
101999034
101998035
101999036
101999037
101998038
101999039

File 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
RBL10136-10 ppb-11, Ext SEE 10-13-99
RBL10139-25 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
RBL10139-250 ppb-11, Ext SEE 10-13-99
RBL10139-500 ppb-11, Ext SEE 10-13-99
RBL10136-750 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
SR03246M, 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
9R03251M, Day 4, 5 mg/kg, D:100
9R03252M, 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 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
RBL10139-25 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
RBL10139-250 ppb-11, Ext SEE 10-13-99
RBL10139-500 ppb-11, Ext SEE 10-13-99
RBL10139-750 ppb-11, Ext SEE 10-13-89
RBL10139-1000 ppb-11, Ext SEE 10-13-89

MS Fille

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-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



Masslynx - Sample List Page 2

Sampie List: C:\MASSLYNX\amelia-rats.PRO\SampleDB\1 01999a.SPL Page Position: (2, 1)
Printed: Tue Oct 19 14:10:27 1989

Inlet 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-10-95 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 — -— —_ -— — _— —
11 10min-10-95 9 10 — — — —_— - - -
12 10min-10-95 10 10 — — — — —_ — -—
13 10min-10-95 11 : 10 — —_— — — — —_— —_
14  10min-10-95 91 10 — —_ — - - —_ -
15  10min-10-95 12 10 — -— —_ — —_ — —
16 10min-10-95 13 10 — —_ — ~— — — —
17 10min-10-95 14 10 — -— -— -— —_— — —
18  10min-10-85 15 10 — - — —_ -_ — —_
19  10min-10-95 16 10 - - — - - -— —
20 10min-10-95 81 10 — —_ — - — — —
21 10min-10-95 92 10 — —_ -— —_ —_ — —
22 10min-10-95 17 10 — —_— — —_— — — —
23 10min-10-95 18 10 — —_ — — — — o
24 10min-10-95 19 10 — -— — — - —_ —
25 10min-10-95 20 10 — — —_ —_— —_ — —
26 10min-10-95 21 10 — —_ — — — —_ —
27 10min-10-95 82 10 — — _— — — -— —_—
28 10min-10-95 92 10 - -— - — -— — —
29 10min-10-95 1 10 — - -_— — — —_ —
30 10min-10-95 2 10 — —_ —_— — —_ — -
31 10min-10-95 3 10 — —_ - — — — —
32 10min-10-95 4 10 — - - —_ — — —
33 10min-10-95 5 10 - — - — — —_ —
34 10min-10-85 6 10 — —_— —_ — — —_— —
35 10min-10-85 7 10 — — — — — —_ —
36 10min-10-95 8 10 — —_— —_ — —_ — —
37 10min-10-95 9 10 — —_— — — —_ —_ —_
38  10min-10-95 10 10 — - —_ p— — — —
39 10min-10-95 11 10 — —_ - — — - —



FACT: DATA REVIEW SUMMARY FORM Po gt /1

Data Review Sign-Off
Date: "“/éb/ﬁ R .-
: Analyst Review

Data Analyst: Tas Name/Date: _J#s ’2&&/9’7

FACT Study #: Tox 145 — MdJy
: _ Technical Review
Matrix/Timepoints: _Zebjef Livev (ume — et /ofy2f89 Rkt Name / Date: Q72" /o/))/qq
Sample List: Joz59Fc Quality Assurance Review
Name / Date:
Set-up Analysis
Date/Analyst /"/25/79 Tas Data Entry: ____Me avlhqx UC o / 2999
Instrument 4&5!"’- 06279 ’ Comments / Justifications:
@ @ /3 Soppb . 2 - 70
Anatyte: __FoAr_(cy 1)
d, 3 ro, S s

i . bl 2op[—> ‘
| Acceptable Linear Range: IF;EL / ZJ?%

LOQ: /. Extraction Blank jlgﬁ_{éi[_aq

/M I3 10' jra
-jlc /llw /‘Lm 3"7‘”1:

: .794 T
R 0.99431% MauuBlmk:j_fﬁféL_‘&.@G _/2""1' wt 4 A-. a/raﬁai_;__'céi._

Calibration Checks: _ 4/ Loosed o 1 vedee of siore Jlar
MS/MSD: VIA

Joo
0-”. 7f‘(< 3 s OJ‘ -
Data Status: N}A’ j .

°1[ -/La— AW Faner 4-[ #t- bomﬁés

J /

Analyte: _/70S (cyz)@ : eround 1. = Tas “/u/?‘; Aree
| Acceptable Lincar Range: __/2 - 30pp4 — 357 1257 Coshe  Lor TokR tuere Jow. — Ios '74‘/5,

" ®
LoQ: __ /2. 35/7& Extracted Blank: /ess/{uloa Tle l./{, - orat 412 €
R2:_0.972922 Matrix Blank: _fbes Hlan L00 Lrom Hyeurpe o had e [Lives Bk
Calibration Checks: A4 wreld be Joss Hon -/[. log e
MS/MSD: BlA 614 l,a
Data Status: UIA e an/z{/ LY ”"/ 7‘6 Dnu/aé. a

Analyte: Is (C#a)@ ii&_uﬁ 10774 z'arw 'pmqé

_éﬂ&.’é@.’»i [ess Hart 3"'/ ﬁshé‘/fi
@ hree okt rs hshecl pusishent.

LOQ: HNA Extracted Blank: _A/a
: 7( K ha iatron. of SL%
RA2: Nk Matrix Biank: _ A4 . .
(2] ey, 100 ‘#
Calibration Checks: __ A&

e tho B i s /:ijl. — s us i

Acceptable Linear Range: MA

MS/MSD: pla - uc ofalan

Data Satus: D) A




FACT: DATA REVIEW SUMMARY FORM Pm?" ] / 7

Data Review Sign-Off

Datc: » /u/77 .
©,  Anslyst Review/
Data Analyst: Ins Name/Date: __t&S "’/26/ 29

FACTStudy#:  Joxs/s — mplv

Technical Review

Matrix/Timepoints: Eg,ltm/;m — cul. Phozfes Paw Name / Date: i b pigL /2 e 10/2_‘2/‘”[7

Sample List: Jozs?t e Quality Assurance Review
Name / Date:
Set-up Analysi
Dcll:/im]ysy:u /o/zs/ﬁ TAS Data Entry: No 5"‘}7‘3 AC | D/Qﬁ[‘i?
Instrument: A’KJQ 06 2% £2 Comments / Justifications:

p )@ T iBed o2 /ponL-Ls eerg
Analyte: Prasa Cowf l/ﬂp’u‘/ < %A"% 7&‘ tho ,"k‘,z,,,.

Acceptable Linear Range: 32 %;IEA;—_&. /2 Z—F%). o Qg{fb é@w/c/ be A-c:'yl[o-» e
LOQ:_ .70 ,T[pL Extraction Blank: -z—{——t’ = L’JQ M#&MLA/L b fFosa
Rz _0-974of7 Matrx Blankc Jens 2

beve fovl, /'-:jL — Ias /f/zol/f‘;

Calibration Checks: M4 -
( =) POAA’ Gt rosci on)_Emmmcrmnecy

MS/MSD: N

4&@5; 7o K Low ALOSEN onl
Data Status: N/ Q

e 4004 Counzs. MNET 13/23/95,
Analyte: ,
Acceptable Linear Range: / _”_——_—__—————ﬁ
LOQ: Extracted Blank: /

RA2: Matrix B /
Calibration Checks: :' /
MS/MSD: /f*“ "~ /4'/?? \0\5/

Data Status: AR

4 \
Analyte: / ~ /

Acceptable LianaV /
LOQ: Extracted Blank:
/ Matrix Blank:

anN




Quantity

Summary Report

Compound
T0X145-rabbit liver curve- axt. 10/22/99 O

sample List:

Method : c:
Last modified: Tue Oct 26 09:34:42 1999

Job Code:

Printed:

C: VASSLYNX\ameal 12062490, PRO\Sampl eDB\102599¢c
last modified: Tue Oct 26 09:34:39 1999
\PASSLYIX\.

amelin062498. PRO\MathDB\102599¢

fue Oct 26 09:43:52 1999

Page 1

Compound 1: POA (Chl)

Hams

102599035
102599036
102599037
102599038
102599038
102599040
102599041
102599042
102599043
102599044
102599045
102599046
13 102599047

WD DAL e LN~

[y
N o

sSasplelist Text

MeCOH Blank

HeOH Blank

TOX145-RBL10229-H20 Blank-1, 10/22/99 R
TOX145~-RBL10229~Liver Blank-1, 10/22/99 RWW
TOX145-RBL10229-5Sppb-1, 10/22/99 W
TOX145-R8L10229-12ppb-1, 10/22/99 R
TOX145-RBL10229~30ppb-1, 10722799 KW
TOX145-RBL10229-60ppb-1, 10/22/99 RWNW
TOX145-RBL10229-120ppb-1, 10/22/99 R
TOX145-RBL10229-300ppb-1, 10722799 RWH
TOX145-RBL10229~600ppb-1, 10/22/99 R
T0X145-ABL10229-900ppb-1, 10722799 AWM
TOX145~RBL10229-1200ppb~1, 10/22/99 R

Amelia 062498: Quantitatad 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

6.976
6.972
6.968
6.973
6.941
6.947
6.923
6.920
6.921
6.918
6.924

Ceona.

253.08
45.08
59.89
21.77

¢.00
76.64
87.83

454.03

644.57

897.16

1238.10

2
g

2111111111



Quantify Compound Summary Report Tage 2
TOX143-rabbit liver curve- ext. 10/22/99 oW

sample lLasc: c:\nuu.-nu\.—.\noczul.m\u-pnnl\mzsnc
Last modified: Tue Oct 26 09:34:39 1999

Mathod: €: \MASSLYNX\ amel1a0624 98. PRO\MathDB\10239%c
Last modifiad: Tue Oct 26 09:34:42 1999

Job Code:

rrinted: Tue Oct 26 09:43:52 1999

Compound 2: PFOS (Ch2)

? Name samplelist Text TYPs std Conc Area conc. Flags WDev
1 102599038 MeOH Blank 7.148 49 0.00 bb

2 1025990236 MeOM Blank 7.144 33 0.00 bb

3 102599037 TOX145-RBL10229-H20 Blank-1, 10/22/99 RWW 7.126 L) 0.00 bd

4 102599018 TOX145-RBL10229-Liver Blank-l, 10/22/99 RWW T.144 94 0.00 bb

S 102999039 TOX145-RBL10229~5ppb-1. 10/22/9% N Standard 6.14 1.117 168 2.95 bbX -52
6 102599040 TOX145-RBL10229-12ppb-1, 10/22/99 AW Standard 12.30 7.121 226 . -2
7 102599041 TOX145-RBL10229-30ppb-1, 10722799 Rw 30.70 7.118 352 4
8 102599042 TOX145-RBL10229-60ppb-1, 10/22/99 RWW Standard 61.40 7.119 571 8
9 102599043 TOXI‘S—“LIOZZD'IZOPpb-l. 10/22/99 RWW Standard 123.00 7.119 823 -14
10 102599044 ToxllS-“LIOZZ’-JOOPpb-l, 10/22/99 MWW Standsrd 307,00 7.116 2167 4
11 102599045 'roxus-nsmzzksooppb-x. 10/22/99 RWW standard 614.00 7.096 3134 -24
12 102599046 TOX!IS-“LXOZZ’-!Opr—X. 10/22/99 AWM Standard 921.00 7.115 4458 670.084 bbX -26
13 102599047 TOXX‘S-“LIOZZ’-lzooppb-l, 10/22/9% RWW Standard 1228.00 7.097 6026 925.79 bbX -25

Amelia 062493: Quantitated and printad by ias 10/26/9%



Quantify Compound Summary RMeport
TOX145-rabbit liver curve- ext. 10/22/99 Bm

Bemple List: € \MASSLYIX\amal4. OQJDI.M\wOI\1025'k
Last modified: Tue Oct 26 09:34:39 1999

Mathod: c:wxx.nnt\-—luouul.m\mm\lozsnu
lLast modified: Tue Oct 26 09:34:42 1999

Job Coda:

Printed: Tua Oct 26 09:43:52 1999

Compound 3: I8 (ChI}
Samplalist Text TYP® std Conc RT Area Conc. Flags Dev

# Name

1 102599035 MeOH Blank

2 102599036 MeCH Blank

3 102599037 TOX145-RBL10229-H20 Blank-1, 10/22/99 Rww 6.964 3718 1.56 bb 56
4 102599018 T0X14%-RBL10229-Liver Blank-1, 10/22/99 RWW 5.9%9 2208 ¢.93 bb -7
$ 102599039 1OX145-RBL10229-5ppb~1, 10/22/99 RV Standard 1.00 6.956 2692 1.13 bb 13
6 102599040 TOX145-RBL10229-12ppb-1, 10/22/99 RWW Standard 1.00 6.960 2725 1.15 bb 15
7 102599041 T0X145-RBL10229-30ppb-1, 10/22/99 R Standard 1.00 6.929 2635 1.11 bb 11
8 102599042 TOX145-RBL10229-60ppb-1, 10/22/99 R Standard 1.00 6.9%8 2559 1.08 bb 8
9 102599043 TOX145-RBL10229-120ppb-1, 10/22/99 RWN Standard 1.00 6.934 2230 0.94 bb -6
10 102599044 T0X145-RBL10229-300ppb~1, 10/22/99 1M Standard 1.00 €.931 2409 1.01 bb 1
11 102599045 TOX145-RBL10229-600ppb-1, 10/22/99 RwW Standard 1.00 6.932 2079 .87 bb -13
12 102599046 TOX145-RBL10229-900ppb~1, 10/22/99 L Scandard 1.00 6.929 2041 0.86 bb -14
13 102599047 TOX145-RBL10229-1200ppb-1, 10/22/99 o Standard 1.00 €.912 2040 0.86 bb -14

Amelia 062498: Quantitated and printed by ias 10/26/99



Quantify Compound Susmary Repo
TOX143-Fabbit liver curve« nr. 1o/z:/n o™

Sample List:
Last modified: Tua Oct 26 09:34:39 1999

C:\MASSLYIX\amal12062498. PRO\SampleDB\102599c

€: MASSLION\ amel 80624 98 . PRO\WS thDB\10259%¢

Mathod :
Last modified: M oct 26 09:34:42 1999
Job Coda:

Printed:

Tus Oct 26 09:43:52 1999

Compound 4: PFOSA (Chd)

YDA LALN-S

10

12
13

Nama
102599035

102599036
102599037
102599038
102599039
102599040
102599041
102599042
10259904]
102599044
102599045
102599046
102599047

Samplelist Text

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 AWW
TOX145-RBL10229-12ppb-1, 10/22/99 RWW
TOX145~RBL10229-30ppb~1, 10/22/99 RwN
TOX145-R8L10229~-60ppb-1, 10/22/99 RWW
TOX145-RBL10229-120ppb-1, 10/22/99 RwW
TOX145-RBL10229-300ppb-1, 10/22/99 RWW
TOX145-RBL10229-600ppb-1, 10/22/99 RWW
TOX145-RBL10229-900ppb-1, 10/22/99 "M
TOX145-RBL10229-1200ppb~-1, 10/22/99 RWW

Amslia 062498: Quantitated and printed by ias 10/26/99

Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard
Standard

8td Conc

6.13
12.30
30.70
61.30

123.00
307.00
613.00
920.00
1227.00

7.781
7.174
7.783
1.7177
7.774
1.1
7.772
7.715
1.717
7.773
7.778
7.175
7.778

Ares
€77
350
268
208
242
336
644

1233
1939
5751
10450
15649
22627

Conc.
34.09
15.5%
10.88
7.44
9.40
14.72
32.22
65.73
105.60
322.47
589.48
884.92
1201.39

L2

bb



Guantify Calibration Report
TOX145-zanbit liver curve- ext. 10/22/99 rom

Tas "/u/n /? [t

Page 1

Compound 1 name: POAA (ChIl)
‘Coefficient of Determination: 0.996986
(Calibration curve: 0.253166 * x + 36.3287

{Response type: External Std, Area

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

i 350-,

|

| ?

! |

|

!

Response-|
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|
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£
jod
{ @

i

; |

! 0- - ; T , : Conc !

.00 200.0 400.0 600.0 800.0 1000.0 12000

Amelia 062498: Quantitated and printed by ias 10/26/99



Quantify Calibration Report
TOX145-rabbit liver curve- ext. 10/22/99 raw

Page 2

Compound 2 name: PFOS (Ch2)

Coefficient of Determination: 0.992922

Calibration curve: 6.34685 * x + 149.692

iResponse type: External Std, Area

Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None
7.94e3-

i
|
i
{

@]

Response -
! /
e
. |
1 / |
/ |
i
| / |
| / |
|
| | ,
i 0 , , : ; ‘ — Conc |
: 0.0 200.0 400.0 600.0 800.0 1000.0 1200.0

Amalia 062498: Quantitated and printad by ias 10/26/99



Quantify Calibration Report Page 3

70X145-rabbat liver curve- ext. 10/22/99 KW

‘Compound 3 name: IS (Ch3)
Response Factor: 2378.96
‘Response type: External Std, Area
‘Curve type: RF

|
;
|
i 2.73e3

il )

Response-

AN

P

| 0Ll : ‘ : : : : , Conc
| 0.0 0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9 1.0 ;

Amelia 062498: Quantitated and printad by las 10/26/99



Quantify Calibration Raport
TOX145-rabbit liver curve- ext. 10/22/9% o

‘Compound 4 name: PFOSA (Ch4)

Coefficient of Determination: 0.996087

Calibration curve: 17.5980 * x + 76.6733

'Response type: External Std, Area

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

2.26e4

Response

s

Conc

A
0.0

2000 4000 | 6000  800.0

| /!
§
{

1000.0

~1200.0

Amelis 062498: Quantitatad sad printed by ias 10/26/9%
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Method Report Page 1

Method file: C:\HASSLYHX\A..I&;OSZC!I.Plo\lothbn\lﬂZSs’:.-db )
Last modified: Tue Oct 26 09:34:42 1995C
Compound: 1: PCAA {Chl)
Printed: Tue Oct 26 09:44:34 1999
Compound Name: PGAA (Chl)
Internal Ref [None]
Quantify Tra TIC
Conc. of Standards: Conc. B
User RF Value: 1.000000, Disabled
User Paak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogram mass window: 1.0000Da
Peak Location
Retention Time (mins): 6.889, Enabled
Relative sntion Time: 0.000, Disabled
RT Raferenca: [None]
Time Window (mins): 0.252
Peak Selection: Nearest
Rasponse
Response Type: Ixternal
Response: Areas
Calibration Curves

~ Polynomial Type: Linear
Point of Qrigin: Exclude
Fit Weighting: /%
Axis Transformation: None
Concentration
Units:
Noise
Paak-to-peak amplitude: 31
Smoath -
Smoothing: Enabled
Window size {(scans): 2
Number ©f smooths: 1

Smoothing method:
Baselines

Join valley threshald: 30.00
Reduce tailing: 200.00
Raise baseline maximua: 5.00
Peak Separation

Draw vertical thresholid: 90.00
Detect shoulders: Disabled
Shoulder threshold: 30.00

Response Threshold

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




- Metnhod Report Page 2

Method file: C:\HASSLYNX\I.QI#‘OGIQQU.P!O\HclhD!\lOZSQSc.ldb N
Last modified: Tue Oct 26 09:34:42 1999C
Compound: 2: PFOS (Ch2)

Printed: Tue Oct 26 09:44:34 1999
Compound Na PFOS (Ch2)
Internal Ret. (None)

Quantify Trace: TIC

Conc. of Standards: Conc. A

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

Integrate Window Factor: 2.000
CRromatogrem Bass window: 1.00000a

Peak Location

Retention Time {mins}:
Relative Retention Time:
RT Reference:

Time Window (mins}:

Peak Selection:
Response

Polynomial Type:
Point of Origin:

Fit Meighting:

Axis Transformation:
Concentration

Units:
Noise

Peak-to-peak amplituda:
Smooth

Smoothing:

Window size (scans):
Number of smaoths:
Smoothing method:
Baselines

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 a
Absoluts

7.109, Enabled
0.000, Disabled
[None]
0.227

Nearest

Exteznal
Ars

Linear
Exclude
wx
None

Enabled
2
1

30.00
200.00
5.00

90.00 *
Disabled
30.00

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



Method Report

Method file:

C:\HASSLYHX\‘I.I!AOGZ"I.Pln\Hntth\lOz!”:.ldb

Page 3}

Last modifi Tue Oct 26 09:34:42 1995C

Compound: 3: IS (ChY)

Printed: Tue Oct 26 09:44:34 1999
18 (ChI)
{None]

Quantify Trace: TIC

Conc. of Standards: Fixed

User RF Value: 1.000000, Disabled

User Peaak Factor: 1.000000

Integrate Window Factor: 2.000

Chromatogram mass window: 1.0000Da

Peak Location

Retention Time (mins): 6.924, Enabled

Relative Retention Time: 0.000, Disabled

RT Reference: [None)

Time Window (mins): 0.252

Peak Selection: Nearest

Response

Response Type: Zxternal

Reapon Areas

Calibration Curves

Polynomial Type: Linear

Point of Origin: Exclude

Fit Neighting: 1/X

Axis Transformation: None

Concentration

Units:

Noise

Peak-to-paak amplitude: 74

Smooth

Smoothing: Znabled

Window size {scans): 2

Number of smooths: 1

Smoothing method:

Baselines

Join valley threshold: 30.00

Reduce peak tailing: 200.00

Raise baselins maximum: 5.00

Peak Separation

Oraw vertical threshold: 90.00

Detect shoulders: Disabled

Shoulder threshold: 30.00

Response Threshold

Relative height: 1.50, Disadbled

Absolute height: 0.00, Disabled

Relative ar 2.00, Disabled

Absolute ar

g.00,

Disabled



Method Report Page ¢

Method file: C:\Mssbm\luulo“l!l.PIO\M.!hD!\lOZQ!Dc.-db N
Last modified: Tue Oct 26 09:34:42 1995C
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

Integrate Window Factor: 2.000

ChromatoqQram mass window: 1.0000Da

Peak Location

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

Time Window (mins):

Peak Selection:
Response

Response Type:
Respons
calibration Curves
Polynomial Type:
Point of Origin:

Fit Meighting:

Axis Transformation:
Concentration

Units:
Noise

Paak-to-peak amplitude:
Smooth

Smoothing:

Mindow siza {scans):
Number of smooths:
Smoothing method:
Baselines

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

Peak Separation

Draw vertical thresnhold:
Detect shoulders:
Shoulder thresholz:
Response Threshold

Relative haight:
Absolute height:
Relative
Absalute

7.851, Enabled
0.000, Disabled
{None)

0.311

Nearsst

External
Areas

Linear
Exclude
/X
None

310

Enabled
2

30.00
200.00
5.00

90.00
Disabled
30.00

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



o

AMELIA 062498: FACT Equipment Log ‘99114

Quattro I, #6448E

DATE: 10/25/99

ANALYST: ias

Fos oo fag

PAGE

STUDY NUMBER: TO145 _ MATRIX: Rabbit Liver DESCRIPTION: Curve

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 pumber (A) 99085-11-3 (B) TN-A-2945
Prepared (date/by): (A) 10/21/99 sah (B) 10/20/99 ias
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

Sphere size: 5 um

Size: 2 x 50 mm Type: C18
Part number: 055-701-2 Lot number: P9E11
Analytical parameters:

Serial number:0591816Z

Drying gas (L/hr): 300 ES! 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




Tuning Mathod Report
Mathod: c:\MASSLYNX\AMELIA-RATS.PRO\ACQUDB\PFOSI—GKV

Printed: Mon Oct 25 10:13:58 1998

Page 1

SOURCE ( ESP- ) Set Rdbk MS1
Capillary 1.60 1.60 LM Resolution
Cone 40 ~-60 HM Resolution
Extractor 5 -6 Ion Energy
RF Lens 0.2 Ion Energy Ramp
Source Block Temp. 150 151 Lens 6
Desolvation Temp. 250 250 Multiplier
Pressures Rdbk MS2
LM Resolution
Analyser Vacuum 1.2e-4 HM Resolution
Collision
Gas Cell 4.5e-3 Ion Energy
Ion Energy Ramp
Lens 8
Lens 9

Multiplier

Sat
15.0
15.0
2.0
0.0

650

Set

14.0
14.0

2.0
0.0
40

650

Rdbk

Rdbk

39
48



Scanning Method Report age 1
?

Meathod : c:mmm—m.mwn\xm-m-m-u-nw
Last Modified: Mon Oct 11 08:22:17 1999

Printed: Mon Oct 25 10:13:30 1999

solvent Delay { mins ) : 0.00

Function : 1 M4 of 1 Mass Paar ( ESP- )

Inter Channel Delay ( Secs } : 0.03

Span ( Daltons ) : 0.00

start Time { Mins ) : .00

End Time { Mins ) @ 10.00

Repeats : 1
Channel Parsnt Daughter Dwall (Secs} Coll Energy {(eV) Cone { V)
1 413.00 169.00 0.30 30 15

Function : 2 04 of 1 Mmes 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)
1 493.00 99.00  ©.30 T oas 6

function : 3 ¢ 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)
1 427.00 80.00 .30 40 60

Function : 4 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 Enargy (eV) Cone ( V)

1 498.00 79.00 0.40 45 60




Method Report .

Page 1

Method File: c:\masalynx\lmelia-rats.pro\acqudb\lOmin-lO-SS
Last Modified: Monday, OctoPor 25, 19599 10:12:15
Printed: Monday, October 25, 1999 10:13:44

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

EP1100 LC Pump Gradient Timetable

The gradient Timetable contains 5 entries which are

Time A% B% Cy 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 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 13

Pressure
400
400
400
400
400



Massiynx - Sample List

Sample List: C:\MASSLYNX\ameIia-rats.PRO\SampleDB\1 02599¢.SPL
Printed: Mon Oct 25 10:13:12 1999

Page 1
Page Position: (1, 1)

aRz23vaNanbwna

File Name

102599035
102699036
102599037
102599038
1026599039
102599040
102599041
102599042
102599043
102599044
102599045
102599046
102599047

File Text

MeOH Blank

MeOH Blank

TOX145-RBL10229-H20 Biank-1, 10/22/99 RWW
TOX145-RBL10229-Liver Biank-1, 10/22/99 RWW
TOX145-RBL10229-5ppb-1, 10/22/99 RWW
TOX145-RB1.10229-12ppb-1, 10/22/99 RWW
TOX145-RBL10229-30ppb-1, 10/22/99 RWW
TOX145-RB1.10229-60ppb-1, 10/22/99 RWW
TOX145-RBL10229-120ppb-1, 10/22/99 RWW
TOX145-RBL10229-300ppb-1, 10/22/99 RWW
TOX145-RBL10229-600ppb-1, 10/22/98 RWW
TOX145-RBL10229-900ppb-1, 10/22/99 RWW
TOX145-RBL10229-1200ppb-1, 10/22/99 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-IS-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-10-95
10min-10-85
10min-10-95



Masslynx - Sample List Page 2

Sample List: C:\MASSLYNX\amelia-rats.PRO\SampIeDB\1025992:.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
2 2 10
13 22 10




FACT: DATA REVIEW SUMMARY FORM

Date: [ofr3/59

Data Analyst: Tac

FACT Study #: T L IS

Matrix/Timepoints: Tiocen Z0=dose " —at
Sample List: 1020554,

ge::mfu Pfules _per/ias

Instrument Su/a o2/ 78

Anatyte: oA (¢ a;O@@

[-20 ?4/*2:%

ExtractionBlank: MA

[Acceptable Linear Range:
LOQ: / OOy/pL

R"2: A9

Matrix Blank _ A0
Calibration Checks: _0k -Jggjc VLY e &/

Data Status:

MS/MSD:%TM o 6 vi Eg é:“é 4[1[{? |

Analyte: __ffos € C”J)@

 Acceptable Linear Range: __/- %,.r'—" 2s” 7'»4
LOQ: [Q// 7pé Extracted Bhnl: NA
R2:_(.299345 Matrix Blank __MVA

Calibration Checks: _JK - &ﬁ‘ Lrom b —¥%

Data Status:

Analyte: Posa ( c#s)@

Acceptable Linear Range: __ 25 - /0»1, — M

7
LOQ __ZK. joalk Extracted Blank: u/
R"2: : U Matrix Blank: __ /¥4
Calibration Checks:
MS/MSD: gl Q ‘ _ éﬁéml ¢4@ﬁ
Data Satus:

, 1A
Otvra wee wor b wsd A Ths /bv% — W NN

~/ﬂ s W syl Wu/l/”'\/
W fhe  SApleS- ”yéuu uf5f59

P“av 1o 2
AC
Data Review Sign-Off tlos/91

Anllyst Review

" Name/Date: _TaS ’j/zt/ﬂ

" Technical Review : ; ” l
Name / Date: = [0, . h Nov- "?

Quality Assurance Review
Name / Date:

Data Eatry: D'ﬂ’NDr Qefaf '}('//{ @ (/8 ﬂﬁ/W

Comments / Justifications:
E,‘ ?‘ cd ?fz-;,[ Cuyve

?mé & 4-7«/ /mur fr/ -/n
u/ fa L.cp r/(wméuu

v A e bell LAy crre
b tess Hoaw T 3L T geve
hoks by entrectcod vas
ég:é He come. —Tas "/21/11
@I 5oz ppl dud —}5577,_5_?:»'«/5

E /l: 2 : .
_Qzér Mmz{z a %cd ég}z_
bl aed ot fosus Less
:ﬂ& jZ@% /:t— 7«1 :'A:wev w'A

‘/[l fuvie 7[‘0’{ Kiye Mo A‘L“A_L

ooef v 1L

ool —Tusthifn

@ .0 S /o
b Dofs seve dve L

OrS 44»«., -—Au'r
e"P‘ﬁlez/ lonc. of pore ‘}&g £3.%.
_imlas eye -vlaa L‘GL alu.c -é '

a wgpggz::/ow ﬁhc/szdcj/ﬁ"
'”Jvd.c*n[cr/f- Fis ’0/27/77




FACT: DATA REVIEW SUMMARY FORM page Lokl

We
Data Review Sign-Off ulor/at
Date: /P/ﬂA? , .
A ©, Antlyst Review /
Data Analyst: IAs Name / Date:
FACT Study #: Tox)¥s 4 X
. Technical Review \\
Matnx/Timepoints: Mﬁ;& —e,J ‘/Q/l? Name/ Date: {
Sample List: 72944 Quality Assurance Review
Name / Date:
Set-up Analysis
Datc/Analyst: Jofes /44 mez/Tas Data Entry:
v {
Instrument: %o&:/ﬂ . Comments / Justifications:
@ @ T5 avec Coweds /aal(“[
Apalyte: __ Te (cnq i
JA—I’/}{ CJK‘I“L‘J ﬂmtjq 74./» &u./yés.
table Lincar Range: ___A%& ' 3
T cuves fad tcea townds phicd
LOQ: MNA Extraction Blank: YA i .
e 64[ /n -Az /owy gér 4!—/
R"2: NA Matrix Blank A~
/ay S Fa v partf of e
Calibration Checks: P .
V72474 /4«4— Oxu—v{s b e
IMS/MSD:
5‘/74/'6{ Q"‘-P"’cr/
Data Status: — A
Lt Lkt e sk

Analyte: ) / @ A V-‘-’.Slb‘/ca,/a-—-//‘—l- lzes Nt{g
JAcceptable Linear Range: ﬁlln— ’}rcw ~/La Jb«—aé S““PLS
LOQ: Extracted Blank / dre M élw L L[,w,,,/ ;094.; ~
R"2: Matrix Blank / o Moy Gl oo Smpls
Calibration Checks: X'y Lill e le.&,/,“‘éf and /Peﬂln
MS/MSD: y Dede slodd wof be peed—

<
Data Status: \’/ q2s ! ‘/?9/ jod
/

Analyte: / —
Acceptable Linear Range: / W/
A4

LOQ: Extracted Blank: \\

R"2: : / Matrix Blank: >§>"/

Calibration C)fecks: /
/

Data Stus:

/
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Quantify Compound Summary Report Pages 1
TOX14S5-tween 80 dose confirmatiem- PYOS/PYORL/POAA ext. 10/28/99 iss

Smsple List:  C:\IASSLYMX\s0upd20199.pro\ssmpledB\10289%s
Last modified: Pri Oct 29 07:02:56 1999

Method: C:\IGSSLYIX\ 50up020199 . pro\NethDB11028992
Last modified: Pri Oct 39 06:53:35 1999

Job Code:

Printed: Fri Oct 29 07:37:25 1999

Compound 1: POAA (Chl)

® Name Samplelist Text TYDe Std Conc xT Area Flags Conc. Wev

1 102899001 KeCH Blk

2 102899002 MeOB Blk

3 102899003 FOUIx-99086-43-1, 1ppb- 9/10/99 JToA Standard 1.00 7.043 17 0.85 -15

4 102899004 POMiIx-99086-43-2, Sppb- 9/10/99 Rww Standard 5.02 7.107 38 bb 3.6% -28

S 102899005 POMix-99086-43-3, l0ppb- 9/10/99 XoW Standard 10.00 7.085 87 W 10.39% 4

6 102899006 PCRix-99086-41-¢, 25ppb~ 9/10/99 RwW Standard 25-10 7.087 19) bb 24.79 -1

7 102899007 PFOUix-99086-43-5, SOppb- 9/10/99 Rww Standard 50.20 7.092 364 bb 48.04 -4

8 102899008 PCMix-99086-41-6, 100ppb- $/10/99 RWW Standard 100.00 7.088% 743 bb 99.6S -0

9 102899009 PCUix-99086-43-7, 250ppb- 9/10/99 RWW Standard 251.00 7.110 1780 bb 240.63 -4

10 102899010 POUX-99086-43-8, S00ppb- 9/10/99 RwwW Standard 502.00 7.102 3005 bbX 407.36 =19

11 102899011 PCHIx-99086-43-9, 750ppb- 9/10/99 Fonw Standard 752.00 7.131 3991 bbXx Sé1.42 -2

12 102899012 MeOH BlX 7.106 9 bb 0.00

13 102899013 TOX145-PPOS/PCAA in Tween-dose-2ppb- 10/28/99 IAS 7.130 447 bd 59.33

14 102899014 TOX145-PPOS/POAA in Twean-ms-4ppb- 10/23/99 IAS 7.125 415 bb 5§5.07

15 102899015 rOUix-99086-43-4, 25ppb~ $/10/99 MW oc 25.10 7.129 219 M 28.36 1

16 102899016 NeOH Blk

17 102899017 TOX145-PPOSA in Tween-dose-200ppb-~ 10/28/99 IAS 7.111 418 B> 55.45

18 102899018 TOX145-PFOSA in Tween-ms-300ppb- 10/28/99 IAS 7.106 434 57.55

19 102899019 PCRix-99086-43-7, 250ppb- 9/10/99 KW Qc 251.00 7.132 1775 bb 240.01 -4

20 102899020 MeOB Blk

21 102899021 PCNix-99086-43-1, lppb- 9/10/99 R Standard 1.00 7.128 19 W 1.10 10

22 102899022 POMiIx-99086-43-2, Sppb- 9/10/99 Raw Standard 5.02 7.126 46 bd 4.76 -5

23 102899023 POUix-99086-43-1, 10ppb- $/10/99 RwWW Standard 10.00 7.130 95 Mx 11.48 15

24 102899024 POMix-99086-43-4, 25ppb- 9/10/99 RWW Standard 25.10 7.157 212 bd 27.42 9

25 102899025 PCMix-99086-43-5, S0ppb- 9/10/99 R Standard 50.20 7.125 422 bb 56.00 12

26 102899026 POUix-99086-43-6, 100ppb- $/10/99 oW Standard 100.00 7.130 319 bb 109.94 10

27 102899027 rCNix-99086-43-7, 250ppb- 9/10/99 RwwW Standard 251.00 7.133 1818 bb 245.90 -2

28 102895028 PCNix-99086-43-8, S00ppb- 9/10/99 RWW Standard 502.00 7.128 3158 bbx 428.05 -15
Standard - 752.00 7.129 4081 bbx 553.60 -26

29 102899029 PCMix-99086-43-9, 7S0ppb- 9/10/39 RW

Soup 020199: Quantitated and printed by ias om 10/29/99



Quantify Compound Summary Rapo:
F0x14S-twesn 80 dose confirmat.

Sample List:
Last modified:

Method:
Last modified:
Job Cods:

rrinted:

£: \MASSLYMX\80up020199 . pro\Samples\ 1028992

rri Oct 29 07:02:56 1999

€1 \MASSLYNE\ 30up0d20199 . pro\MethDE\10289%a

rri Oct 29 06:53:35 1999

Pri Oct 2% 07:37:23 1539

Tt
icn- PYOS/PPOSA/POAA ext. 10/28/99 ias

Page 2

Compound 2: Pros (Chl)

Hame

102899001
102899002
102899003
102899004
102899005
102899006
102899007
102899008
102899009
102899010
102899012
102899012
102895013
102899014
102899015
102899016
102899017
102899018
102899019
102899020
102899021
102899022
102899023
102899024
102899025
102899026
102899027
102899028
29 102899029

CEaNAVELUNFS

T I I I A T Al I e
BUANALURNLOOVEBIOUAEWNEO

Soup 01013%: Quantitated and printed by ias on 10/23/39

Samplelist Text
MeOR Blk

MeOH Blk
PCRix-99086-41-1,
PCXix-99086-43-2,
FOMix-99086-43-3,
PCHix-99086-43-4,
PCMix~99086-43-5,
FCHIx-99086-43-6,
PCMix-99086-43-7,
PCOMix~99086-43-8.
POUix~99086-43-
NeCH BlX

TOX145-PPOS/POAA in Tween-dose-2ppb- 10/28/99 IAS
TOX145-PPOS/POAA in Twesn-ms-4ppb- 10/38/99 IAS

FCHix-99086-43-4,
HeOHR Blk

TOX145-PPOSA in Twesn-dose-200ppb- 10/28/99 IAS
TOX145-PPOSA in Tween-ma-300ppd- 10/28/39 IAS

POMix-99086-43-7,
MeCH Blk

POLix-99086-43-1,
POMix-99086-43-2,
PCMix-99086-43-3,
PCUIx-99086-43-4,
PCMix-39086-43-5,
PCRix-99086-43-6,
FCix-99086-43-7,
PQix-99086-43-8,
PCNix-99086-4)-9,

lppb- 9/10/99 KWW

Sppb- 9/10/99 KWW

10ppb- 3/10/99 RWW
2Sppb- 9/10/99 RWW
S0ppb- 9/10/99 RWW
100ppd- 9/10/99 RWW
250ppb~- 9/10/99 KWW
500ppb~ 9/10/99 RWW
750ppb- 9/10/99 RwwW

25ppb- 9/10/9%9 Rww

250ppb- 9/10/99 WM

1ppb~ 9/10/9% Ko

Sppb~ 9/10/99 R

10ppb- 9/10/99 KWW
25ppb- 9/10/99% X
50ppb- 9/10/99 RWW
100ppb- 9/10/99 RWW
250ppb~ 9/10/99 RWW
500ppb- 9/10/99 RWW
7S50ppb— 9/10/99 KWW

Standard

Standard
Standard

Standazd
Standard

sStandard

std Conc

1.01
5.03
10.00
25.20
$0.30
101.00
252.00
$01.00
755.00

35.20

2%2.00

1.01
5.01
10.00
25.20
$0.30
101.00
252.00
503.00
- 755.00

7.248
7-265
7.226
7.268
7.247
7.248
7.254
7.247
7.2712
7.287
7.290
7.289
7.291
7.287
7.291
7.294
7.273
7.267
7.2%
7.288
7.288
7.287
7.268
7.295
7.286
7.291
7.295
7.289
7.266

2248

4459

8738
22119
38876 bbX
53247 bbX

KEKggEEEEEE!EEEEgEGEEESEE!!g

-1
-7

-5
-4
-5

-9
-16



Quantify

ummary Report
TOX145-twaen 80 dose confirmation- PFOS/PFOSA/POAA axt. 10/28/9% ias

Sample List:

C: \MANSLYMX\S0up020199 . DTO\SampleDB\ 1028992

Last modified: Pri Oct 39 07:02:56 1999

Mathod:
last modified:
Job Cods:

Printed:

Pri Oct 29 07:37:25

1 \MASSLYNX\30up020199 . pro\NethDB1102899%a
ey Oct 2% 06:53:35 1999

1999

Compound 3: PFOSA {Chl)

Mams

102899001
102899002
102899003
102899004
102899005
102893006
102899007
102899008
102899009
10 102899010
11 102899011
12 102899012
13 102899013
14 102899014
15 102893015
16 102899016
17 102899017
18 102895018
19 102899019
20 102899020
21 102899021
22 102899022
23 102899023
24 102899024
25 102899025
26 102899026
27 102899027
28 102899028
29 102899029

CaNAMeLNHS

Soup 020199: Quantitated and printed by ias on 10/29/9%

Samplalist Taxt
MeOH Blk

MeOH Blk
PCMix-99086-43-1,
rCMix-99086-43-2,
PCMix-99086-43-3,
PCNix-99086-43-4,
PCMix-99086-43-5,
PCMIx-99086-43-6,
PCMix-99086-43-7,
POMix-99086-43-8,
FCMix-99086-43-9,
MeQH Blk

TOX145-PPOS/POAA in Tween-dose-2ppb- 10/28/99 IAS
TOX145-PFOS/POAA in Tween-ms-4ppb~ 10/28/9% IAS

POLix-99086-43-4,
MeOH Blk

TOX145-PPOSA in Tween-dose-200ppb- 10/28/99 IAS
TOX145-PPOSA in Tween-ms-300ppb- 10/28/99 IAS

POMix-99086-43-7,
MaCH Blk

PCMix-99086-43-1,
PCHix-99086-43-2,
PCMix-95086-43-3,

PFCHMix-99086-43-7,
PCMix-99086-43-3,
PCMix-99086-43-9,

1ppb- $/10/99 KW

Sppb- 9/10/99 MM

10ppb- 9/10/99 Rww
25ppb- 9/10/99 RWW
S0ppb~ 9/10/99 RWW
100ppb- 9/10/99 RwwW
250ppb- 9/10/99 RwWW
500ppb- 9/10/99 T
750ppb- 9/10/99 oW

2Sppb- 9/10/99 O

250ppb- 9/10/9% R

1ppb- $/10/95 rom

Sppb~ 3/10/99 R

10ppb- 9/10/99 oW
25ppb- 9/10/99 R
S0ppb- 9/10/99 R
100ppb—- 9/10/99 oM
250ppb- 9/10/99 W
500ppb- 9/10/99 oA
750ppb- 9/10/99 R

#td Comc

1.01
5.03
10.10
25.10
50.30
101.00
251.00
503.00
754.00

25.10

Lad Axsa
7.811 559
7.802 204
7.766 782

2539

4612

10800
15708
43375
105704
205809
301294

2511
4283752
4315922

63106
12460
4102369
4271995
159170
14836

81217

8161

9260

16554
25954
51871
120810
217005
304590

AT T L LT A T AT Y

Conc. WDev
0.00
0.00
0.00 -100
0.00 -100
2.11 -79
17.23 =11
39.00 -22
96.84 -4
249.16 -1
493.80 -2
727.16 -4
0.00
10459.7S
10538.37
145.25 479
21.29
10505.2%5
10431.02
379.83 1
27.09
10.92 981
10.78 114
13.46 13
31.29 25
$4.26 8
117.60 16
286.08 u
$21.17 4
735.2F% -2



Quantify Compound SummATY Report Pags 4
20X145-tween 80 dose confirmaticn- FPPOS/PFOSA/POAL ext. 10/28/99 ias

sSsmple List: c:\lllll.!l!\nowﬂ:ﬂ”.m\_l.ﬂ\lﬂll!’l
Last modified: Fri Oct 29 07:02:56 1999

Method: €3 \MASSLYNX\ s0up0 20199 . pro\NethDs\ 1028952
Last modified: Fri Oct 29 06:33:35 1999

Job Code:

Printed: Fri Oct 29 07:37:25 1999

Campound 4: X8 (Chd)

? Name samplelist Taxt TYDe Std Conc Rt Area Flags Conc. NDev
1 102899001 MeOH Blk 7.081 16 bd a.00 100
2 102899002 MeOR Bl
3 102899003 PCHix-99086-43-1, 1ppb- 9/10/99 KWW Standard 1.00 7.083 4165 hb 1.26 26
4 102895004 POix-99086-43-2, Sppb- 9/10/9% oW Standard 1.00 7.102 4646 bd 1.40 40
5 102899005 POMix-99086-43-3, 10ppb- 9/10/99 Tom Standard 1.00 7.101 4643 bb 1.40 40
6 102899006 OMix-99086-43-4, 25ppb- 9/10/99 KW Standard 1.00 7.103 4814 bb 1.45 45
7 102899007 POLx-99086-43-5, 50ppb- 9/10/99 KW Standard 1.00 7.109 4546 bBb 1.37 37
8 102893008 PCMix-99086-43-6, 100ppb~ 9/10/99 Xww Stasdard 1.00 7.102 4172 b 1.26 26
9 102899009 PCix-99086-43-7, 250ppb- 9/10/99 oM Standard 1.00 7.105 2878 bad 0.87 -13
10 10289%010 FOMix-99086-83-8, SOOppb- 9/10/99 KW Standard 1.00 7.120 2479 Db 0.75 -25
11 102899011 POix-99086-43-9, TS50ppb- 9/10/99 TN Standard 1.00 7.124 2203 Bb 0.67 -33
12 102899012 XeOH Blk
13 102899013 TOX145-PPOS/POAA in Tween-dose-2ppb~ 10/28/%9 IAS 7.3124 3463 bb 1.05 5
14 102899014 T0X145-PFOS/POAL in Tween-ms-4ppb- 10/28/99 IAS 7.120 3528 bb 1.07 7
15 102899015 POMix-99086-4)-4, 25ppb- 9/10/99 Jomw QC 1.00 7.124 3185 bb 0.96 -4
16 102899016 MeOH Blk
. - 17 102893017 TOX145-PPOSA in Tween-dose-200ppb- 10/28/39 IAS 7.128 3679 bd 1.11 11
18 102893018 TOX145-PPOSA in Tween-ma-300ppb- 10/28/99 IAS 7.124 3545 b 1.07 7
19 102899019 POMix-99086-43-7, 250ppb- 3/10/93 T [+ 1.00 7.127 2681 bb 0.81 -1%
20 102899020 HNeOR Blk
21 102899021 POUix-99086-43-1, lppb- 9/10/99 Tow Standard 1.00 7.145 3119 bb 0.94 -6
22 102899022 PCUix-99086-43-2, Sppb- 9/10/99 KW Standard 1.00 7.143 3041 bb 0.92 -8
23 102899023 POMix-99086-43-3, 10ppb~ 9/10/99 K Standard 1.00 7.128 2979 bb 6.90 -10
24 102899024 PCOUIx-99086-43-4, 25ppb- 9/10/99 MW Standard 1.00 7.151 2937 bb 0.89 -11
25 10289%025 PCMix-99086-43-5, 50ppb- 9/10/99 R Scandard 1.00 7.141 2907 bb 0.88 -12
26 102899026 POMiIx-99086-43-6, 100ppb- 9/10/99 R Scandard 1.00 7.147 2907 bb 0.88 -12
27 102899027 POUx-99086-4)-7, 250ppb- 9/10/99 I Standard 1.00 7.149 2595 bb 0.78 -22
28 102899028 POMix-99086-43-8, 500ppb- $/10/99 X Standard 1.00 7.145 2441 kb 0.74 -26
Standazrd - 1.00 7.12} 2112 bd 0.64 -36

29 102899029 PCNix-99086-43-9, 7S0ppb- 9/10/99 R

Soup 020199: Quantitated and printed by ias on 10/2%/9%



Taerofr [or 3 LFf
Quantify Calibration Asport / /

Page 1
TOX14S-tween 80 dose coafirmation- PFOS/PPOSA/POAL ext. 10728799 ias

Compound 1 name: POAA (Ch1)

Coefficient 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-|

S I B B R R Tyt Conc
0.0 100.0 200.0 300.0 400.0 500.0 600.0 700.0

Soup 020199: Quantitated and printed by ias an 10/29/99



Quantify Calilwation Report
20X143-twean 30 dose coafirmation- PYOS/FrOAA/FOAA ext. 10/28/9% tas

Page

Compound 2 name: PFOS (Ch2)
Coefficient of Determination: 0.999345
Calibration curve: 85.8285 * x + 40.9705
Response type: External Std, Area
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

6.48e4-

Response-

T

, S AR B o o
0.0 100.0 200.0 300.0 400.0

T

700.0

r Conc

Soup 020199: Quantitated and printed Ly iss ou 10/29/99



Quantify Calibration Report

Toxi4S-tween 80 dose confirmatiom- PPOS/PPOSA/POAL axt. 10/28/3% ilas

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

Page )

:

Y

Response-

DU N

AR L p e o B AR m s e e s 1 Conc
200.0 300.0 400.0 500.0 600.0 700.0

scup 02019%: Quantitated and pristed by ias om 10/29/99

00 1000




Quantify Calibration Report Page ¢
TOX143-twean 80 dose coafirmation- PFOS/PFOSA/PCAR ext . 10/28/99 ias

Compound 4 name: IS (Ch4)
Response Factor: 3310.11
Response type: External Std, Area
Curve type: RF
4.81e3 X
x
X
X
X
§
X
Response- &
x
X
0- 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 0.8 1.0

Soup 030199: Quantitated and printed by ias oca 10/29/99



Method Report

_ Tas /29 [49
[4 / L4

> Jol¥
/

Page 1

Method file: €: \MASSLYNX\s0up020199.pro\MethDB\10289%a . mib
Last modified: Pri Oct 29 06:53:35 1999
Compound : 1: POAA (CM1)

Printed: rri Oct 29 07:38:25 1999
Compound Name : PQAA {Ch1)
Internal Ref.: {¥one)

Quantify Trace: TIC

Conc. of Standards: Conc. A

User RP Value: 1.000000, Disabled
User Peak Yactor: 1.000000

Integrate Window Pactor: 2.000

Chromatogram mass window: 1.0000Da

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

Time Window (mins):

Peak Selection:

Response Type:
Response:

Polynomial Type:
point of Origin:
Pit Weighting:

Axis Transformation:

Units:

Pesk-ro-pesk 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:

7.152, Enabled
0.000, Disabled
(None)
0.356

Nearest

External
Areas

Linear
Rxrlude
ux
Hoone

&

Bnabled
2
1

36.00
200.00
5.00

90.00
Disabled
30.00

Relative
Absolute
Relative
Absolute

height:
height:
area:

Ar

1.50,
0.00,
2.00,
0.00,

Disabled
Disabled
Disabled
Disabled



ey e

Method Report

€: \NASSLYNI\ scup020199. pro\MethDB\102835a.mdb

Mathod file:

Last modified: Pri Oct 29 06:53:35 1999
Compound : 2: PPOS (Ch2)

Printed: Pri Oct 29 07:38:25 1999

Page 2

Compound Name :
Internal Ref.
Quantify Tra
Conc. of Scandards:

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

Chromatogram mass window:

Retenticn Time (mins):
Relative Retention Time:
RT Refesrence:

Time Window {(mins}:

Peak Selaction:

Rasporse Type:
Respornse:

Polyncmial Type:
Point of Origin:
Fit weighting:

Axis Transformation:

Units:

Peak-to-peak amplitude:

Smoothing:

Window size (scans):
Nunber of smooths:
Smocthing method:

Join valley threshold:
Reduce peak tailing:
Raise taseline maximuun:

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

Relative height:
Absclute height:

prOS {
[None]
TIC
Conc.

1.000000, Disabled

1.0000
2.000
1.0000

7.135,
0.000.
{None)
0.334

©n2)

Q0

Da

Enabled
Disabled

t

Bxternal

Areas

Linear
Bxc 1ud
pV2 3
None

Enabled
2
1

30.00
200.00
5.00

90.00
Disabl
30.00

0.00,

ed

Disabled
Disabled
Disabled
Disabled



g
oy

Method Report

€ \MASSLYNX\ s0up020199 . pro\NethDB\10289%a . mdh
rri Oct 29 06:5):35 1999

Page )

Compound: 3: PPOSA (Ch})

Printed: Pri Oct 29 07:18:25 1999
Compound Name PPOSA (Ch3)
Internal Ref.: [Mooe]
Quantify Trace: TIC

Conc. of Standards: Conc. €

User RF Value:
User Peak Pactor:
Integrate Window Pactor:

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 “aseline maximum:

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

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

1.000000, Disabled
1.000000

2.000

1.0000Da

8.053, Enabled
0.000, Disabled
{None]

0.445

Nearesst

Bxternal
Areas

Linear
Sxclude
1/x
Noos

147

Enablad
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



Method Report

Method file:
Last modified:

Compound :

Printed:

C: \MASSLYNX\30up020199. pro\NethDB\102899a.mdb
rri Oct 29 06:53:35 1999

4: IS (Chd}

7ri Oct 29 07:38:25 1999

Page 4

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

User RF Value:
User Peak Pactor:
Integrate Window Pactor:

Chromatogram mass window:

Retention Time (mins):
Relac:.ve Retention Time:
RT Referenca:

Time Window (mins):

Peak Selection:

Response Type:
Response:

Polynomial Type:
Point of Origin:
rit 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 vartical threshold:
Detect shoulders:
Sroulder threshold:

height:
height:
area:
area:

IS (Ehe)
{Mone]
TIC
Pixed

1.000000, Disabled
1.000000

2.000

1.0000Ds

7.190. EBnabled
0.000. Disabled
{Mone]
0.290

Nearest

External
Areas

Linear
Exclude
1/x
None

70

Bpabled
2
1

30.00
200.00
5.00

90.00
3o.00
1.50, Disabled
0.00, Disabled

2.00, Disabled
0.00, Disabled



/O/J-f/yf
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SOUP 020199: FACT Equipment

Log 99092 PAGE 111
Quattro I, #6414E
DATE:_10-28-99
ANALYST:ias
STUDY NUMBER: TOX145 MATRIX: Tween samples DESCRIPTION; dose confirmation
FACT Method:
Injection volume:_10 uL Cycle time: 10 min. Electrode: Z-Spray
Mobile Phase: (A)2.0 mM NH4CH3CO2 (B)McOH
TN-A- or stadrd number (A) 99085-11-3 (B) TN-A-2997
Prepared (date/by): (A)_10/21/99 mmh (B)_10/16/99 s
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: S um
Part number: 055-701-2 Lot number: P9E! | Serial number:0591804Z
Analytical parameters:

Drying gas (L/hr): 350 ESI nebulizing gas (IL/hr)_13 Sheath gas (L/hr) 0
LC Flow rate: 300 uL/min. Back pressure:_63 bar

HPLC solvent gradient: 10min-10-95

Tim in. %B
1).0.00 10.0
2).1.00 10.0
3)5.50 95.0
4)1.50 95.0

5)8.00 10.0




19/25/99

MEE
Tuning Method Reporxt 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
Desolvation Temp. 250 249 Multiplier 650
Pressures Rdbk MS2 Set Rdbk
LM Resolution 14.0
Analyser Vacuum 6.1le-5 HM Resolution 14.0
Collision 60 28
Gas Cell 4.1le-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens 8 40 38
Lens 9 0 28

Multiplier 650



[N

/S99 e

Meathod Report s Page 1
Method File: C: \MASSLYNX\SOUP020195 . PRO\ACQUDB\10min-10-95
Last Modified: Thursday, October 28, 1999 131443134
f
Printed: Thursday, October 28, 1999 13144144

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% BY 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
BER1100 1C 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 Qff On on Qff Oon

0.10 Off Off Off off Off

EP1100 Autosampler Initial Conditioms

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 41



13/25 /93

: mee

Scanning Method Aaport
Mathod: e \BOTP020199 . PRO \10MIN-PPOS-POAR-PYOSA-28’
Last Modified: ¥ri Oct 1S 11:35:03 1999

Frinted: Thu Oct 28 13144:18 1999

Solvant Delay { mims ) 3 0.00

Function : 1 MM of 1 Mass Pair { RSP- )

Inter Channsl Delay ( Secs ) : 0.03

Span ( Daltons ) : 0.00

Start Time ( Mins ) : 0.00

Bnd Time ( Mins ) : 10.00

Repsats : 1
Channel Parent Daughter Dwell {Secs) Coll Energy (eV) Cone (V)
1 €13.00 169.00 0.30 30 15

Function : 2 W of 1 Mass Pair { ESP- )

Inter Channal Delay {( Secs } : 0.03

Span ( Daltons ) : 0.00

Start Time ( Mins )} : 0.00

Bod Time ( Mins )} ¢ 10.00

Repeats : 1
Channal Parent Daughter Dwell (Secs) Coll Rnergy (aV) Cone (V)

o 1 499.00 9%.00 0.30 N +1 60
Function 1 3 WM 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)
1 498.00 78.00 0.30 45 0 -

Punction : 4 MEM of 1 Mass Pair ( ESP- )

Inter Channel Delay ( Secs ) : 0.03

Span ( Daltons ) : 0.00

Start Time ( Mins ) : 0.00

nd Time ( Mins ) : 10.00

Repeats :

1
Channel Parent Daughter Dwell (Secs) Coll Energy (eV) Cone { V}

1 427.00 80.0C 0.30 40, 60
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N
Masslynx - Sample List Page 1
Sample List: C:MASSLYNX\soup0201 99.pro\SampleDB\102899a.SPL X Page Pasition: (1, 1)
Printed: Thu Oct 28 13:44:09 1999
File Name File Text MS File

1 102899001 MeOH Blk 10MIN-PFOS-POAA-PFOSA-IS

2 102899002 MeOH Blk 10MIN-PFOS-POAA-PFOSA-IS

3 102899003 FCMix-99086-43-1, 1ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS

4 102899004 FCMix-99086-43-2, 5ppb- 8/10/99 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- 9/10/93 RWW 10MIN-PFOS-POAA-PFOSA-IS

8 102899008 FCMix-99086-43-6, 100ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS

9 102899008 FCMix-99086-43-7, 250ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS

10 102899010 FCMix-89086-43-8, 500ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS

11 102899011 FCMix-99086-43-9, 750ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFQSA-IS

12 102898012 MeOH Bk 10MIN-PFOS-POAA-PFOSA-IS

13 102899013 TOX145-PFOS/POAA in Tween-dose-2ppb- 10/28/99 IAS 1 OMIN-PFOS-POAA-PFOSA-IS
14 102899014 TOX145-PFOS/POAA in Tween-ms-4ppb- 10/28/99 IAS 10MIN-PFOS-POAA-PFOSA-IS

15 102899015 FCMix-99086-43-4, 25ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
16 102898016 MeOH Bk 10MIN-PFOS-POAA-PFOSA-IS
17 102899017 TOX145-PFOSA in Tween-dose-200ppb- 10/28/99 1AS 10MIN-PFOS-POAA-PFOSA-IS
18 102899018 TOX145-PFOSA in Tween-ms-300ppb- 10/28/89 IAS 10MIN-PFOS-POAA-PFOSA-IS
19 102899019 FCMix-99086-43-7, 250ppb- 9/10/98 RWW - 10MIN-PFOS-POAA-PFOSA-IS
20 102899020 MeOH Bik 10MIN-PFOS-POAA-PFOSA-IS
21 102899021 FCMix-99086-43-1, 1ppb- 9/10/98 RWW 10MIN-PFOS-POAA-PFOSA-IS
22 102899022 FCMix-99086-43-2, Sppb- 9/10/99 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-89086-43-5, 50ppb- 9/10/89 RWW 10MIN-PFOS-POAA-PFOSA-IS
26 102899026 FCMix-99086-43-6, 100ppb- 9/10/89 RWW 10MIN-PFOS-POAA-PFOSA-IS
27 102898027 FCMix-99086-43-7, 250ppb- 9/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
28 102899028 FCMix-99086-43-8, 500ppb- 8/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS

29 102899029 FCMix-99086-43-9, 750ppb- 8/10/99 RWW 10MIN-PFOS-POAA-PFOSA-IS
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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 Sampie 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-10-85 3 10 - - - —
6 10min-10-95 4 10 - — - —
7 10min-10-85 5 10 - - - —
8 10min-10-95 6 10 - - - -
9 10min-10-85 7 10 — -— - -
10 10min-10-95 8 10 — - - —
1 10min-10-95 9 10 — - - -
12 10min-10-95 92 10 - - — -
13  10min-10-95 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 — — — -—
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-10-85 § 10 - - — -
26 10min-10-85 6 10 -~ - — -
27 10min-10-85 7 10 - - - —
28 10min-10-95 8 10 - — — —
29 10min-10-95 9 10 -— - — -
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Data Analyst; .TA:S

FACT Study #- 7ox/¥5
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Sample List: 05§54

Set-up Analysis

Date/Analyst: Tas Yrs fps

[nstrument: _MA 062498
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Acceptable Linear Range: ___ 4/.
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FACT: DATA REVIEW SUMMARY FORM

Date: U log /11

Data Analyst: TAS

FACT Study ¥: Tox]4s

Matnx/Timepoints: EQ‘& v ~Com[mz "l, oésa % 27 -ed ”Z%
Sample List i bs: [ 7%

o s sk
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MS/MSD: __ W4 @ M&nfb’]k /ML\\ "ﬁ’eﬁ?
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Quantify Compound Summary Report Page 1
TOX143-FaC liver, Day29 dose and control- ext. 11/4/99 jorw

Sampls lList: C: \MASSLYNX\anal12062498. PRO\SampleDB\11039%a
Last modifiad: Mon Nov 08 OR:34:18 1999

Mathod: F:\amslia backup sepP9\amelia-rats.pro\MathOE\11039%a
Last modified: Mon Nov 08 08:20:27 1999

Job Coda:

Printed: Mon Nov 08 09:18:10 1999

Compound 1: POAA (Chl)
Samplelist Text TYpe std Conc RT Area Conc. Flags WDev Mod Commant

ame

110599001 MeCH Blank
110599002 MeCH Blank
110599003 MeCOH Blank

[
1
2
3
4 110599004 TOX145-RBL11049-WH1k-1, RWW- Box 99-211 7.065 68 0.00 bb
5 110599005 TOX145-RBL11049-RBL Blk-1, RWW- Box 99-211 7.041 60 0.00 bb
6 110599006 TOX145-RBL11049-6ppb-1, RWW- Box 99-211 Standard 6.13 7.015 19 0.00 bbXx -100
7 110599007 TOX145-RBL11049-12ppb-1, RWW- Box 99-211 Standard 12.30 7.009 100 0.00 MMX -100
8 110599008 TOX145-RBL11049-30ppb-1, RWW- Box 99-211 Standard 30.70 7.016 115 0.00 MMX ~100
9 110599009 TOX145-REL11049-60ppb-1, RWW- Box 99-211 Standard €1.30 7.021 171 52.87 bb ~14
10 110599010 TOX145-REL11049-120ppb-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 6.998 442 330.89 bb 8
12 110599012 TOX3145-RBL11049~600ppb=-1, RAWW- Box 99-211 Standard §13,00 6.996 786 684.65 bb 12
13 110599013 TOX145-RBL11049-900ppb~1, RWW- Box 99-211 Standard 920.00 6.972 990 894.00 bb =3
14 110599014 TOX145-RBL11049-1200ppb=-1, RWM- Box 99-211 Standard 1227.00 6.965 1228 1138.45 bb -7
15 110599015 MeOH Blank
16 110599016 TOX145-RTL, SR03240-300ppb-MS, 11/4/99- Box 99-211 6.993 378 265.61 bb
17 110599017 TOX145-RTL, 9IR03240-300ppb-MSD, 11/4/99 Box 99-211 §.976 379 265.72 bb
18 110593018 TOX145-RTL, 9R03240/M/Day29/Control, 11/4/99 \7.018 e9 0.00 bb
19 110599019 TOX145-RTL, 9RG3241/M/Day29/Control, 11/4/99 7.010 94 0.00 bb
. 20 110599020 TOX145-RTL, 9R03242/M/Day29/Control, 11/4/99 7.017 94 0.00 dd
Tewe 21 110599021 TOX145-RBL11049-300ppb-CC1-1, AWN- Box 99-211 [+ 307.00 6.990 404 291.80 bb -$
. : 22 110593022 MeOH Blank
23 110599022 TOX145-RTL, 9JR0I243/M/Day29/Control, 11/4/99 7.015 93 0.00 bb
24 110599024 TOX145-RTL, 9R0I244/M/Day29/Control, 11/4/99 7.019 93 0.00 bb
25 110599028 TOX145-RTL, 9R0I255/M/Day29/Smg/kg, 11/4/99 7.010 91 0.00 bb
26 110599026 TOX145-RTL, 9R0I256/M/Day29/5mg/kg, 11/4/99 6.992 98 0.00 bb
27 110595027 TOX145-RTL, 9R0I257/M/Day29/5Smqg/kg, 11/4/99 6.999 91 0.00 bb
28 1105990280 TOX145-RBL11049~300ppb~CC1l-2, RWM- Box 99-211 o« 307.00 6.994 aso 277.30 vb -10
29 110599029 MeCH Blank
30 110599030 TOX145-RTL, 9R03258/M/Day29/5mg/kg, 11/4/9% - 7.019 T 0.00 bb
31 110599031 TOX145-RTL, 9R0I259/M/Day29/Smg/kg, 11/4/99 6.995 96 G.00 bb
32 110599032 TOX145-RBL11049-300ppb-CC1-1, RWW- Box 99-211 oc 307.00 6.975 402 289.39 bb -€
33 110599033 HeOH Blank
34 110599034 TOX145-RBL11049-WBlk-1, RWW- Box 99-211 7.011 89 0.00 bb
35 110599035 TOX145~RBL11049-R8L Blk-1, RWW- Box 99-211 7.021 76 0.00 MM
36 110599036 TOX145-RBL11049-6ppb-1, RWW~ Box 39-211 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 110599038 TOX145-RBL11049-30ppb-1, RWW- Box 99-211 Standard 30.70 6.985 120 0.00 MMX -100
3% 110599039 TOX145-RBL11049-60ppb-1, RWW- Box 99-211 Standard 61.30 €.987 1713 $4.77 bb -11
40 110599040 TOX145-RBL11049-120ppb-1, RWW- Box 99-211 Standard 123.00 6.997 240 123.52 bb 4
41 110599041 TOX145-RBL11049~300ppb-1, RAWW- Box 99-211 Standard 307.00 6.991 468 357.80 bb 17
42 110599042 TOX145-RBL11049~600ppb-1, RWW- Box 99-211 Standard 613.00 6.965 760 657.12 bb 7
43 110599043 TOX145~RBL11049~900ppb-1, NWW- Box 99-211 Standard 920.00 6.969 1007 $11.72 bd -1
44 110599044 TOX145-RBL11049-1200ppb-1, RWW- Box 93-211 Standard 1227.00 6.968 1266 1179.19 bb -4

Amalia 062498: Quantitated and reviewed by ias on 11/8/99



Quantify Compound Summary Raport Page 2
TOX145-xat liver, Day29 dose and control- ext. 11/4/99 Kww

Sample List: C: \MASSLYNX' 12062 . PRO\SampleDA\110599a

Last modified: Mon Nov 08 08:54:18 1999

Method : 7:\amelia backup eep99\amelis-rats.pro\MethDBE\110599a
Last modifaed: Mon Nov 08 08:20:27 1999

Job Code:

Printed: Mon Nov 08 09:18:10 1999

Compound 2: PFOS (Ch2)

¥} Name Samplalist Text TYPe atd Conc RT Area Conc. Flags %Dev Mod Comment

1 110599001 MeOH Blank 7.256 k) 0.00 bb

2 110599002 MeOH Blank 7.238 35 0.00 bb

J 110599001 MeOH Blank . 7.242 ki ] 0.00 bb

4 1105999004 TOX145-RBL11049-WBlk-1, RWW- Box 99-211 7.214 93 0.00 bd

5 110599005 TOX145-RBL11049-RBL Blk-1, RWW- Box 99-211 7.213 149 ¢.00 bb

6 110599006 TOX145-RBL11049-6ppb-1, RWW- Box 99-211 Standard 6.14 7.163 245 0.00 bbX ~100

7 110599007  TOX145-RBL11049-12ppb-1, RWW- Box 99-211 Standard 12,30 7.181 362 10.61 MM -14

8 110593008  TQX145-RBL11049-30ppb-1, RWW- Box 99-211 Standard 30.70  7.165 508 25.34 bb -15

9 110599009  TOX145-ABL11049-60ppb-1, RWN- Box 99-211 Standard §1.40  7.194 848 61.71 bb 1

10 110599010 TOX145-RBL11049-120ppb-1, RAWW- Box 99-211 Standard 123.00 7.1863 1539 134.29 bb 9

11 110599011 TOX145-RBL11049-300ppb-1, RWW- Box 99-211 Standard 307.00 7. 3586 349.39 bb 14

12 110599012  TOX145-RBL11049-600ppb-1, RWW- Box 99-211 Standara 614.00 7.168 €303  634.97 bb 3

13 110599013  TOX145-RBL11049-900ppo~1, RWW- Box 99-211 Stancard 921.00 7.144 8113 825.08 bb 210

14 110599014  TOX145-RBL11045-1200ppb-1, RWW- Box 99-211 Standard  1228.00 7.161 9947 1017.86 boX  -17

15 110599015  MeON Blank 7.193 52 0.00 MM

16 110599016  TOX145-RTL, SR0JIZ40-300pph-MS, 11/4/99~ Box 99-211 7.166 2315 215.83

17 110599017  TOX145-RTL, SR03240-300ppb-MSD, 11/4/99 Box 99-211 7.174 2113 194.65 b

18 110399018  TOX145-RTL, SR03240/M/Day29/Control, 11/4/99 7.164 201 0.00 bb

19 110599019  TOX145-RTL, 9R03I241/M/Day29/Control, 11/4/99 7.166 196 0.00 bb
20 110599020  TOX145-RTL, 9R03242/M/Day29/Control, 11/4/99 7.165 157 0.00 bb |
21 110599021  TOX145-RBL11049-300ppb-CCl-1, AWW- Box 99-211 ac 307.00  7.163 2388 22350 ¢ = 'D‘L&?af
22 110599022  MeOH Blank 1.191 6 0.00 MM

21 110599023  TOX145-RTL, 9R03243/M/Day29/Control, 11/4/99 7.188 148 0.00 bb

24 110599024  TOX145-RTL, 9R03244/M/Day29/Control, 11/4/99 7.168 s 0.00 b
25 110599025 TOX145~RTL, 9R03255/M/Day29/5mg/kg, 11/4/99 7.182 96493 10112.21 b~

26 110599026 TOX145-RTL, 9R0I256/M/Day29/Smg/kg, 11/4/99 7.165% 114302 1198).63 bb 3 .
27 110599027  TOX145-RTL, 9R03I257/M/Day29/5mg/kg, 11/4/99 7.1m 108784 11403.79 bb iwde [-100D
28 110599028  TOX145-RBL11049-300ppb-CCl-2, RWW- Box 99-211 oc 307.00  7.167 2676 253.78 bb o1

29 110599029  MeOH Blank 7.186 72 0.00 bb

30 110599030  TOX145-RTL, 9ROIZSE/M/Day29/5wg/kg, 11/4/99 - 7.167 107695 11289.34 bb em
31 110599031  TOX145-RTL, 9IR0I259/M/Day29/5mg/kg, 11/4/99 7.167 130162 13650.29 b

32 110599032 TOX145-RBL11049-300ppb-CCl-1, RWNW- Box 99-211 QC 307.00 7.147 2016 268.49 bd -13 NIW
33 110599033  MeOH Blan 7.172 98 0.00 bb

34 110599034 TOX145-RBL11049-WBlk-1, AWW~ Box 99-211 7.183 136 0.00 bb

35 110599035  TOX145-RBL11049-RBL Blk-1, RWW- Box 95-211 7.170 191 0.00 bo

36 110599036  TOX145-REL11049-6ppb-1, RWW- Box 99-211 Standard 6.14  7.164 286 2.64 BBX  -S7

37 110599037  TOX145-RBL11049-12ppb-1, RWW- Box 99-211 Standard 12.30 7.166 355 9.93 bb -19

38 1105990138 TOX145-RBL11049-30ppb~1, RWW- Box 99-211 Standard 30.70 7.157 545 29.87 bd -3

39 110599039 TOX145-RBL11049-60ppb-1, RAWW- Box 99-211 Standard 61.40 7.160 a78 64.86 bb 6

40 110599040 TOX145-RBL11049~120ppb-1, RWW~ Box 99-211 Standard 123.00 7.168 1608 141.52 bb 15

41 110599041 TOX145-RBL11049-300ppb-1, RWW- Box $9-211 Standard 307.00 7.163 3667 357.88 bd 17

42 110399042  TOX145-RBL11049-600ppb-1, RWW- Box 99-211 Standard §14.00 7.137 €459  651.32 bb 6

43 110599043 TOX145-RBL11049-300ppb-1, RWW- Box 99-211 Standard 921.00 7.165 8268 841.43 bb -9

44 110599044  TOX145-RBL11049-1200ppb-1, RWW- Box 99-211 Standard  1228.00 7.142 10512 1077.24 bbX  -12

Amalia 062498: Quantitatad and reviewed by ias on 11/8/99



Quantify Compound Susmmary Raport Page 3

TOX145-rat liver, Day29 dose and control- axt. 11/4/99 Fow

Sample List: C: UASSLNX\amal 12062490 . PRO\SampleDB\110599a
Last modified: Mon Hov 08 08:54:18 1999

Mathod: F:\amelia backup sep99\amelis-rats.pro\MethDB\110599a
Last modified: Mon Nov 08 08:20:27 1999

Job Code:

Printed: Mon Mov 08 09:18:10 199%

Compound 3: Surr {Ch3)

 Name Samplelist Taxt TYPe std Conc RT Area Conc. Flags VDev Mod Commant
1 110599001 MeOH Blank

2 110593002 HeOH Blank

3 110599003 MeCH Blank

4 110599004 TOX145~RBL11049-WBik-1, RMW- Box 99-211 7.052 4714 0.99 db -1
$ 110599005 TOX145-RBL11049-RBL Blk-1, RWW- Box 99-211 7.028 3502 0.73 bb -27
6§ 110595006 TOX145-RBL11049~6ppb-1, RWW- Box 99-211 Standard 1.00 7.026 4801 1.01 bb 1
7 110593007 TOX145-RBL11049-12ppb~1, RWW- Box 99-211 Standard 1.00 7.020 4858 1.02 bb 2
8 110599008 TOX145-RBL11049-30ppb-1, R¥W- Box $9-211 Standard 1.00 7.003 4445 0.93 bb -7
9 110593009 TOX145-RBL11049-60ppb-1, RWW- Box 99-211 Standard 1.00 7.032 5132 1.08 bb 8
10 110593010 TOX145-RBL11049-120ppb-1, RWW- Box 99-211 Standard 1.00 7.024 5052 1.06 bb 6
11 110599011 TOX145-RBL11049-300ppb-1, RWW- Box 99-211 Standard 1.00 7.011 4750 1.00 bb -0
12 110899012 TOX145~RBL11049-600ppb-1, RWW- Box 99-211 Standard 1.00 7.007 4715 0.99 bb -1
13 110599013 TOX145-RBL11049-900ppb-1, RNW- Box 99-211 Standard 1.00 6.982 4022 0.84 bb -16
14 110599014 TOX145-RBL11049~1200ppb-1, RWNW- 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, 9R03240-300ppb-MS, 11/4/99- Box 99-211 7.004 2638 0.55 bd -45
17 110999017 TOX145-RTL, 9R03240-300ppb-MSD, 11/4/99 Box 99-211 7.012 2387 0.50 bb -50
18 110599018 POX145-RTL, SR03240/M/Day29/Control, 11/4/99 7.002 28619 0.55 bb -45
19 110599019 TOX145-RTL, 9RO3I241/M/Day29/Control, 11/4/99 7.005 2695 0.56 bb -4
20 110599020 TOX145-RTL, 9R03242/M/Day29/Control, 11/4/99 7.005 2498 0.52 bb ~48
21 110599021 TOX145-RBL11049-300ppb~CC1i-1, RWW- Box 99-211 < 1.00 7.001 2763 0.58 bb -42
22 110599022 MeOH Blank

23 110599023 TOX145-RTL, SR03I243/M/Day29/Control, 11/4/99 7.003 2439 0.51 bb -49
24 110599024 TOX145-RTL, 9R03244/M/Day29/Control, 11/4/99 7.007 2179 0.46 ba -54
25 110599025 TOX145-RTL, 9R0I255/M/Day29/5mq/kg, 11/4/99 7.021 353% 0.74 bb -26
26 110599026 TOX145-RTL, 9R0I256/M/Day29/5mqg/kg, 11/4/99 7.003 4856 1.02 MM 2
27 1105939027 TOX145-RTL, 9R03257/M/Day2%/Smg/kg, 11/4/99 6.906 5394 1.13 bb 13
28 110599028 TOX145-RBL11049~300ppb-CC1~2, RWW- Box 99-211 Qe 1.00 7.005 4664 0.98 bo -2
29 110599029 MeCH Blank

30 110599030 TCX145-RTL, 9R03250/M/Day29/5mg/kg, 11/4/99 - 7.006 3378 0.71 bb -29
31 110599031 TOX145-RTL, 9R01253/M/Day29/5mg/kg, 11/4/99 7.006 4967 1.04 bb 4
32 110599032 TCX145-REL11049-300ppb-CCl-1, RWW- Box 99-211 Qc 1.00 6.986 4412 0.92 bb -8
33 110595033 MeCH Blank

34 110599034 TOX145-RBL11049-WBlk-1, RWN- Box 99-211 7.022 3963 0.83 bb -17
35 110599035 TOX145-RBL11049-RBL Blk-1, AWW- Box 99-211 7.009 3436 0.72 bb 28
36 110599036 TOX145-RBL11049~6ppb-1, RWW- Box 99-211 Standard 1.00 7.003 5129 1.07 bb 7
37 110599037 TOX145-RBL11049-12ppb-1, RWW- Box 99-211 Standard 1.00 7.005 5309 1.11 bb 11
38 110599038 TOX145-RBL11049-30ppb-1, AWM~ Box 99-211 Standard 1.00 6.996 4827 1.01 bb 1
39 110599039 TOX145-RBL11049~60ppb~1, RWW- Box 99-211 Standard 1.00 6.998 5250 1.10 bb 10
40 110599040 TOX145-RBL11049-120ppb-1, MW~ Box 99-211 Standard 1.00 7.008 5272 1.1¢ bd 10
41 110599041 TOX145-RBL11049-300ppb~1, RWW- Box 99-211 Standard 1.00 7.002 4975 1.04 bb 4
42 110599042 TGX145-RBL11049-600ppb-1, MWW~ Box 99-211 Standard 1.00 6.976 5000 1.05 bb 5
43 110599043 TOX145-RBL11049~900ppb-1, RawW- Box 99-211 Standard 1.00 7.004 4346 0.91 bb -9
44 110599044 TOX145-RBL11049-1200ppb~1, RWW- Box 99%-211 Standard 1.00 7.004 4149 0.87 bb -13

Amalia 062498: Quantitated and reviewed by ias on 11/9/99



guantify Compound Susmary Repozt
TOX145-rat liver, Day2? dose and control- ext. 11/4/99 WW

. PRO\Sampl aDB\110599a

Sample List: C:\MASSLYNX\amsl12062
Last modified: Mon Mov 08 08:34:18 1999

Mathod: F:\amalia backup up!’\-—lu-nu.pre\M.tth\uos’h
Last modifiad: Mon Nov 08 08:20:27 1999

Job Coda:

Printed: Mon Nov 08 09:18:10 1999

Compound 4: PFOSA (Chd)

& Name Samplalist Text TYype std Conc R? Azrea Conc. Flags WDev Mod Comment
1 110599001 MeOH Blank 7.794 bE3) 1.56 MM

2 110599002 MeOH Blank 7.776 25% 7.16 1t

3 110599003 MeCH Blank 7.736 €5 0.00 bb

4 110599004 TOX145-RBL11049-WBlk-1, RWW- Box 99-211 T.74 158 1.54 M4

5 110599005 TOX145-RBL11049-RBL Blk~1, RWW- Box 99-211 7.750 156 1.46 w4

6 110599006 TOX145-RBL11049-6ppb-1, RWW- Box 99-211 Standard 6.13  7.726 196 1.79 Mx -38
7 110599007 TOX145-RBL11049~12ppb-1, RWW- Box 99-211 Standard 12.30 7.742 281 8.67 M0 ~30
8 110599008 TOX145~RBL11049-30ppb-1, RWW~ Box 99-211 Standard 30.70  7.747 571 25.50 Mo -17
9 110589009 TOX145-RBL11049-60ppb-1, RAWW- Box 99-211 Standard 61.30 7.75% 1229 63.60 M [
10 110599010 TOX145-RBL11049-120ppb-1, RWW- Box 99-211 Standard 123.00 7.748 2412 132,12 MM 7
11 110599011 TOX145-ABL11049-300ppb-1, AWW- Box 99-211 Standard ig7.00 7.757 €347 360.04 MM 17
12 110599012 TOX145-RBL11045-600ppb-1, RWW- Box 99-211 Standard 613.00 7.770 12091 692.71 MM 13
13 110599013 TOX145-RBL11049-300ppb-1, RWW- Box 99-211 Standard 920,00 7.783 15506  €90.50 MM -3
14 110599014 TOX145-RBL11049-1200ppb-1, RWW- Box 99-211 Standard 1227.00  7.746 20418 1175.01 MM -4
15 110599015 MeOH Blank 7.718 a 0.00 MM

16 110599016 TOX145~RTL, 9R03I240-300ppb~MS, 11/4/99- Box 99-211 7.756 €382 362,04 M

17 110599017 TOX145-RTL, IR03240-300ppb-MSD, 11/4/99 Box 99-211 7.758 $982  138.00 MM

18 110599018 TOX145-RTL, 9R03240/M/Day29/Control, 11/4/9% 7.17 176 2.62 W

19 110599019 TOX145-RTL, 9R03241/M/Day29/Contrel, 11/4/99 7.776 162 1.76 MM

20 110599020 TOX145-RTL, SR03242/M/Day29/Control, 11/4/9% 7.774 144 0.74 1l

21 110599021 TOX145-RBL11049-300ppb-CC1-1, MW~ Box 99-211 oc 307.00 7.742 €532 370.74 M

22 110599022 MeOH Blank 7.799 47 0.00 bb

23 110599023 TOX145-RTL, 9R03I243/M/Day29/Control, 11/4/99 7.114 134 0.10 M

24 110599024 TOX145-RTL, 9R03244/M/Day29/Control, 11/4/99 7.778 131 0.01 M

25 110599025 TOX145-RTL, 9R0I255/M/Day29/5mg/kg, 11/4/99 7.768 1639 §7.33 bb

26 110599026 TOX145-RTL, 9IROI256/M/Day29/5mg/xg, 11/4/99 7.174 3532 196.95 bd

27 110599027 TOX145-RTL, 9R03I2S7/M/Day29/Smg/kg, 11/4/99 7.781 1971 106.57 ret

28 110599028 TOX145-RBL11049-300ppb-CC1-2, RWW~ Box 99-211 o 307.00 7.782 4071 228.17 MM

29 110599029 MaOH Blank 7.772 S5 0.00 MM

30 110599030 TOX145-RTL, 9RO3I258/M/Day29/5mg/kg, 11/4/99 7.776 2652 146.00 bb

31 110599031 TOX145~-RTL, 9R01259/M/Day29/$mq/kg, 11/4/9% - 7.717 5573 315.19 b

32 110599032 TOX145-RBL11049-300ppb-CCl-1, RAWW- Box 99-211 oc 307.00  7.75% 6243 354.01 M 15
33 110599033 MeOH Blank 7.781 51 0.00 M

34 110599034 TOX145-RBL11049-WB1k-1, RWW- Box 99-211 7.791 13e 0.41 ¢

15 110599039 TOX145-RBL11049-RBL Blk-1, RWW~ Box 99-211 7.780 141 0.57 M4

36 110599036 TCX145-RBL11049-6ppb-1, R¥W- Box 99-211 Standard 6.13  7.749 101 2.87 WX -53
37 110599037 TOX145-RBL11049-12ppb-1, RWW- Box 99-211 Standard 12.30  7.752 293 9.37 M -24
38 110599038 TOX145-RBL11049-30ppb-1, AWW- Box 99-211 Standard 30.70  7.743 559 24,78 M4 -19
39 110599039 TOX145-RBL11049~860ppb~1, RWH- Box 99-211 Standard 61.30 7.770 1172 60.28 M -2
40 110599040 TOX14S-RBL11049-120ppb-1, RWW- Box 99-211 Standard 123.00  7.754 2299 125.54 MM 2
41 110599041 TOX145-RBL11049-300ppb-1, RWN- Box 99-211 Standard 307.00  7.772 5742 324.99 MM 6
42 110599042 TOX145-R8L11049-600ppb-1, RWW- Box 99-211 Standard 613.00 7.747 11584 663.36 MM 8
43 110599043 TOX145-RBL11049-900ppb-1, AWW- Box 99-211 Standard $20.0¢ 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

Amalia 062498: Quantitated and reviewed by ias on 11/8/99
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Quantify Calibration Report 1

TOX145-rat liver, Day29 dose and control- ext. 11/4/99 Jome

ifompound I name: POAA (Chl)

{Coefficient 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

1.31e34

Response-

0-
16.5- .
. " x
" /- %Conc
oS — - T T T T T T T T T T
| x
| | .
: -13.8 : - : 1 : : : : : Conc
| 0.0 200.0 400.0 600.0 800.0 1000.0 1200.0

Amslia 062498: Quantitated and reviewed by ias on 11/8/99



Quantify Calibration Report
TOX14S-rat liver, Day29 dose and control- @xt. 11/4/9% oW

Page 2

{Compound 2 name: PFOS (Ch2)
‘Coefficient of Determination: 0.982749
‘Calibration curve: 9.51640 * x + 260.801

'Response type: External Std, Area

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

1.19¢4-

Response
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Amelia 062498: Quantitated and reviewed by ias on 11/8/99



Quantify Calibration Report Page 2

TOX145-zat liver, Day29 dose and control- ext. 11/4/99 oW

‘Compound 3 name: Surr (Ch3)
‘Response Factor: 4773.57
Response type: External Std, Area

Curve type: RF
I 5.3le3, . ;
|
Response
|
I
0 T T l 1] ]
11.2, :
| i
1 :
|
; . !
T T T T T T 1
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Amalis 062498: Quantitated and reviewed by ias on 11/8/9%



Quantify Calibration Report
TOX145-rat liver, Day2? dose and control- ext. 11/4/99 0w

Page 4

‘Compound 4 name: PFOSA (Ch4)

.Coefficient of Determination: 0.989845

iCalibration curve: 17.2655 * x + 131.101

IResponse type: External Std, Area o

iCurve type: Linear, Origin: Exclude, Weighting: 1/x,

2.13e4+

Response-|

Axis trans: None

173 | x

1 /- %Conc | *
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0.0 2000 4000
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Amalia 062498: Quantitated and reviewed by ias on 11/8/99



Mathod Report

Method file:
Last moditiea:

F:\amalia backup sep99\amelia-rats.pro\MethDB\110599a.mdb
Mon Nov 08 08:20:27 1999C

Tt "Af /n_/L lof¥

Page 1

Compound: 1: POAA (Chl)

Printed: Mon Nov 08 08:56:38 1999
Compound Name: POAA {Chl)
Internal Ref. {None)
Quantify Trace: TIC

Conc. of Standards: Conc. A

User RF Valus: 1.000000, Disabled
User Peak Factor: 1.000000
Integrate Window Factor: 2.000
Chromatogran mass window: 1.0000Da

Peak Location

Retention Time (mins): 6€.376, Enabled
Relative Retention Time: 0.000, Disabled
RT Reference: [None]

Time Window (mins}: 0.274

Peak Selection: Nearest
Response

Response Typa: External
Responase: Araas
Calibration Curves

Polynomial Type: Linear

Point of Origin: Zxclude

Fit Weighting: x

Axis Transformation: None
Concentration

units:

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

Reduce peak tailing: 200.00

Raise b line maximum: 5.00

Peak Separation

Draw vertical threshold: 90.00

Detect shoulders: Disabled
Shoulder threshold: 30.00

Response Threahold

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

Absolute ar

0.00,

Disablad



Method Report Page

Method file: F:\amelia backup lnp”\anlxla-rncs.prc\N-thnB\1105!9-.-db
Last modified: Mon Nov 08 08:20:27 1999C
Compound: 2: PFOS (Ch2}
Printed: Mon Nov 08 08:36:38 1999
Compound Name: PFOS (Ch2)
Internal Retf.: (None)
Quantify Tr. 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 lLocation
Retention Time {(mins): 7.149, Enabled
Relative Retention Time: 6.000, Disabled
RT Reference: [Nonel
Time Window (mins): 0.299
Peak Selection: Naarest
Response
Response Type: External
Response: Areas
Calibration Curves

K Polynomial Type: Linear
Point of Origin: fxclude
Fit Weighting: /%X
Axis Transtormation: None
Concentration
Units:
Nojise
Peak-to-peak amplitude: 56
Smooth
Smacothing: 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 area: 2.00, Disabled

Absolute area: 0.00, Disabled




Method Repoft Page 2

Method flile: Fi\amelia backup sopss\n-nlt;-r-:s.pzu\nclhb!\l!oSss..pdb
Last modified: Mon Nov 08 08:20:27 1995C
Compound: 3: Surr (Chd

Printad: Mon Nov 08 08:56:38 1999
Compound Name: Surr (Chl

internal Ref {None]

Quantity Trace: TIC

Conc. of Standards: Fixed

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):
Relative Retention Time:
RT Reference:

Time Window (mins):

Peak Selection:
Rasponse

Response Type:
Response:
Calibration Curves

Polynomial Type:
Point of Origin:

Fit Weighting:

Axis Transformation:
Concentration

Units:
Noise

Peak-to-peak amplitude:
Smooth

Smoothing:
Window slze {(sca
Number of smooths
Saocothing method:
Baselines

Join valley threshold:
Reduce peak tailing:
Raise baseline saximum:
Peak Separation

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

Relative
Absolute
Relative
Absolute

height:
height:
area:

area:

7.023, Enabled
0.000, Disabled
{None}
0.310

MNearast

External
Areas

Linear
Exclude
/X
MNone

[ 14

Enabled

30.00
200.00
5.00

90.00
Disabled N
30.00

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



Mathod Report Page 4

Method file: F:\amelia backup “pssxn-u.-nu.pzo\u.mnn\uos”a..an
Last modified: Mon Nov 08 08:20:27 1999C
Compound: 4: PFOSA (Ch4)
Printed: Mon Nov 08 08:56:38 1999
Compound PFOSA (Ch4)
Internal [None]
Quantify : TIiC
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
Peak Location
Retention Time (mins): 7.770, Enabled
Relative Retention Time: 0.000, Disabled
RT Reference: {None]
Time Window (mins): 0.206
Peak Selection: Nearest
Response
Response Type: External
Responae: Arsas
Calibration Curves
Polynomial Type: Linear

; Point of Origin: Exclude
Fit Weighting: /%
Axis Transformation: None
Concentration
Units:
Noise
Peak-to-peak amplitude: 82
Smogth .
Smoothing: Enabled
Window size (scansj: 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
Datect shoulders: Disabled
Shoulder threshold: 30.00
Aesponse Threshold
Relative height: 1.50, Disabled
Absolute height: 0.60, Disabled

Relative 2.00, Disabled
Absolute area: 0.00, Disabled -




AMELIA 062498: FACT Equipment Log 99114

Quattro II, #6448E

DATE: 11/05/99

ANALYST: ias

hyo

PAGE

STUDY NUMBER: TOX145 MATRIX: mat 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) McOH
TN-A- or stndrd pumber (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? [Y] or N Other:

Guard column: None

Part number: na Lot number: na

Analytical column: Keystone Betasil

Size: 2 x 50 mm Type: C18

Part number: 055-701-2 Lot number: P9E11

Analytical parameters:

Sphere size: S um

Serial number:089815 S

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




Tuning Method Report Page 1
Method: C:\MASSLYNX\AMELIA062498 . PRO\ACQUDB\PFOS1-6KV

Printed: Fri Nov 05 09:43:09 199§

SOURCE ( ESP- ) Sat 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
1M 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 10

Multiplier 650



Scanning Method Report Page 1
I}

Method: C: \MASSLYIOC\AMELIAOG2498 . PROVACQUDE\ 10MIN=-PFOS - POAA-I8~-PFORA

Last Modified: Mon Oct 11 07:22:17 1999

Printed: Fri Nov 05 09:26:14 1999

Solvent Delay ( muns ) 0.00

Function : 1 MRM of 1 Mass Pair ( K3P- )

Intar Channel Dela; | Secs } : ©.03

Span ' Caictans . 0.00

Start Time ! Mins H 0.00

Znd Time ( Mins : 10.00

Repeazs 1
Channel Parent Daughter Dwell {Secs) Coll Energy (aV) Cone ( V)
1 413. 163.00 Q.30 30 15

Punction : 2 MRt of 1 Maas Pair { ESP- )

Inte: lels. - Secs ) : 0.03

Sgar H 0.00

Star: Tize N

B 0.00
End T.me . M:ias : 10.00
Repea:s : 1
chanrel Parent Daughter Dwell (Secs) Coll Energy (eV) Cone ( V }
- 1 439.30 99.00 0.30 45 1)
Punction : 3 MM of 3 Mass Pair ( ESP- )
Inter Channel De.ay ( Secs ) : 0.03
Span cailzons H 0.00
Start Time Mins H 0.00
End Time 10.00
Repea s 1
Iharfc. s-+ Daughter bDwell (Secs] Coll Energy (eV) Cone { V)
1 8o0.00 0.30 40 60 -
Function : 4 MR of 1 Mass Pair ( ESP- )

Inter Channel Delay { Secs } : 0.02

Span | Daltons ' 0.00
Start Time ' Mins : 0.00
End Time ( Mins ) : 10.00
RepeaZs : 3

Zharnel Parenz Daughter Dwell (Secs) Coll Energy {(eV} Cone (v}

437 78.00 g.40 45 60




Method Report

0

Page 1

Mathod File: Cx\MASSLYNZ\AN!LIAOG?(QB.PRO\ACQUDB\lOmin-lO-95
Last Modified: Priday, November 05, 1999 06:22:24

’
Printed: Priday, 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 Timetable

The gradient Timetable contains 5 entries which are :

Time A% B% Cs 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
HP1100 LC Pump External Event Timetable
The Timetable contains 3 entries which are
Time Column Switch Contactl Contact2 Contact3
Initial off . Off Off Off
0.00 Off on On Off
0.10 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) $.00
Injection Volume (ul) 10.0

vial Number 32

Flow

0.300
0.300
0.300
0.300
0.300

Contact4
Off
Oon
Off

Prescure
400
400
400
400
40C



Masslynx - Sample List

Sample List: C:\MASSLYNX\ameIi30624984PRO\SampIeDB\1105993.SPL
Printed: Fri Nov 05 09:25:34 1999

Page Positior

File Name

110599001
110599002
110599003
110599004
110599005
1105399006
110599007
110599008
110599008
10 110599010
11 110599011
12 110599012
13 110599013
14 110598014
15 110599015
16 110599016
17 110599017
18 110599018
19 110599019
20 110599020
21 110599021
22 110589022
23 110589023
24 110599024
25 110589025
26 110599026
27 110589027
28 110599028
29 110599029
30 110589030
31 110599031
32 110559032
33 110599033
34 110599034
35 110559035
36 110599036
37 110598037
38 110599038
39 110599039
40 110599040
41 110599041
42 110599042
43 110599043
44 110599044

WONONEWN S

File Text

MeOH Blank

MeOH Blank

MeOH Blank )
TOX145-RBL11049-WBIk-1, RWW- Box 99-211
TOX145-RBL11049-RBL Blk-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 98-211
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-RBL11049-300ppb-1, RWW- Box 89-211
TOX145-RBL11049-1200ppb-1, RWW- Box 99-211
MeOH Blank

TOX145-RBL, 9R03240-300ppb-MS, 11/4/99- Box 99-211
TOX145-RBL, 9R03240-300ppb-MSD, 11/4/99 Box 99-211

TOX145-RBL, 9R03240/M/Day29/Control, 11/4/99
TOX145-RBL, 9R0324 1/M/Day29/Control, 11/4/99
TOX145-RBL., SR03242/M/Day29/Control, 11/4/99

TOX145-RBL11049-300ppb-CC1-1, RWW- Box 99-211

MeOH Blank

TOX145-RBL, 9R03243/M/Day29/Control, 11/4/99
TOX145-RBL, S9R03244/M/Day29/Control, 11/4/99
TOX145-RBL, 9R03255/M/Day29/5mg/kg, 11/4/98
TOX145-RBL, 9R03256/M/Day29/5mg/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-RBL11048-300ppb-CC1-1, RWW- Box 99-211

MeOH Blank

TOX145-RBL11048-WBIk-1, RWW- Box 99-211
TOX145-RBL11043-RBL Blk-1, RWW- Box 99-211
TOX145-RBL11049-6ppb-1, RWW- Box 99-211
TOX145-RBL11049-12ppb-1, RWW- Box 99-211
TOX145-RBL11048-30ppb-1, RWW- Box 99-211
TOX145-RBL11049-60ppb-1, RWW- Box 99-211
TOX145-RBL.11049-120ppb-1, RWW- Box 99-211
TOX145-RBL11048-300ppb-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

MS File

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-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-|S-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

fge

)



Masslynx - Sample List Page 2

Sampie List: C\MASSLYNX\amelia062498. PRO\SampleDB\1 10599a.SPL Page Positior:: {2, 1)
Printed: Fri Nov 05 09:25:34 1999

Inlet File Bottle Inject Volume Sample Type ConcA ConcB ConcC ConcD Conc E ConcF

1 10min-10-95 91 10 — — — — —_ —_ -
2 10min-10-95 91 10 -— —_ — - —_ —_ —
3 10min-10-95 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 5 10 - -— — — —_— — -
9 10min-10-95 6 10 — —_ —_ — — — --

10 10min-10-95 7 10 -— - —_— -— - — —
1 10min-10-95 8 10 — —_ — -— - — —
12 10min-10-95 9 10 — -— —_ — J— — .
13 10min-10-95 10 . 10 — — - - — — —
14 10min-10-95 11 10 — —_ —_ _— — -— —-
15  10min-10-95 92 10 — - —_— -— - —_ -
16 10min-10-95 12 10 — — — — — -— —
17 10min-10-95 13 10 — —_ -_— - — — —
18 10min-10-95 14 10 — —_— _— — -— — -
19 10min-10-956 15 10 — —_ — -— _— —_ —
20 10min-10-95 16 10 — —_ - -— — — —
21 10min-10-85 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-10-85 20 10 — - — — — — —
27 10min-10-85 21 10 — —_— —_ -— — — —
28 10min-10-95 25 10 — -— — —_— — - .
29 10min-10-85 93 10 — — —_— - - — -

30  10min-10-95 22 - 10 - —_ —_ — — — -
31 10min-10-95 23 10 — - — — —_ — -
32 10min-10-95 24 10 — -— —_ —_— — — .-
33 10min-10-85 93 10 — — _— — — — .
34 10min-10-95 1 10 — - — - —_ - —
35 10min-10-95 2 10 — - — — — — -
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-10-85 8 10 — —-— - —_ — —_— -
42 10min-10-95 9 10 — —_ —_ — — — -

43 10min-10-95 10 10 — - — — — — -
44  10min-10-95 11 10 — — —_ — —_ — -



FACT: DATA REVIEW SUMMARY FORM

Date: Mulog

Data Analyst: Tac

FACT Study #: Jox 195

Matrix/Timepoints: ' 29 s —ecd U
Sample List: Njoff4

Set-up Analysis

Date/Analyst _Zas ”//a b4

{nstrument: 507 0z2/2%

Analyte: _FoAA Crane OO

Acceptable Linear Raoge: _g#;"" /ZZ%AL

LOQ: /zs/;pé Extraction Blank _[g:_-.éfg_ém
re2: _0.92045¢ Matrix Blank exs han £0Q
Calibration Checks: _Ok = =/ %

MsmsD:__Dobe ot used- Mot g h‘:ﬁd

|Data Status: Qgglaki. MC, ”llSM‘?

Analyte: 7ros (Func &)®

| Acceptable Linear Range: _ /232 he— lzz
LOQ: /2-3° pply Extracted Blank _L_'éiéz&

/7
rRr2:_ . 79/92F Matrix Blank gpeader Jhan

Calibration Checks: 0K —> /2%

MsmsD: __Nok Mg\and itk these mmnlu
[ st QK AL uhrl%

Data Review Sign-OfT

Analyst Review
Name/Date: _Jus '/’/ﬂ

e Dute J1EE 1l )9g / ki Nov-15-44

Quality Assurance Review
Name / Date:

Data Entry: UL IIhSIQ‘?

Comments / Justifications:

o 4 ats . . p )
30.% f Y3 2x
éff/‘. o Han e ontraclin blosk )
Hose ponte sire ecuclided Lyone

_‘éauﬂ/c 'A nésam/;/}a a4 t/m/a.

e Lot 3 ha

W/
A ﬂ/m//ué - Tas

@
7 ; . e

Cuvvd pol . y 7.X4

4ra

/ A S z‘/

7%,/,,,\/‘1 — Tas :’/H;ﬁ .

Anatyte: __ProsA ( Lnnc 3)

Acceptable Linear Range: _ﬂ%,;DA - /ﬂ?—/;pL.
LOQ ____b.LBped Extracted Blank: _@M
R"2: 0~7X937747 Matrix Blank: Jrsz Hoa (00
Calibration Checks: _ )k —> /3 %

MSMSD: __Dava not uied . enloed Bom Gna\zx)nf
Duasans__or tloslas UAC  11lis]a0

Commedt 0(1): POAA was st o
mmfbﬂx. i heeot AM&J
Spmoles. b Nev-[s95

Iz
\\\\3M

\FD

T "hjer g Iz



FACT: DATA REVIEW SUMMARY FORM

Date: H/”/ff

Data Analyst: Tus

FACT Study #: Tox 1YS

Matrix/Timepoints: y 2 - 7
Sample List: J1/0FF 4

i::t:::dmystm Tas Yofos

{nstrument: __5%@ 029071

anatyre:_ Sury (Faue 4 )@

| Acceptable Linear Rangs: _ VA

LOG HA Extraction Blank: _ A4

RA2: NA Matrix Blank: __ AA

{Caibration Checks: Ma
Not G 4ch3:} ana\zk- Dalra nol used.
m(ﬁhrf‘ﬂ

MS/MSD:

Data Status: l’

Data Review Sign-Off

Aniiyn Review
Name / Dute:

Zas n/n /?f

Techaical Review

Name/Date: _ ReGe o puye. \of & Wc 11115/??
Quaslity Assurance Review

Name / Date:

Data Entry: AC llllf’q‘i
Comments / Justifications:

@ fM Jeves weve /»w I~
#z :/Léﬁlms z/a o fé;
Mo'n Jaclor -Aom A 7/[’«/

AMMJ. ~Jas ”/’/7?

Analyte:

Acceptable Linear Range:

/
/

LOQ: Extracted Blank: /

R°2: Matrix Blank;

Calibration Checks:

/73 "l

MS/MSD:

Data Status:

Z

Analyte: /

Acceptable Linear Range: /

LOQ: Extracted Blank:
R"2: /

Calibration Zhecks:

Matrix Bank:




: Tas Wufeq /p- [of o

Quantify Compound SUERATY Reaport Page 1
TOX143-rat liver, day 219 dose dilutions- ext. 11/4/99 Tom N

sample List: c:\mn.m\mpozol”.wo\u-mm\umu
Last modifisd: Thu Mov 11 07:09:30 1999

Method: (3] \mle\.«MZOl!’.m\ﬁtm\xllol’l
Last modified: Thu Nov 11 07:08:22 13999

Job Cods:

rrinted: r Wov 11 07:26:35 1999

Compound 1: POAA (Funa 1)

9 dame Samplelist Text TYPe 8td Conc xT Area Tiags Conc. wDav
1 11109%001 MeOH Blank

2 111099002 MeOH Blank

3 111099001 HeOH Blank

4 111099004 TOX145-RBL11049-WBlk-2, RWW 7.125 95 bb 0.00

$ 111099005 TOX145-RBL11049-RBLB1k-2, L 7.106 107 » 0.00

6 111099006 TOX145-RBL12049-6ppb-2, RWW Standard 6.1 7.110 116 MX 6.46 5
7 111099007 TOX14S-RBL11049-12ppb-2, RWW Standard 12.3¢ 7.093 104 bbX 0.00 -100
B 111099008 T0X145-RBL11049-)0ppb-2. KWW Standard 30.70 7.083 137 bbX 27.07 =12
9 111099009 TOX145-RBL11049-60ppb-2, RWW Standard 61.30 7.067 185 X 75.45 23
10 113099010 TOX145-RBL11049-120ppb-2, KWW Standard 123.00 7.069 214 Db 104.15 -15
11 111099011 TOX145-RBL11049-300ppb-2, KWW Standard 307.00 7.061 459 m 350.86 14
12 111099012 TOX145-RBU11049-600ppb-2, Rww Standard 6€13.00 7.067 758 W 651.92 6
13 111099013 TOX145-RBL11049-900ppb-2, RWW Standard 920.00 7.055 1097 W1 993.50 8
14 111099014 TOX145-RBL11049-1200pph-2, RWW Standard 1227.00 7.067 1247 Bb 1144.17 -7
15 111099015 MeCH Blank

111099016 TOX145-RTL, 9R01255/4/Day29/5mg/Xg-D200, 1174799

-
o

17 111099017 TOX145-RTL, 9R03256/M/Day29/5mg/%g-D100, 11/4/99
18 111099018 TOX14$-RTL, $R01257/M/Day29/5mg/%g-0100, 11/4/99

4 19 111099019 TOX145-RTL, 9R03253/M/Day29/5mg/kg-0100, 11/4/99
20 111099020 TOX145-RTL. 9R03259/%/Day29/5mg/Xg-D100, 11/4/99
21 111099021 T0X14S-RBL11049-300pp-CC1-2, T Q< 307.00 7.089 382 Bb 274.09 -11
22 111099022 MeOR Blank :
23 11109902) TOX145-RBL11049-WB1k-2, RWM 7.106 99 bb 0.00
24 111099024 T0X145-RBL11049-RBLB1k-2, KWW 7.105 91 M1 0.00
25 111099025 TOX145-RBL11049-6ppb-2, MW Standard 6.13 7.104 102 bbX 0.00 -100
26 111099026 TOX145-RBL11049-12ppb-2, Tomd Standard 12.30 7.088 105 MMX 0.00 -100
27 111099027 TOX145-RBL11049-30ppb-2, RWW Standard 30.70 7.082 124 bbX 13.65 -56
28 111093028 TOX145-RBL11049-60ppb-2, KW Standard 6€1.30 7.068 15% bbX 45.51 -19
29 111099029 T0X145-RBL11049-120ppb-2, R Standard 123.00 7.056 221 bb 111.85 -9
30 111099030 TOX145-RBL11049-300ppb-2, KWW Standard = 307.00 7.064 444 Bb 336.20 10
31 111099031 TOX145-RBL11049-600ppb-2, KWW Standard 613.00 7.066 693 bd 586.96 -4
32 111099032 TOX145-ABL11049-900ppb-2, KW Standard $20.00 7.044 1071 bd 966.64 H)
33 111099033 TOX145-RBL11049-1200ppb-2, RwwW Standard 1227.00 7.064 1237 bd 1134.04 -8

Not uj«ar%t,’t anc.\a\e, dedo. nob wsed.
W
“ 15l

soup 020189: Quantitated and printed by ias on 11/11/9%



Quantify Compound Summary Report
20x143-rat liver, day 29 dose dilutions- w=t. 1174799 O™

Sample List: c:\munu\mpozoxn.m\mxmuuon.
Last modified: Thu Mov 11 07:09:30 1999

Mathod: C!\mll-m\mﬁzﬂll).m\h:&b’\l!iﬂ!’l
tast modified: Thu Mov 11 07:08:22 1999

Job Code:

Printed: Thu MWov 11 07:26:35 1999

Compound 2: Pros (Fumc 1)

Mama Samplelist Text

111099001 MeOH Blank

111099002 HeOH Blank

111099002 HeOH Blank

111099004 TOX145-RBL11049-WB1k-2, RO

111099005 TOX145-RBL11049-RBLB1k-2, KWW

111099006 TOX145-RBL11049-6ppb-2, MM

11109%007 TOX145-RBL1104§-12ppb-2. JOA/

11109%008 TOX145-RBL11049-10ppb-2, KW

111099009 TOX145-RBL11049-60ppb-2. KuW

10 111099010 TOX145-RBL11049-120ppb-2., KWW

11 111099011 TOX145-RBL11049-300ppb-2, R

12 111099012 TOX145-REL11049-600ppd-2, FOW

13 111099013 TOX145-RAL11049-900ppb-2, 1O

14 111093014 TOX145-ABL11045-1200ppb-2, KW

15 111099015 HeCH Blank

16 111099016 TOX145-RTL, 9R03255/M/Day29/Smg/kg-D100.
17 11109%017 TOX145-RTL, 9R0I256/M/Dmy29/Seg/kg-D100,
18 11109%018 TOX145-RTL, SR01257/%/Day29/Smg/kg-D100,
19 111099019 TOX145-RTL, IR03258/M/Duy29/Smg/xg-D10C,
20 111099020 TOX145-RTL, 9R03I259/M/Day29/5mg/xg-D100,
21 111099022 TOX145-RBL11049-300ppb—CCl-2, RWW

22 111099022 MeOK Blank

23 111099023 TOX145-RBL11049-WR1k-2, RuA

24 111099024 TOX145-RBL11049-RBLB1K-2, KA

25 111099025 TOX145-RBL11043-6ppb-2. TOM

26 111099026 TOX145-RBL11049-12ppb-2, MO

27 111099027 TOX145-RBL11049-30ppb-2, KWW

28 111099028 TOX145~ABL11049-60ppb-2. T

29 111099029 TOX145-RBL11049-120ppb-2. KW

30 111099030 TOX145-RBL11049-300ppb—2, JOW

31 111093031 TOX145-RBL12049-600ppb-2, R

32 111099032 TOX145-RBL11049-900ppb-2. TOW

33 111099033 TOX145-RBL11049-1200ppb-2, FWW

VRSN A NS

Soup 020199: Quantitated and priated by ias om 11/11/%9

11/74/99
11/4/99
11/4/99
11/4/99
11/4/799

#td Conc

6.14
12.30
30.70
61.40

123.00
307.00
614.00
921.00
1228.00

307.00

6.14
12.30
36.70
61.40

123.00
307.00
614.00
921.00
1228.00

7.287
7.294
7.26%

3648
3029

109
185
236
335
549
833
17
3se0
6972
11298
12763

EKZSEEEEEE!EEEEEEE!SEESEE!GEEEGEEE

57.48
106.17
304.94
610.55
999.95

1132.17

75”1“‘(4“(:

-40

-6
-14
-1
-1

1

Enl&ru[

ne

llS/‘ii

Il//r/ 29



Quantity Page 3

Campound SummAry Repost
TOX145-Fat liver, day 39 dose dilutioms- axt. 11/4/99 XN B

Sample List: cz\mll.m\mpo:oxn.m\u-uxmuuo,n
tast modified: Thu Mov 11 07:09:30 1999

Method: C:\mll-m\mpﬂﬂﬂl!!.m\“m\lllﬂ!’l
Last modified: Thu Mov 11 07:08:32 1999

Job Coda:

Printed: Thu Mov 11 07:26:3S 1999

Caspound 3: PPOSA (Yumc 3)

& name samplelist Taxt TYDS std Conc =T Area Plags Conc. Wev

1 111099001 MeOH Blank 276 W 5.63

2 111099002 MeOH Blank 107 MM 0.29
3 111099003 MeOH Blank 55 Wi 0.00
4 111093004 TOX145-RBL11049-WB1k-2, RWW 94 M 0.00
§ 111099005 TOX145-RBL11049-RBLB1k-2, MO 122 wo 8.76
6 111099006 TOX145-RBL11049-6ppb-2, RWW Standard 6.13 284 101 5.85 -5
7 111099007 TOX145-RRL11049-12ppb-2, Rww Standard 12.30 492 12.42 1
8 111099003 TOX145-RBL11049-30ppb-2. Xww Standard 30.70 1134 04 32.63 6
9 111099009 TOX145-RBL11049-60ppb-2. RWW Standard 61.30 2097 WX 62.98 3
10 111099010 TOX145-RBL11043-120ppb-2, oM Standard 123.00 3852 M 118.26 -4
11 111099011 TOX145-RBL11049-300ppb-2, Kl Standard 3067.00 10288 M¥ 321.02 5
12 111099012 TOX145-RBL1104I-600ppD-2, FOM Standard 613.00 20144 M 631.36 b}
13 111099013 10X145-RBL11049-900ppb-2, TOM Standard $20.00 31965 M 1004.08 9
14 111099014 TOX145-RBL11049-1200ppb-2, RWW Standard 1227.00 35471 Wt 1114.40 -9
15 111099015 NeOH Blank 44 MM ¢.00

. 16 311099016 TOX145-RTL. nn:zssm/n-yzs/s-u/kq-mo. 11/4/99% 48 M g.00

Wl 17 111099017 TOX145-RTL, QIOJZSG/IID-VISISq/kq—DLOO. 1174799 73 Wi 0.00
18 111099018 TOX145-RTL, 9R03257/M/Day2$/5mg/Xg-P10C, 11/4/99 46 Wt 0.00
19 111099019 TOX145-RTL, QIOSISIIHIDIyz’/Sw/W—DIOO. 11/4799 45 m a.00
20 111099020 TOX145-KTL, QIOJISQ/IIDIYZQISNIW-DIOU. 1174799 70 bb 0.00
21 111099021 TOX145-RBL11049-300ppb-CC1-2, Rw x 307.00 8529 ¢ 265.63 ~13
22 111099022 HaCH Blank 7.828 21 M 0.00
23 111099023 TOX145-RBL11049-WBlk-2, WA 7.830 64 W 0.00
24 111099024 TOX145-RBL11049-ABLE1X-2, KWW 7.830 80 bb 0.00
25 111099025 TOX145-RBL11049-6ppb-2, RWW Standard 6.13 7.828 274 Wt 5.5¢ =10
26 111099026 TOX145-RBL11049-12pph-2, TN Standard 12.30 7.812 485 MM 12.19 -1
27 111099027 TOX145-RBL11049-30ppb-2, ToN Standard 30.70 7.828 1022 i 29.13 -5
28 111099028 TOX145-RBL11049+-60ppb-2, KW Standard 61.30 7.813 2109 MM 63.35 3
29 111099029 TOX145-RAL11049-120ppb-2, K Scandard 123.00 7.825 3948 W 121.29 -1
30 111099030 TOX145-RBL11049-300ppb-2, XM Standard -307.00 7.830 10281 MM 320.82 s
31 111099031 TOX145-RBL11049-600ppb-2, KW Standard 613.00 7.813 19122 WM 599.31 -2
32 111099032 TOX145-RBL11049-900ppb-2. KWW Standard 920.00 7.812 31809 M4 999.04 9
33 111099033 TOX145-ABL11049-1200ppb-2, FWW Standard 1227.00 7.832 36504 MW 1146.96 -7

Daba enterd Som undiluked ona\am on 1los/aa.
These Qota not used. u‘c“hsqu

soup 020199: Quantitated and prianted by ias oo 11/11/99



Quantitfy Compound Sumeary Report
TOX145-rat liver, day 3% dose diluticns- ext. 11/4/99 W 3

sample List: cx\mlnm\mpuox”.m\mxmuuun
Last modified: Thu Mov 11 07:09:30 1999

Metbod: Cl\mlbm\mpo?ﬂl’!.m\l‘m\lllﬂ”l
Last modified: Thu Mov 11 07:08:22 1999

Job Code:

rrinted: rhu Mov 11 07:26:33 1999

Compound &: Surr (Punc 4)

¢ Name samplelist Taxt TYDS 8td Conc RT Area Flaga Conc. WDev
1 1131099001 MeOH Blank
2 111099002 MeCH Blank
3 111099002 MeON Blank
4 111099004 TOX145-RBL11049-WB1k-2, MWW 7.120 3832 bd 0.79 -1
S 111099005 TOX145-RBL11049-RBLB1K-2, XWW 7.100 4057 ®b .83 -17
6 111099006 TOX145-RBL11049-6ppb-2, RWW Standard 1.00 7.103 4828 bd 0.99 -1
7 111099007 TOX145-RBL11049-12ppb~2, KWW standard 1.00 17.110 4818 bb .99 -1
8 111099008 TOX145-RBL11049-30ppb-2, R Standard 1.00 7.099 5133 bb 1.05 S
9 111099009 TOX145-RBL11049-60pDL-2., o Standard 1.00 7.083 4720 bb 0.97 -3
10 111099010 TOX145-RBL11049-120ppb-2, v Standard 1.00 7.085 4662 bb 0.96 -4
11 111099011 TOX145-RBL11049-300ppb~2, WuW Scandard 1.00 7.100 4638 bb Q.95 -5
12 111099012 TOX145-RBL11049-600ppD~-2, KW standard 1.00 7.084 4860 ©b 1.00 -0
13 11109%013 10X145-RBL11049-900ppb-2, T Standarxd 1.00 7.094 4630 bb 0.95 -5
14 111099014 mnts-uuxou-uoowkrz. L Standard 1.00 7.083 4575 bb 0.94 -6
15 111099015 MeOH Blank 7.097 13 0.00 -100
16 111099016 TOX145-RTL. noussm/uyzs/s-q/n-mao, 11/4/99 7.087 64 b 0.01 -99
17 111099017 TOX145-RTL. QIOJZSCI)I/DUVZQIWIlg-DlOO. 11/4/9% 7.10%5 76 bd 0.02 -98
N b e 18 111099018 TOX145-RTL, 9!0)251/!/0‘y2’l$~/k¢-0100. 1174799 7.098 8% bd 0.02 ~-98
T 19 111099019 TOX145-RTL, no:zslmm-y:s/s-u/w-moo. 11/4/99 7.118 79 b 0.02 -98
20 111099020 TOXI4S-RTL, SR0I259/M/Day2%/Sng/kg-D100, 11/4/99 7.222 73 bb 0.01 -99
21 111099021 muts-nuuou-)nnnb-eu-z, R o« 1.00 7.106 31570 bb 0.73 -27
22 111099022 MeOH Blank 7.101 9 m 0.00 -100
23 113099023 TOX145-RBL11049-WBlk-2, RWW . 7.101 4042 Bb 0.83 =17
24 111099024 TOX145-RBL11049-RBLB1k-2, RWW 7.100 4274 bd 0.88 -12
25 111099025 TOX145-R8L11049-6ppb-2, MO Standard 1.00 7.099 5007 b 1.03 3
26 111099026 TOX145-RBL11049~12ppb-2, Tom Scandazrd 1.00 7.082 5085 bb 1.04 4
27 111099027 TOX145-RBL11049-30ppb-2, RuW Scandard 1.00 7.100 5423 bb 1,11 11
28 111099023 TOX145-REL11049-60ppb-2, ToM Standard 1.00 7.084 $060 bb 1.04 4
29 131099029 TOX145-RBL11049-120ppb-2, v Standard 1.00 7.074 4606 pd 0.94 -6
30 111099030 10X145-RBL11049-300ppb-2, RWW Standard - 1.00 7.080 4718 bBb 0.97 -3
31 111099031 TOX145-RBL11049-600ppb-2. R Standard 1.00 7.084 5115 bd 1.05 5
32 111099032 TOX145-RBL11049-300ppb-2, KWW Standard 1.00 7.084 5107 bb 1.05 H
33 111099033 TOX145-RBL11049-1200ppb-2, L Standard 1.00 7.080 4777 bb 0.98 -2

DD\' o )(Car Cmo)z)‘ff. d()}& Y\D¥ used

Soup 02019%: Quantitated and printed by ias on 11711/79%



Tas Urfes 5. (4

sge 1

Quancify Calibration Raport
TOX145-rat liver, day 29 dose dilutioms- ext. 11/74/99 Yot

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 .33e3-1

Response|

o+ — , , SN S
0.0 200.0 400.0 600.0 800.0

- T —T - Conc
1000.0 1200.0

Soup 03019%: Quantitated and printed by ias om 11/11/9%



o

Quantify Calibration AepoTt
TOX145-rat liver, day 29 dose dilutions- ext. 11/4/%9 Tom

s Page 2
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
1.38e44
Response-
- T T ] T Bn SRARARAAA RIS SR SN T T Conc
0.0 200.0 400.0 600.0 800.0 1000.0 1200.0

Soup 020139: Quantitated and primted by ias oo 11/11/%9



Quantify Calibration Report Page )
TOX14S-yat liver, day 39 dose diluticns- ext. 1174799 O™ )

Compound 3 name: PFOSA (Func 3)

Coefficient of Determination: 0.989386

Calibration curve: 31.7417 * x + 97.7287

Response type: External Std, Area

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

3.90e4

Response-

T T T T T o T T — Conc
0.0 200.0 400.0 600.0 800.0 1000.0 1200.0

soup 030189: Quantitatsd and printed by ias oo 131711799



Quantity Calibration

Report rage 4
sox145-rat liver, day 29 dose dilutions- ext. 1174799 T N

Compound 4 name: Surr (Func 4)
Response Factor: 4875.54
Response type: External Std, Area
Curve type: RF
5.42e3—1 x
:
X
:
Response-
0- 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 020199: Quantitated and printed by ias on 11/11/99



. Tas "/”/1]‘ p. [

Method Report Page 1
Nethod file: C:\MSSLYH’X\INWZOI”-pto\l‘ltﬂ'\lllﬂ!’l.db ‘

Last modified: Thu Nov 11 07:08:22 1999

Compound : 1: PQAA (Punc 1)

Printed: Thu Mov 11 07:34:44 1993

Compound Name: POAA (Func 1)

Internal Ref.:
Quantity Trace:
Conc. of Standards:

User R Value:
User Puak Pactor:
Integrats Window Pactor:

Chromatogram mass vindow:

SIS

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

Time Window (mins):

Peak Selection:

Response Type:
Response:

Pit wWeighting:
Axis Transformation:

et

Units:

Peak-to-peak amplitude:

Smocothing:

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

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

— e

Draw vertical threshold:
Detect shoulders:
Shoulder thrashold:

P

Relative height:
Absolute height:
Relative ar
Absolute ar

{Nona)
TIC
Conc. A

1.000000, Disabled
1.000000

2.000

1.0000Da

7.067. Enabled
0.000, Disabled
{wone]

0.246

Baarest

Bxternal
Axeas

Linsar
Exclude
/X
Nons

2

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



Method Report

Method file: C: \u.\ssx.muaupozuua.pr
Last modified: Thu Nov 11 07:08:22 1999
Compound : 2: pros (runc 2)

Printed: Thu Nov 11 07:34:44 1999

o\NethDB\111099a .mab

Page 2

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

User RF Valua:
User Pesk Pactor:
Integrate Window Factor:

Chromatogram mass window:

e

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

Time Window (mins):

Peak Selection:

Response Type:
Response:

JR———

Polynomial Type:
Point of Origin:
Pit Weighting:

Axis Transformation:

Units:

Peak-to-peak amplitude:

Smoothing:

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

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

e e

Draw vertical threshold:
Detect shoulders:
Shoulder threshold:

P

Relative height:
Absolute height:
i are:

pros (runc 1)
(MNone]

TIC

Conc. B

1.000000, Disabled
1.000000

2.000

1.0000ba

7.284, Enabled
0.000, Disabled
{Nona]

0.279

Nearest

External
Areas

Linear
Exclude
X
None

Enabled

e

30.00
200.00
5.00

90.00
Disabled °
30.00

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



c: \MASSLYMNX\s0up020199 .pro\MethDB\111

Last modified: Ty Nov 11 07:08:12 1999
Compound : &: Surr (rPunc &)
Printed: Thu Nov 11 07:34:44 1999

099a.maN

Page &

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

User RF Value:
User Peak Pactor:
Integrate Window Pactor:

Chromatogram mass window:

JUS———-

Retention Time (mins)
Relative Retention
RT Reference:

Time Window (mins):

Peax Selection:

——e

Response Type:
Response:

N

Polynomial Type:
Point of Origina:
pit Weighting:

Axis Trensformation:

PR

Units:

Peak-to-peak amplituds:

Smoothing:

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

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

PRV

Draw vertical threshold:
Detect shouldars:
Shoulder threshold:

PR

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

surr (Punc &)
[Monsl

TIC

Pixed

1.000000, Disabled
1.000000

2.000

1.0000Da

7.161, Enabled
0.000, Disabled

2

b
2

30.00
200.00
5.00

90.00
Disabled N
30.00

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



Tas Mo for

SOUP 020199: FACT Equipment
Log 99092 PAGE 1/1
Quattro II, #6414E

DATE__11-10-99

ANALYST;ias
STUDY NUMBER;TOX143 MATRIX: rat liver DESCRIPTION: dilutions-day29

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) 99085-11-21 (B).TN-A-3386

Prepared (date/by): (A)_11/6/99 sah (B)_11/6/99 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 um
Part number: 055-701-2 Lot number: P9EL1L Serial number:0591804Z
Analytical parameters:

Drying gas (L/hr): 350 ESI nebulizing gas (I/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
3)5.50 95.0
4)7.50 95.0

5)8.00 10.0



Tuning Method Report Page 1
Method: C: \nmssmmx\som’ozons .PRO\ACQUDB\PFOS3

Printed: Wed Nov 10 10:49:41 1999

SOURCE ( ESP- ) set  Rdbk MSs1 Set  Rdbk
Capillary 1.60 1.61 LM Resolution 14.0
Cone 40 ~-60 HM Resolution 14.0
Extractor 5 -6 Ion Energy 0.9
RF Lens 0.2 Ion Energy Ramp 0.0
Source Block Temp. 150 150 Lens 6 4 3
Desolvation Temp. 250 250 Multiplier 650
Pressures Rdbk MS2 Set Rdbk
LM Resolution 14.0
Analyser Vacuum 6.0e-5 HM Resolution 14.0
Collision 10 37
Gas Cell 4.le-3 Ion Energy 2.0
Ion Energy Ramp 0.0
Lens 8 40 38
Lens 9 0 40

Multiplier 650



Method Report Page 1

Method rile: . c:\umssnrux\3007020199.rno\acounn\xonan-zo-ss
Last Modified: a day, Novembd ‘10, 1999 10143107
Printed: Wednesday, November 10, 1999 10:49:20

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) [
Max Pressure (bar) 400
Oven Temperature Left(°C) 30.0
Oven Temperature Right(°C) 30.0

HP1100 LC Pump Gradient Timetadble

:;éd The gradient Timetable contains 5 entries which are
Time A% B% C% D3 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 Timstable
The Timetable contains 3 entries which are :
Time Column Switch Contactl Contact2 Contact3 Contactd
Initial Off off off Off Off
0.00 off on On off Oon
0.10 Off Off off Off off

EP1100 Autosampler Initial Conditions

Draw Speed 200.0
Eject Speed (pl/min) 200

Draw Position (mm) 0.00
Stop Time (mins) $.00
Injection Volume (nl) 10.0

Vial Number 91




Masslynx - Sample List s

Sample List: C:\MASSLYNX\soup0201 99 pro\SampleDB\111099a.5PL
Printed: Wed Nov 10 10:48:56 1999

Page 1

Page Position: (1, 1)

OO~NONBWN

File Name

111099001
111099002
111099003
111099004
111099005
111099006
111099007
111099008
111099009
111098010
111099011
111099012
111099013
111099014
111099015
111099016
111099017
111099018
111099018
111099020
111089021
111099022
111099023
111099024
111098025
111099026
111098027
111099028
111099029
111099030
111099031
111099032
111099033
111099034

File Text

MeQH Blank

MeOH Blank

MeOH Blank

TOX145-RBL11049-WBIk-2, RWW
TOX145-RBL11049-RBLBIK-2, RWW
TOX145-RBL11049-6ppb-2, RWW
TOX145-RBL11049-12ppb-2, RWW
TOX145-RBL11049-30ppb-2, RWW
TOX145-ABL11048-60ppb-2, RWW
TOX145-RBL11048-120ppb-2, RWW
TOX145-RBL11049-300ppb-2, RWW
TOX145-RBL11049-600ppb-2, RWW
TOX145-RBL11048-800ppb-2, RWW
TOX145-RBL11049-1200ppb-2, RWW

MeOH Blank

TOX145-RTL, 9R03255/M/Day29/5mg/kg-D100, 1 1/4/99
TOX145-RTL, 9R03256/M/Day29/5mg/kg-D100, 1 1/4/99
TOX145-RTL, 9R03257/M/Day29/5mg/kg-D100, 11/4/99
TOX145-RTL, 9R03258/M/Day29/5mg/kg-D100, 1 1/4/99
TOX145-RTL, 9R03259/M/Day28/5mg/kg-D100, 1 1/4/99
TOX145-RBL11049-300ppb-CC1-2, RWW

MeOH Biank

TOX145-RBL11049-WBIk-2, RWW
TOX145-RBL11049-RBLBIk-2, RWW
TOX145-RBL11049-6ppb-2, RWW
TOX145-RBL11049-12ppb-2, RWW
TOX145-RBL11049-30ppb-2, RWW
TOX145-RBL11049-60ppb-2, RWW
TOX145-RBL11049:120ppb-2, RWW
TOX145-RBL11049-300ppb-2, RWW
TOX145-RBL.11049-600ppb-2, RWW
TOX145-ABL11049-300ppb-2, RWW
TOX145-RBL11049-1200ppb-2, RWW
TOX145-RBL11048-900ppb-2, AWW

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



Masslynx - Sample List

Sample List: C
Printed: Wed Nov 10 10:48:5

6 1999

AMASSLYNX\soup0201 99.pro\SampIeDB\1 11099a.SPL

Page 2

Page Position: (2, 1)

Pt LR L UE Ll

QGONNNNNNMwNNJ-A-l-h—b-A-A
N2OWVRNON W Aovea~NoOOEL

33
34

Inlet File

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

Bottle Inject Volume

91
91
9

Co~NONEWN -

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

£
3
B
-]
-y
3
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Conc A
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