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3M MEDICAL DEPARTMENT, CORPORATE TOXICOLOGY
Protocol for Study No. T-7132.2; ST-39

PHARMACOKINETICSTUDYOFPERFLUOROOCTANESULFONAMIDE
INRATS

Study Objective:
‘The objectiveofthis study is toassess the potential for oral absorption, urinary and fecal
clearance and biological persistenceofPerfluorooctane Sulfonamide (PFOSA) in male
Sprague Dawley rats afer a single oral dose. Analysisofthe serum, liver, urine and feces

forpotential metabolitesofPFOSA will be performed by LCMS and perhaps other
‘methods. Previous studiesofthe N-ethyl derivativeof PFOSA have concluded that
PFOSA is the ultimate metabolite in ras (1,2); however, the analytical technique used in
thesestudieswasunable to detect all potential metabolites, including
perfluorooctanesulfonate (PFOS). No pharmacokinetic studies have yet been done on
PFOSA to resolve this issue and search for other possible metabolites in the urine and
feces. Recently, validated methodshave been developed for the quantitation ofPFOSA
and its potential metabolite, PFOS, in serum and liver down to the low part per billion
level (3). One goalofthis study is to determine the potential for, ifoccurring, the extent of
conversionofPFOSA to PFOS. This information will help to explain the
‘pharmacokinetics ofNEXFOSE and its metabolites and provide data for proper risk
characterization.

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

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

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

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

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

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

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

Test Material:
DanHakes. Product Responsibility Liaison 3M Chemicals Division. will fumish high-purity
PFOSA.

Identification:
Name: Perfluorooctanesulfonamide
Molecular Formula: CF,SO;NH;
Lot Number: L-10009 (Prepared by George Moore, 3M SMD Lab, Bldg
236, April 1996)
Purity: Analysis by GCMS determined that the staring material was over
99% pure (4). Qualitative and quantitative compositionalresultsthat were
derived from the single trial 'H/'*F-NMR cross-integration analysis.
revealed that the composition was 65.8% CF3(CF2)x-S02-NH2 (Normal
chain),18.7% CF3(CF2)x-CF(CF3)HCF2)y-S02-NH2 (Internal
monomethyl branch), 1.2% (CF3)2CF~(CF2)x-S02-NH2 (Isopropyl
branch), 3.5% CxF2x+1-CF(CF3)-S02-NH2 (Alpha branch) and 0.28%
(CF3),C-(CF2)-SOx-NH; (t-Butyl branch)(5). HPLC/MS characterization
ofthe PFOSA sample revealed 9,600 ppm ofPFOS, 1,100 ppm of
Cif1550:NHa, $10 ppmofCoFisSO:NH:, 6,600 ppmofCuF1cHSO:NH,,
24,000 ppmofC,4F;cHSO:NH, 1,200 ppmof CyF:sH;SO;NH, and lower
concentrationsofseveral other amides. Based on thesumoftheimpurities,
the purityofthe PFOSA sample wouldbeapproximately 96 % (6 &
appendix 1).

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

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

Characteristics:
Information on synthesis methods, compositionor othercharacteristics that
define the test material will bekept on file with the Sponsor.
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Animals:
Species: Rat
Strain: Sprague Dawley
Source: Harlan
Age at initiationof treatment: 6-8 weeks
‘Weight at initiation of treatment: approximately 150-250g
Number and sex: 30 males

“Table 1 - Dose Group

[Group [Dose TN~~ [Futhanasin |

and 29 post dose.

and 29 post dose

Identification: ear tag with animal number or unique tail mark.
AUA Number: 2246

Husbandry:
Housing:

‘All ats fromgroups1and2, which are tobesacrificedonday 29post
dose, will be housed individually in metabolism cages for portionsofthe
study (see Table 2). When not in metabolism cages, these rats will be
‘group housed in standard cages. All other rats willbegroup housed in
standard cages throughout the study.

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

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

Dose and Dosing Procedures:
Methodof administration/Dose preparation:

A single Smg/kg dose of PFOSA willbeadministered via oral gavage to
rats in group 2 on day zeroofthe study. The PFOSA will be prepared from
a stock solution of 100mg/ml PFOSA in acetone A final 0.1% (Imo/mi}
uniform suspension (or emulsion) ofPFOSA in 2% Tween 80 and 1%
acetone will be prepared using a 15 ml dounce tissue grinder. A volume of
5 ml suspension / kg body weight will be administered to each rat. Re-
‘suspensionofsolids will be performed with 5 strokesofthe tissue grinder
pestel before each sample is drawn-up in the syringe for dosing. A single 5
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ml/kg body weight doseofvehicle, 2% Tween 80 and 1% acetone, will be
‘administered via oral gavage to rats in group 1 on day zeroofthe study.

Observation ofAnimals:
Clinical Observations:

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

‘Body Weights:
Each animal will beweighed immediately prior to treatment, weekly
thereafter and immediately prior to euthanasia.

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

Table 2 - Schedule
[Sn Mon [Tues [Wed [Thurs [Pn [sa]Octs  [0cts [Oa [Ou7 [Os [Octsa0 [an 1e> day2PD aay3PD [aaysPp |aaysen

DOSING | Clletion|Caleton| Coleton| CalectionDy1PD Scho

DysP>
sc

i EElame [Sn[G5 [223 [Sern Gatien[suiaro]
mn5oe ree im22ayi3rp sy 16PD|axy 17PD |ary 18 PD | day 197D

day207D|day 21PD|day 227D| ans 23% | any24 0 | any 25| aay 267
any 2970
Dy29Puc

Method of Specimen Collection:
Urine and feces will be collected from each metabolism cage at the
designated times. The initial volume ofurine will be recorded, the sides of
the urine collection apparatus will be washed with approximately 5-10ml
deionized water and the final volumeofurine wil! be brought to 15 ml with
‘additional deionized water. Daily feces weight willbe recordedforeach
animal. At the designated times, animals will be euthanized by CO; and
gross necropsy performed. During necropsy, blood (= 6 ml) will be
collected via the abdominal aorta and transferred to blood collection tubes.
without anticoagulant. Blood samples willbeallowed to clot for a period

‘
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of 15 10 30 minutes at room temperature and the clot will be spun down ina centrifugeat 1100 xg for§ minutes. The serum willbe transferred tolabeled 1.5 mi microfuge tubes and centrifuged again at 2000x g to
remove any remaining red blood ces. Each sera sample will then be
transferred to aseparate labeled polypropylene microfuge tube and frozenindry ice. Livers will be removed, weighed, placed individually into
labeled stele sample bags and flashfrozen in liquid nitrogen then
‘maintained on dry ice.

Specimen Handling:
Specimens will temporarilybestored in a freezer set to maintain -60 to -
80°C. For metabolite analysis, these specimens will be packedindry ice:and shipped to:

Kris Hansen, Ph.D.
3M Environmental Technology and Safety Services
935 Bush Avenue.
St. Paul, MN 55133-3331
Ph: 612-778-6081, FAX: 612-778-6176.

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

‘The number, type and dateofcollectionofspecimens tobe generated foranalysis are as follows:

‘Table3- Specimens
“Specimen dayl [day2 Days |dayd dey 25| Toulpost post post post post

dose dose [dose |dose |dose

Liver 30Sigroupiday
Urine
Slgroupld
Feces
Slgrouplday

Data Analysis:
Data collected on parent compound and identifiable metabolites will be analyzed fortoxicokinetic parameters and for statistically significant differences between groups usingANOVA and for Students T-test

s
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Responsibilities:
Deanna Luebker and Andrew Seacat wil be responsible for dosing the animals,
collecting in-ife specimens, performing the necropsies and collecting and sending
tissue specimens for analysis.

« Ksis Hansen, 3M Environmental, willberesponsible for analytical evaluationofthe
«Andrew Seacat will draft a inal report and ensure the report receives appropriate 3M

review before afinal report is issued.

u00508
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Signatures:

—Cndnas MW Beacall  nfazfaa
Andrew M. Seacat Ph.D. Date
“Toxicology Specialist

Study Director

Mose eGo soloztrr
Deanna Luebker, MS Date
‘Advanced Research Toxicologist
Study Toxicologist
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Sponsor Representative:
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Appendix I:
To: Tocoes
maw [RR——

To Lamy A WendinglUS-ComporatsMUS
cc Andrew SeacalUS-Corporael3MIUS
‘Subject: Characterization of PFOSA Sample for Toxicology

Lary,
1 have complete the HPLCIMS characterizationofthePFOSA sample (-7132-,L-10000prepared by G. Moore 4156) that is proposed 1 beused forthe anima feeding stay. |
found 9,600 ppm of PFOS, 1,100 ppmof G7F1550;NHz, 510 ppm of CaF19307NHy,
6,600 ppmofCgF4gHSOzNH3, 24,000 ppmof CaF36HSOZNH3, 1,200 ppm of
CaF15H750zNH3 and lower concentrations of several other amides. Based on the
umofthe impurities, the purityof the PFOSA sample would be approximately 96 %.
ve though ite mare about apparent presence of CggHSORNH inthe sample. The

identification of his compound was based primarl on the observed molecular weigh andhe relative elton order m the chromatogram. Rather than CaFsHSO3NHz.h seems
more probable tht this compound s actually (CaF 17502NH. Confirmationof this
identification wil require addional analyses. 1 iso neeto think more about whether the
othr partial hycrogented pefluoroamides may actualy beof this
The PFOS was quantified using a standard curve preparedbyanalyzing PFOS standardssois concentration should be accurate. The amide impurities. however, including he paralhycrogenaled amides, wore sll quand using a PFOSA standard curve assumingtht theyhad th same mass specral response factor a5 did PFOSA. Whi (is sssumpiion wil
introduce some aor to ihe quanisie data 1 he best we can do Since we do not aveStandards foreachof these amides. AIS, hs calculated purty assumes tha al of theimpuriies are smenabie to HPLC and are detectedby the analysis. While nol abuays rue,{his sample was analyzed by Rick Payier using GC/MS and by CATC using our GC meth.Notherofthe analyses found volte or semivoltie impurities, 9. N-methyl FOSE, N-ethyl FOSE, etc. al concentrations greater han 50 pom.
1 also carried out a semiquantatve assessmentofthe purkyof the PFOSAbycomparinghe PFOSA response 0.8 PFOSA standard curve. Using his technique, the purtyof thoPFOSA sample was found 10 be 118%. These analyses were cared out in duplicate, wihrice injections of each solution. so they should be relatively accurals as analyticalvariation wou be averaged. Ingenera, however, i not highly accurate 0useachromatographic metho 10 quaniy  relalivey pure material due o he extremely largeton factor, n tiscase >100,000, that must be applied. Is not expected thtinstumertal variation would bias the ourily high. is possiie tha the purofthe sampleis actualhigherthan the purty of he PFOSA that we are usinga5 8 standard! I ns wererue, he purty would be determined to be > 100%.
Andrew Seacat hs reviewed the concerirations of the impure tht were determined andcalculated thatthe concentration of PFOS wil not adversely affec he study. At 9.600 pom,he Calculates thal he at receiving 3 mg/day would ngest pp. 0.20 mg PFOS total 1

5
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Appendix 1 Continued:

28 daysassuminga0.25kgrat. Ifwefurther assume that30% of hatisdepositedin the.
fiver (based on previous feeding studies) and liver is approximately 12 grams, then the
predicted concentration in the liver from the residual PFOS wouldbe200 ug PFOS x 0.3/ 120 liver weight = 5 ugjgram, or 5ppm, which in self should not impose any toxicological
consequences. Any PFOS measured significantlyoverthat could be attributed fo
metabolism of PFOSA to PFOS.

He believes that the 1-H and 2-H perfluoro amides are interesting as they maybesubject to
metabolic attack, however these amides shoud be analytical distinct from the
Perfluorinated species on down the line, and would not amount to a foreseeable toxic
‘concentration and therefore would be acceptable if no other substitute can be prepared.Andrew is sil thinking about whether the (CgF 17802)2NH will have a negative impact on
the study.
Please give me a call at 6-055 1 you have any questions conceming our unalyses or if can
provide additional information.
Fred L. DeRoos
CcATC

10
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LaboratoryReport
Analytical Report of Data for

PFOSA Pharmacokinetic Study in Rats
(Sera and Liver)

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

Testing Laboratory
3M Environmental Technology & Safety Services

3M Environmental Laboratory
Fluorine Analytical Chemistry Team (FACT)

236-09
935 Bush Avenue,
St Paul, MN 55106

Laboratory Contact
Kris Hansen, Ph.D,

Bldg 23-09
P.O Box 3331

St Paul, MN 55133-3331
Phone’ (651)778-6018
FAX: (651) 778-6176

S————————————————————————————
Requester

Andrew Seacat and Deanna Luebker
3M Company.

Toxicology Services
2202602

St Paul, MN

Tors
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1 Introduction a
hisstudywasdesignedto preliminarily assess he adsorption andmeibolism bytheSpragueDavey at oftheperluorcocanesifony]amide(PFOSA, GiFysSONH,CAS ¥31506:32.8) Tetanimalsweredosedbyonlgavage with Smg ofPROSAsuspended i 2% TWEEN 0; control animalsweregiven2% TWEEN80 ithnoPFOSA. Subsets ofthe dosed groupand theconrolgroupwere sacrificedoncy1, day 4, andday29postose. Sera and vercollec fromth saciidarial wer ent 0the Environ Labandanalyzedqanttaiely fo prfloroocane sulfonate (PFOS, CF,SO,CAS # 2795.39-3, FFOSA, andperluoroactancse (POAA, GFsCOF, CAS #2991517)

POSand PROSAwredetected in he vrs of al doodanimals. PFOSlevels were highestin the dayup,but even erfom animalssacrificed 29dayspos:dos weredemi contain igh vesofPOS. PFOSA level in he liversof the dos ailswere highestinthe groupsaciidonday 1;onday29, th averagePFOSAlvlwas approximately 2.5 9 th day 1 levels. POAAwasotdtetedahve{ne limitofqarithe versof dosedails
Asinthe verexacs, ser xtc olocted 4 days ostdos vided he HighestPROS levels. SerumPROSAleesdecrease fom day 110 day 4 oday 2;onday 29, se from fourout of ve anal didmckcontainPFOSA shove thei of detection. POAAvasdetectedinthe ser of nama colloid on cay |andday 4.Scregscisof he dos aerasuggest hat small amountofPOAAwas presen inthePROSAdosing souton.
PROSAB, (CoySOD:NH, asdetectedinthe iver ofdosdails. Thisnyt wasalsopresetinhsolution usd10 dos the animals. No vestigationsof PFOSABinthsr were condued

“Thesolnusd10 dose thetsanima wasalyzed to confirm he theoretical dose levelsThePFOSA.concentrationin he TWEEN80 solutionwasdeterminedto be 1330-+/-400 gil. PFOSandPOAAwerealsoidentifiedin th dose soon.Th concentrationofPOSwasct to beapproximately 18.5g/mL; POAAleesar ppeovinaied at 2.5pgimL. PROSandPOAAdatawerecollected rom a singleanalysisand shoudbeconsidered 0beofseeingquayonly. Amore thoroughcharacterizationof hematerial used 0dose heaniawas requested by 3M Toxicologyandwsconduc by FedDrosprio10nitionfthesud. Results of thismorecomprehensive characenzaion ars avaiablefomth.restos.
Allbough rigorousquay controlmeasures and 3M Environmental Laborstory SindardOperingProcedures were follow,Ueacquisitionoftisaawasnot necessary collectedsccordin oapplicableGoodLaboratoryPractices.Neithertedosemaeralnor he analyticalsandardsweregiven cenuficate ofanalysis dose materialwascharacirized byNMRandLCM anthearyasndards werecharcirizadbyNMR. Thedata preenidhresnosua fo isbuton 0a goverment agencyindefenseof product sabi orsft.This datithe ighet alydaavabl a is Ge.

2 Sample Receipt iE

On 10499, 10499, nd 11199DeannaLuke from 3M ToxicologyServices hiped a ine,fce,iver, and se, sample 10the FACT group nthe 3M Envioumenal Laboratory smplswee receivedfrozenondry ce an were storedat -20°C.

3 Holding Times i hE

“Thereisno holding time criteria associated ith hesesamples for L/ESMSMES alysis.

2086
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Methods -AnalyticalandPreparatory ||Le
Analyticalmethods

ETS-8-4.1,Extaction of PotassiumPexuarociansslfnsiorOtherFirochemical CompnndsfromSerum foAnyiUsing HPLCElecopray/MisSpesroreayETS-£60,Exracion of assimPeroraocanenforas or tesFarbenCompounds romLiver forAnalysisUsingHPLC-ElecrosprayMeas SpecrometyETS-6:51,Analysis ofPotassiumPesuoroocuncslforateorOthe Faxochermicalsin SerumExcUsing HPLCHecrosprayMassSpecomeryETS-8:70,Asis of PotassiumPesucrooctaneuforatc orOtherForeeheicalanLiverExtrasUsing HPLCElecospryasSperone
Sample preparation TPLCESNSYS:ingitocircionAye extracted from samplemati wihion pain agen crabuty ammonium drogensiltTBA) inapi controlledenvironment. Thecationic reagentslcively args onicDoreepeicsOnce theanonTBApii formed, he analy is rane no3 onpotarg oven (mydrty ete), did,adreconstingdneoorMSals.
HPLCESMSMSInHPLC, an aliquotofexcsnc ndpsdthrougha erephased hroatorpticcolumn Basedon heaint of heanalyteforthe siren phae i he ol eave to idmil pase eaeein for acharacaout of ume. Forcampin Sanisluton PFOSmayle a8 0mimics.Retention inesbetween sandPROSsluonnhanaly extrac fomtseinthis analysisvermaichedothHPLCsytem 0wii 19
FollowingHPLCsparaion,ESMSM provides api and accusemeas for arlyzinga vidansoforpniccompoundsincluding fuorochemicls. Eecrospray, an onanehasqe lpidetectionofmolaions sgenrlyoperated aetlmidtempers Moleculeresoe,and aprayion,charcenisicof the nae, is slce.Thionisbombedwihighenergy‘bse collisionsceisalescandyoneTamsutiue ohpares fon, ahhdacant
For example, fo PFOS (Ci, S05) analysis, on 49 is sledsecharacierisiepimary on.This onis mgmt oath ons uch a 80am (comesponing 0SO, 190ae (C50) Eahot{hesesecondary rsgmens s detectedandcanbeued10 diferente FOS rom thercompu htmighthaethe samecharac 499am pryfon, but diffrent chemical compostions andSecondaryion apertaionpens

4 Analysis 3 | LE
41 Calibration

Quantasonfegetayesi asd nlcaregression anys veg 1)of two xictodancurves bracketing shgroup of samples.Quai ofacharate asd 0reposofanor orspei dag on in heTle pone enon mdeof nS
Amide, exactedmaticalbmion check andar srly very 5-10suisto moniinsimentaldn.Calbrabon checksandardsaecomplan.ifssrament pons win 30% ofheexpected vale

sore
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4.2 Blanks

occinks,wlingvar urgemar,se exci ih exchbch ofspe.Adina, wo mesokrt oo era mdSnoshamemi es
Ee——isSy, kswee compl

43 Surrogates
Terutytoprtaotmcamesilos wed1 5 sumo i tis rasSurogae poneisonions contingsnscale:InshadSp, Gogponsva sepa 1500 orls

4.4 Matrix Spikes
J——mal With onecpio,PROSroversver winbeopalangofF.130% Oot otasp homed6 overs to FOS. ALFEOSAmtsil rvs oespePROS”AsPOAAvasoory isrl 50mt iswi pr.BaoanerG FORA fom srad er bnve si FORAwl‘consideredscreeningqualityonly.
Onemassk vs repre or cach bargesnly he sevetion ty.SperoveorFFOSA was 50% PROSvas 1154a FORA at 131%.

4.5 Laboratory Control Samples.

LaborersCanoSamples vtcompen of isc,
4.6 Sample Related Comments

ermais bratedwit hissywill yda eedponwise regetfrom hespor. ntheceorerryt,nor port il prc.
Doe verisonvascodicilddlotsof dos aintan necsandrcme Topsdlions of he TWEEN 8s lationwrsyfo memboson of PFOGALgeihnva yd ordeeanaionofFOSan POA

5lieSummary nin EE
he icfesdig he srrlyssis alinArcher A. Reusof he vera seprin aso.

PROSand PFOSAweredetectedintheliversofalldosedanimals.PFOSlevelswerehighestintheday 40tndy 2 rpails er detainedto anhvlof POS. SFOSA lok nerereodrnswr get gro coon 1 ono25.0vr FPO.Ssapply 390thdy evel.FON ak ekHasthve he eof adora
sineverxcs,smccscolle 4dygotoeeviencd heigh FOS ls. SeanPROS ev dosed omdey ey 410 2:oy 3. om osotf vs etcontainPROSAsor heiiofdeco.POAAwsdette srosl lc ooday4. Scerin sues fedsclgthtloof FOAA wo rstPROS donoto.

TH—ostheals Nomest bonsof FFOSAB nes weecom
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Thesolution usedtdos hetestanimalswasanalyzed oconfide evesThePFOSAconceaioninheTWEEN 80 solutionwasdeemed be 1330-40 sgl. PROSandPOAAwerealo emi inthedose solution.Theconcenation of POSwasestimatedtobe approimately 18.5 uginLs POA levelsar spprocimsteda 2.5ygAnL POSandPOAAdatawere collie rom singleanysaodshould beconsideredtobe of screening alyony
ER ER ap appJlbhi

No cieumsancescist uringthe present dy hat wouldhaveadverselyatfctdthe qualityor integrityofthe data.Thelowingda quality objectiveswerefollowed duringtesy.
+ Linearity ~Thecomlaion oeficien (2) ofthe sandardcurvewas qual 0or gresier than098 singVsweighting
+ Limi ofdetection definedas 4 theLOG) ~ FFOS isri488ng/mL;PROSinliveris 153 ng 5;PROSAinser is 247ng/mL;PFOSAinves2.1 5
+ Limits of quanitaion defineda thelowestexacted standardsecre 0 within 30% oftheoreticalvale) - PFOSinsea i 9.76ng /mL;PROSin liveris307ng/g, PFOSAinsris 493 ng /mL;PROSA inliveris 1240/8

«Duplication requencyaccepableprecision < 30%
+ Spike roquencyacopable eoveries ~ 70% to 130% PFOSrecoverywas66 %for asinglematrixspikeinlver (ssSecon.4)
+ Use of confirmatory methods no confirmatorymethodswee sed
+ Demonstuionospecificity ~ specifiy wasdemonstratedbychromstographiceetion timeandmassspectral haracierzationof singleproduc ion
Given theparameterslsdabove, andassuringspike recoveries form asuitable nication of endogenosanalyte recovery, ditaare qamtiaive101+ 30% ThevalidityofUi asoumption asnotbeen vege byabertechies

7 Attachments CHEE

+ AtachmentA: Tableofresult of seaanalysis+ AtachmentB Tableof ress of iveranalysis+ AtachmentC:Sample receipt
« AtachmentD: Screeningresulsofdoseverification« AtachmentE: Extraction nd analyticaldata

sors

000517



EE
£ 12Batlle

it HB 12/06, 2a
‘KrisHansen,Ph.D,,PrincipalAnalyticalImvestigator Date

.
000518



LaboratoryReport

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

AtachmentA
‘Tableof Results - Sera Analysis
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LaboratoryReport
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

er—————————————————

tachment B
‘TableofResults - Liver Analysis
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LaboratoryReport

Analytical Report of Data for
PFOSA Pharmacokinetic Study in Rats
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LB REQUEST No. 2814 CONTRACT LABS):
REQUESTOR NAME DEANNA LUESKER EXF COMP DATE: 12/30/1990
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PROJECT NO: 0010505000 PROJECT LEAD: KJ HANSEN
DATE RECEIVED: 10/08/1998 PHONE NO: 631-778-6018
DSc: ROSA PK STUDY IN RATS TOX-145 ah FAX No: 651-776-8176
220-26-02,7-1374
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To Kari. Rambo/US Corporate M/US@AM CorporateCoanA. BagGoer)SGMCopa5s A. Caran’ US Carporates /US@M Corporate
Kris J. Hansen/US-Corporate/3M/US@3M.Corporate-Sbjct: TOK145 SAMPLES RECEIVED

10/6/59 we received 10 Liver, 10 Sra, 20 Faces and 20 Urine Samplesfo days 1 42 from
3M TOXICOLOGY. FACT- TOX -145. LAB REQUEST# W2814. PFOSA PK Study in Rats.T7185) Samples recamed asin oyon snd nav Boe sored in roms F16Goniod
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PFOSA PK STUDY IN RATS
ToX145  LREW2SIA
DAY1DATE 10/5/99 Gen.MALEPOSTDOSE

URINEID¥  FECESID¥ LIVERID# SERAID¥
OR03240  OROJ240  SROS20  9R03230
SRO!  ORON41  SRU23  ORO32M
ORON2  ORON2  SRO3232  ORO3232
ORO263 ORO SRO R032
R04 ORO2e4 ORO R032
OROI2S5  ORO2S5  OR0345  OROS24S
OROI2S5  OROS6  ORO346  OR0324E
ROIZS7  OROST  ORO347  ORO324T
ROSS ROSS  OR0348  OR03248
SROIS9  OROS0  ORO33  9RO3240

DAY2DATE 10/6/99 GenMALE POSTDOSE

URINEID¥ FECES ID
9R03240  ORO3240
oRO3241  RO3241
R042 R022
SRO263  SR03243
SRO24  SROG244 :
ROSS ORO3255
ROSS SRO32%6
SROI2S7  SRO3ZST
ROSS ORO32S8
ROS) ORO32S0
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TOK 145 SAMPLES RECENED

- Barbara A. Gramenz
7 10/11/99 11:54 AM .

crassfy
[—

To: Kari J. Rambo/US Corporate/3M/US@3M CorporateGrant&, Paul/USCorporate) M/USGIM.CorporateLica A Clamen/US.Carparate/SM/US@3M CorporateKr J. Hansen/US.Corporate)3M/US@3M Corporate«Sibject: TOX145 cays 384 SAMPLES RECENED
On 10/8/99 we received 10 Liver, 10 Sea, 20 Feces and 20 Urine Samples for day3 10/7/99&day& 10/8/95 rom 3M TOXICOLOGY. FACT. TOX 145. LAB REQUEST#WoL. PFOSA PRStudy in Rats (17132.2). Samples received frozen on dry ice and have been stored in FreeserFEA 20m 100.

aa

Samp VeOiRE tomar, _

printed 10/11/99 (om Restricted) “page
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PROSAPK STUDY INRATSfui
DAY3 DATE 107/35 Gen. MALE POST DOSE
URNEID® Feces D8
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Ross aos
srs oRose
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sRoszse  smoazss
Rms smose

DAY4DATE 10699 GenMALEPOSTDOSE
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SRM SROs ORO ORO3Z0
SRuss  SROSS oO) SRO3ZSO
Ross Rowse oRowst  sRosest
sous Rows sows smo
Russ cross omoanss
R025 9R0325 SRO (DIR0ILS

THERE ARE TWO QRO3SY SERA SAMPLES
ORE SHewd BE ARO3253 BUT DONT Kio) LOHICHCRE Be tofu.
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PROSA PK STUDY IN RATSTOx1s | LREWasIa
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URNEIDW  FECESID# LVERD# SERAIDHROD SOMO ROS ORO32S6SRS sRowet  omokss  sRoszieSR oROez ROT shots?SRO: oRONZ4d GRO  GR0S2%8comes omnes  omowss  omosse -ROSS SROs ROS) RosSROSS  omoazss  oRoist  onoszstSROs? moar oRowsz  oRoss2RRs smoazsh  oRo3zs3
ROS) SRG 9ROIZS (IRISH

THERE ARE TWO QRO3ISY SERA SAMPLES
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To. Kar Rambo/usCaparaeSW/US@3MCorpor
GrantA. Paul/US-Corporate/3M/US@3MCorporate
Lisa A. Clemen/US-Corporate/3M/US@3M.-CorporateSaoa oe cos«Sc: T0x145 doy 29 SAMPLES RecENED
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PFOSA PK STUDY IN RATS

Tox LREwW2s1a

DAY 29 DATE 11/2/09 GenMALE POSTDOSE
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903257 GRO3ZET
9R03268 R028
ROS ORO3250

000533



| htm 00305 [Pompe Luci ]

FnTmeges ee URES
csTs Mame|

y omen
(fr oti wn [aaa][ |

Rosemanof foes HPHE————
i 1 aA| 1

i ——En— HEE]
|I 1] foe

be HHbr
ree
bl———1TTHtTr]

§—f——+—+—+—+——+—1|
 : ————— ——
C1 TT 1 1Le 1|



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 ResultsofDose Verification
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Kris J. Hansen &

&Terme
Ta mons p—Teo ——

To: Andrew Seacat/US-Corporate/3M/US@3M-Corporate
Deanna J. Luebker/US-Corporate/3M/US@3M-Corporate

ce: Lisa A. Clemen/US-Corporate/3M/US@3M-CorporateSibiocs TOX145: PFOSA PK. Goss Vecaton
Hi Andrew and Doan:
We have completed our saan of the PFOSA dose in TWEEN. Error bar ae about +/-30%.PFOSA was detained i plats and PROS and POAA fr a incl anil. losiy thisdatas scroaing Quoly and f his dota poses any lor Questions about th hterprataton of heoncdae ws may nod mors data pots fo he PROS and POA. However, | check for thrasan of ths POAA on tw Gant moma.
Ai. in ae of your voice mls, Andrew, ou mation concen about photolysis of PFOSA toPROS." Alof the data tht vs 40am ncates tha threa bs photoes of FFOSA to POAA [notVetied yey, bu iar is no swidancs of PEOSA photos 16 PROS. Since th photolyalCxpermants war Concuctd under wiy araous ondiions: | an hk vo pave ue 0 WoySoot wih You sale (at 005 Pt Tor a fow doen year:
In ween so:
PROSA  120.26%of expected dose of 1000 sgn. > 1330 sgimt aerecovery 130%
PROS 1 188% of expectad dosn of 104ml. > 18.8 ugiml sheTory 118%Ronn -> 28mm sivecovery 121%

Lot me know you have questions.
in
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Torres vasa pu
a0 Modo De. Toss SonsSveCrSoySnvanTae bereTo Gh

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 solion
kis,
sw were discussing in our ast Friday's meetingwe woud ike to have the PFOSA dosingsolution checked for PFOSA concentation, and for FOS and PFOA, which may under cartaconditions aise from photolysis. We ef th dosing sotton wih you. | understand thee s 5problam wih th Teen 80 concanratan being 10 igh fo alow suficant dition fr snoyes ofSome PROS concentrations. Gn that the staring morerol hs approwmately 13% PFOS ni coudthe dosing solution sample be analysed to. ses If hers 1 Signicanty more BFS in there? If notpossible, then perhaps we Could ask Fred Deroos 1 anaiyes he desing soon?
The dosing souton was prepared as follows:
Stock PFOSA i scetons was mad up a 53mg PFOSAD.52 ml. acetone = 100 maim
This was diluted nto 51.48 mi of 2% Tween 80 t acheive the dosing solutionFinal concentration of PFOSA. = 11mm
Final cone of acetone = 1%
Final cons Tween 80 = “2%

Thanks,
Aviron
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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

[Fler T% Recovery of Dose|RecoveryofDoseamt(ppb)|10259013 T3264 265.27]
10200014 134.31 268.62)
10209017 13283 265.65)

[Mean 133.26] 266.51]
Standard Dev. 0917 1.83]
%RSD 0.688 0.688

expected 290 re
Ve covereh 2S ere

PPosh =» 3 anf
Comedic spihe
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#FOSA dosing sation

TP Andrew soncat“+ ores 03:53 pM
2M Medica op. Tosicogy Soriesect bh Soi PoSo Cont 22026.03Sa, i184Toes sreeFo loan 703.1778

To: Kris J. Hansen/US-Corporate/3M/US@3M-Corporate
ce: Fred L. DeRoos/US-Corporate/3M/US@3M-Corporate

Deanna J. Luebker/US-Corporate/3M/US@3M-CorporateSue Chang/US-Corporate/M/US@3M-CorporateSubject: PFOSA dosing solution
Kis,
AS Wwe were discussing in ou lst Friday's meeting,we would ke to have the PFOSA dosingsolution checked for PFOSA concentretion, and for PFOS and PFOA, which may under cartaconditions aise from photolysis. We left the dosing solution with you. | understand thare 1s 3problem with the Tween 80 concentraton being too high to allow Sufficient ition fo analysis ofsome PROS concentrations. Given that the starting material has approxmately 1% PFOS in x souldthe dosing solution sample be analysed to ses if there is sgniicantly more PFOS in there? If motpossible, then perhaps we could ask Fred Deroos to analyze the dosing solution?
The dosing salution was prepared s follows:Stock PFOSA in acetone was made up at 52mg PFOSAI0.52 mi. acetone = 100 mg/mL.
This was diluted nto 51.48 mi of 2% Tween 80 to acheive the dosing solution:Final concentration of PFOSA = 1mg/mlFinal cone of acetone = 1%Final conc Tween 80 = “2%

Thanks,
Andrews

fmglnle = fo00 - /s06 Rostcone.gle loospa, bp r=

I) + opp = lg =Fos conc.

rosa} [res]
Gute xlo00 “Grt) xSypbe ton =| Zopptje /000 ppm. (OppoDee Toop ey 7t or

PMS [00 ppn x 0.03SmL rece = toooppl 5 olen2m 0. 00s =rr a Tm lem ad

NK, DE wolst \¢
printed 11/04/98 OM Rosine) A 25m oop+ page §

WO som = 00%2
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[Compound 1 name: POAA (Chi)Colantor Booman 38712(Catoraion curve: 10.0347 x + 5.23213
{Response type: External Std, Area |(Curia type: Linear, Oign: Exclude, Weighting: x, Axs rans: None
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[Compound 2 name: PFOS (Cha) : !
[Soettciont ‘of Determination: 0.996935 |(Calibration cune: 86.0577 +x + 66.0828[Response type: Exormal Sd, Area
(Curve type: Linear, Origin: Exclude, Weighting: 1x, Axis trans: None. |
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[Compound 3 name: PFOSA (Ch3) 1
[Coefficient of Determination: 0.997261 §(Caran curve: 272.185 x + 203.159
[Response type: External Std, Area[Curve ype: Linear, Orig: Exclude, Weighting: 1s, Axs trans: None
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Extraction Worksheet ETS-86.0
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Extraction Worksheet ET5-8-4.1

Epes arog Sa| FCW | FCW | FCW |Cammerts[Vered8
MatoLl co [Ropex. pom(aprox ppm approx. som [appro50 pom

Jeox s_ss [Actual pom [ack pom [actual pom factual ppm
whoa i Jessi (eBuckeyrdfoaauwy [sasces33

GatSpecnan |v gst ye hae
EoFS asp | sw sa fT

ot Sonngeri sw]
[RESTO RgOB-TvaTz|sw. [1]
[RESTO Semper] sw|~—11
[eSTorospiat |sw[we [TTT
[RESTO toppbtiaTz | sw. ow|[1
[ReStomoTspebiat | sw|.[Fa [TT  —]
[ReSToreo-sopporiat | sw| ~  vew[TT]
[RESTO toopgb-ia1Z | sw mw [11 |
[ESTOSZopobiat | sw sw TT |
[ReStoTeD-Sooppbiat | sw [Tew[11
[ReSTorseTSoppb-iiat | sw[~~wa [—T—]
[ReStore-Tooopeb-iaiz| sw| [ww[fT 1
[PROMDyConv|sw
[sROSzSMO Comal sw 1
[SRORzMOy Combi swt {|
[SROGZMOy Comal swpTTT aga,
[SROSZBMOy Comal |we]
oom oa 1]

[SRORaeMOy Sngka su]
[SROszerm By Smoke swpT
[SROzzeBMOySoka sw
[SRO2zeBMOySmoke Sw 1]
[GROzZISM OyaComo sw[|11
[SROSZ38M OyaCoral sw|
[SRO Oy Comal swt
[smo OaGogol sw 11 1oT]

osextsSeeee]
[Postewar piewispcpratsSomos PETSVamos—
[PeeteTmol0SMTORSIOprego as SeeR Cp pee
A— ow ———— 2
Er —— rT ————
[Centruge 20:8mr Came enaag]

EE ———————"1
[PutonNirogenEvaporator gymess—— TemperatureHommes wn |
[Ra meaner VomeTo Tengiz Tg, [Tn
formes TA
[Fier ving »SecG5syngewih30%omfer isnsvcmargter val 07[pTiglaqCa arkaneir

Toova-an wre fram tant ral Sum F0G@[TT vehi
The adsare honk « mip ese

Ersar FormComplain101299 Ora Atachment A ExtacionofPROSfromSerum VertesoyJUL 10]14 ad

000560



Extraction Worksheet ETS.8-4.1

(ToveSFC FCF Caan veea Syme Sa em roa om |00x03] socom |senSopaoc a en om aca a oman omfoci mf : i:
iiss| gga |PH [ett L

[SROSZIMDyaCovel |~ we| ge
[SRO3ZSOMOyaSmohg | swt |TL
[Roa mOyesmoRo|SutTT
[oRo3zsaMOyasmokg|sur|
[RO32ZMOyasmghg | suc|[TT
[Roazsamoyasmohg1Sut 1 1 1 TTT

te ee es eit |Ti mr
ZrTT

PSSOSNASS
rr=TTT
rrrA TTT
ee ee te LT]
ee otloi Yrymemr]
rrTTTTT

 ————SO WS SYSU——Sui — _—
[eeem—r—————ee |

eeeeTT
TTT
rrrrr

|I NSSO T—STSS". S—
eeTr
A
ei ee[eerie {remem | eee {ee emm—Soe freee]
HZee ET
PP Ieee eeee i]
PVTeed]
er ere pr——ae terme erate pryen]
et11 11

[BlankRobb t Seco SWEddceade  emonnt 0a [1

Wenexi88ec agen TT
[Pipete Mat_spiewih Sppropratesurogateor FCM Voume_Z0m—— 1 1]
[PipetteTmiofOSMTBApHTO pH Lo leSO®Jig TT

[DispenseSmiofmethybtbubyTether TNARide TT
[Shake20min _____ — Shakerspeed Zoo 1 I

ante 11
|Addmethanol"VoumeTw_——TNAgel 111
\Wortex30sec—————— 1
[Fifer ving 3 3c 5-0 synngewit a 0.2umther mioanswosamplerval | ~—]Esa a es

Ensen fom Compton10125 oat Aracament A Cxvactin FOSfomSom vesaerJLLofft

000561



Sample WeighsVolumes

ros rn StyemerTox15Kom Se8 ne: moESEem —rm a1 AiTe, Hox ota nm

one vy Comer atm Rynas Conor 1Rer284Dy1 Con! Ioroszsinoy Come I
pramsmgts 1ovens mgte rrr
Ln ————rary smere I I 7]Te——— II I — ——Cr————————EeokoCoorl

fRommeysons |]RosnyCote rr rr
|[9R03251M.Dy4,mg/kg.

pro;siepyismgts [||
prasssempyesegs [|
provssaomsmns | LL J
ep —TT
——eepe TR|

tr——__—m—

p—

Ee, we ange[1

000562



——
on oeSted Coven Ft

>
ig Ses

ETETEEEECE 1

(ETE=

CRETETm] owI 0 0 3

CETETT E8 em ge woCETETETETETEIR~~

i. samp0)

000563



DILUTIONS SUMMARY SHEET

DinDuan, MC,03139fr Eicon bavi SE 08955.Bout: 99306 MatraTimepoiat RatSeraDays 184

[eerreeor rr Tee Tern

frase sora Joo | | ge
fresno mga oo|
prose sopraJoo | | |TT
Prose smgaeoo|
Prowse asmpreJoo|
pronssonssmpty fou| |FTTT
froinasm Joo| | TT
fronseneom smprdoe| |
frossemomusendon| | TV
ft

tT1 Icl

[rrTT
——[— rTTT
4TT

1 1 © rT 1
3 f— 1 | 1 1
2 LL |TTT ——"12 oO NORiypr
2 Fam Compton

veces SHL_0/f7



Extariion Worksheet ETS.8:6.0 OG Kobo= 1/05/55
Say F727 775 swe Sa FCT FCW FEV Comers Vered 57
owe: ZZ2F 27 [roo som |s1ox som, rece&sam| apps 30pm[Box #56 ZL |cumlospom [scual pom scual pom scant pom
a—[Sepiesty|: opusBodie4-H2p)

Gaespredinas suc oles iloLrchiatl||||
Bimag meow=r|" soui prTE 7
Co eeeTsou |2

esr sow zou 1 ZTFT
meer Tsou su ZF 1]

CwT5600 ww [pg 7 TTT1
Clem Tsou mw 7 7 17

mower Sou wwLr Tp Tf]
wrT5001— Awa[A TTT]

ewer fou 7° wu[7
wow |sou [7°[wa[ZTTT]

[moet[Sow7 ww
— 1
K——rrprp
——rrr
~~

~~rr
~~rrr

7
~— ——H7
re rT
1rr ~~

rr1
1Tp]
FoiTTor So Jhoriris  wemelempdgmTT

NowceSee—— Jah gev 1]

[BspenseEmolmemo rarer TxTPIT
[etomn—— Swe gggTT

EE———————
[FutonNivogenEvapormorioioness Temper Memlame fr T_T]
[merasepw oALg eTTT

oTTe —Z— |“Cont Cal Varfcatonsused ame mas 33 To 2 ure

e1s850 FomCapleton101299 Ora Arachment A Zarscionof FOS rom Ler Veritd8ySeu 10/25/11

0080565



fu 1h EEE oman
ede Sa ——

ERE = atria

SHEEEeEE

EEEEE [==[5 od

pm He mene Tem

mmm—— itTEE mn se ae

Ce TeTe TT8Ta ie

SH ast

{e556



Extraction Worksheet ETS-8-4.1

Sa ET Frogs S| FCW FH | FCT VeraIatne_Z S227 [Roman bom [36610605pom]aporos om | approx0pomlore 7 2c es son focal pomlacia” son al” pom
[war 7 le 260 7021.=Boat 40.3|vBevo | Po-sEy aRistzzagmom -T| “sou gn an

seem sou— 4—A
sm Tsou 1Ww TT]

[Te soo me 4 TVTTT]
mer 500 gp sup
Ce sooTf ew TTT1]
Tee,Tsou 1{Tu 3 TTT]

mmo [sow 0 Ta sdTT]
se sosTT ou 1]

[mmr soo 1TwaTJTT |
rr
rr

1
rr
ry1
TS
ree11]

rr~—T
rr ~ -rg
rr 11]
etTL}|Eo TIFSo — Sor ZodZig senza ————1—]aE fanedFEgaT  owtmms
EE eeeeemeekEAESE oemfee]

[Pigon ars.Soewr popes orogae  FC Vou emf TT]

[Pot on NivogenEvaporator to ayness TemperateHamTams JT
(Rasmenans Vote Lan TNR_277y ois—pmrTT]
Worersomee———
(Flrusing + Sec B0syswis02i Trrensvemsrgerv |]Cont Ca Vacations usedsams mais 3&2 Eve

Ersas Form Completion101129 Ora Aschment A fon of PES ram Serum VentedBysax. 1o/as/sT

000557



WE” ga holo me

Coe x vim  130 1 ral ot tot

Errreren — Srstrmreli:

Co TETETETETETEImi,

ees Steels

200568



vrdues: rif49 smTogs

SE Terns i
Target abyss Pas[Poaq.

EeEEEmme

_— Zemee
Madris ks§ Semnles see spind wh ZT5TH

pk wad [2Eud otbl, pr io Ae Smale

- a.
-

000569



ren [ilEr Sr
Se ae dos <Hh-2h]

2eapersdtoranaly. Dilaliins were dome 12 nt 75
|Zhasa, and Porn lnts fe range of £/ksona 4 sls 5

Kae ages foctn. (asecdid sts HeimatiuluectTa followin dififon-
—_—d

—Poe/PeAs 000

Emme

+ 0004 -

Ta Z =
en m

71 Vile ins[opt of 00 phon dlikelto Jonette —

Tis Dove pay Corvecbed bee<0/00!spies

—[Zasnpdlm—, 4

ae moize EmporEsrcionti is Peto

000570



Sample Extraction Shee
rasan i ym arts
Sim re er

Bln

IFogh Gia of Le Sato und] 2%
pupacad fic fanal SIDfds sd ie onde Tras Prey 7
dls Fo cone IEToEijms but do shor4leitglam at =

Yn
pp
aRESA pe_

Elan: EE] ,A——Ta —F

ee

ep—eee

3

000571



Extraction Worksheet ETS.8.4.1

TE reg STFC Trew eTamaran Romo 0055 s510<0. 9m] 5x350m | apres 0pmaan iho po (octpo oc so [rs cpm
\otiDay Oay20 pre ab alrvCoSoeumnann |i 11704) | > sas[EmsamJSUTaltfroma ueoT sis surr ——rr ————————fmsromaomams Tsufev senate——T—$wTT}—][ommre su ow —[inom mae —su ToweT—— TS —————
rr————— —TT ——————i——TT EE—=—I—————.Tw———oefms mans —su pa —[remmoona Tsu][rosemoonss Tsu —{|[rommeionn su {|Co——TT ————————[rememTsu]Prominas sweeeTTe —————————ProsmemarsonnTsu]romney su

[Blank RabbiSes—— Siowapy3-Gy_ smewieibm ————— |

[Fomexi650 |
[PipetteMain spikewihappropriatesurrogateorFCM Vowme LO —m—— |L ][PosteTTor0SMTBA p10 pre Tire SePRET
[Fost Zim oT025 Na,COJ0ZSMRaHCD, buter— Sa30A0Eg = DTT]
[Qispense 3molmethyit bubTether TWA JpTTT]

[RemoveS4malauatoroganc ayer 1[PotonNirogenEvaporatorto dryness————TempersHammTame]5]
[Addmethanol VolumeTO TRAPET]
vonex30sec___————
[Feros Ser gesTomfrsm]Cor Ca ean SomeRE BoSE
FIT The MSIMSDandascites sa Hanks wer ken omcol otea TCROLGIA “50 ww foPH2 ABO Si1 3 stern fier adn, mech Ta samp vad aot completelyShe ae ERRR me eesei

ersest Fam Gompisin10125 ort vacnment» Extacion 1 PEOS omSerum Varies oy gis

noos72



Pres Osea: 110390 } StudyNumber: TOXS

fren. ET me etnaEm EC

i)aa po 1

| EEEEEE oC
Cc amas —

I = A LE

HEHEHE .

cei

ji wn | ws us IE]

EEE

LSSa Emmy THC
[== 5xTer[a [=e 2) -
IN ++
sents aman sic oan srs

(ETETEETER ie
CeToTETaea

J
» fu he ol,J

000573



DILUTIONS SUMMARY SHEET

BELTON am ciil pramSel iel
[re rrr

ET PO os drifronscsnprpon | 0
fronssmppgomn|ovo | | ||]
fresstsmrgonn| 00| ||
prossssmpgomn| 0| [| ||— F111

TT=1 Tt
1 = Tt

Tee11
Tw
=TTT
rTJr Trt
TTT]
TT

. TTTTr TT]
TT

(— rrrr
3 bl1]
q error Tv | J

mee (1



Orewa id-2hy15fn
Extraction Worksheet ET5.8:6.0

Olenr-ns fosSoIEE ewe ST [Row row eStsBate [oro gpm 3990805 5m] ern som |seme Soomfons ck om (sc soo som on 22womom BE [aS Te me See SeSo
Jn sslefelils li e-la|fbt]Riza Covi] 7

PZ ee —sou gr euWaiagrome sou —~1 ———Evers[sow ——1——A———/1 legsisTsou—1—qu—1——AJumee soa —ew——— +]meresauEsmeT—souT—aouTFEmerTsouou]meres souAo]som Tsou roumma soa ———meer souboet[Some mrssowg ed aSpe 89 Uasoresrae]a
 —rr—FV=—r—1—t1rr]- rr et1=mrr1

etESA ———(—rfesEE————

feeTPT]raeMatos SpeSFShproprale surogate0 FCSVoltme 7gito[PeeteTTGTOSWTBRp10pre SaSgrmere
spares oTmen anTser Tr_F3gp pe]EE ———— eS————

7.E57 NS |amore8TTaTGUS ST organicByer fou[PonMiogen Evaporator to dynes Tomperstire RaaTag] {eee(Edmeans VolumeJT77Feepe
(eran 35eeB0 synewin 302umfer ioanswamplerva]Con Co Verhaton oe Same mtao

ersaso Fam Gompen101289010 Atscrment a Exvactono FOS fam ie VerteLL fos

000575



Corp Fatrios
Sample Weights Volumes

J pr
Smt han,ha ie Poarsamar abr:MQ WaterMie, aitRr... Sie

er |e]Tees]
mmaos For—— ZL[sonanmsston{gy[aw][oinmmee12/0 ta omsmmmimasG50 ea]

7meee [deol| 2

tr1 rrEE I — —I— ——11 =I—EO 17 5e—osfr|=rctEYES —rrrra—— EE— —— : 1 =
Sr

[oe
ReviewOne [— “Veethteuff

cNOs7E



Prvpnrt wily

sen phi ining
tan mayMeow
a

Enmay om
roea an Sr

et pt reshc. oT

aa iysom mots 30 ww iii =

I3 |
BEE MN otvee 310 io nating=~

LeToeT3313

woidd by
[— { ar fed

000577



DILUTIONS SUMMARY SHEET
Study: TOX.145 ‘SohentTN Naber: MeOH TA. 3381,Dion DteAnsbt: SAL 11999 Exiracion Datoanays RWW 1149Bor n99211 MateaTimepoit: atLivtDsy 29, Grp6
rofee

fromssatonmsegy[ot00|————F—F—t>1pli op]

brossmmasesns|| A

11rf
T=

rrrrr

rrr—]

gH
rar
re]Irrr

I=rEE EN I SE EE I —2 — =SS EEI ——3S =a FrrT
a fe— tt1

000rdsUsing 102] Sompliand AGT JatHT
FormCompletion,



FACT: DATAREVIEW SUMMARY FORM ~~ 7%/oy p 1iz
- . 3 DataReview Sign-0r |

itorDunn Tes Nae ue is fy
MeTswye Bol

Techn Revnes Elson Dy Hd. pol elf sr Vn SE flog
Seip QuayAmareReinNoeSeayAnisOuch tials any ner 1AC. 10]21]%9
eet Sup orm Comms ato:

o
or. _Zutn (cn® ew iti le

Tae|SR7 hoe EncinBacc_i >
ks aa MaiBasi a
a Eppecg

Janae: is cones ® te ach blade belly He did
\coeptableLinearRange: 2pl. 2 Wd Sengle Hoy of Hestple had
0022p sence fdr bt | Ligh arm coulle and eel outer

[ozoede  wsw Bask fosHanLow tecineofguuddedin isletoun cose 02 Zig fon t= Oz Fuplad Sel pails
I be| treedp omtle cond enerroses Dhders soda Sc dig grind, tonion ay
a? turdolhlful ot

copa igs £51k> 3p -loo Cavin od gon | BAASoot sipuificant, "
beomy eve os a127 Quando ntactsucsute3\otd

ninote 21 al = Ih piguesd oc4d nesusa focsicanalogn)
Blo, toratopne undiluted Qivesnok ue "loess 4 oh whi foc@8A__Kn Gloolas

i

000579



FACT: DATA REVIEW SUMMARY FORM Zo< ff, 1.1,
p : DataReviewSign-Ofr“ >.N——-

*AnalystReview
Duwi gms NewDwe_Zmenff
eactswys: Taw

TearMai: Blow 1dod Tile Neeru gu ogy 1a) club
Seeie pe Quiiyhmmoaieertom _sep niin
Duis fpf doy emetcllutd
met aan Come dutcrtons

D Til Hi pranks lokezwp® ;- - Losishod Mpls fol-- 5
hoo sn omar_ | 22
SE ee

Ox__w ——

Data Status =

os:
cpl Lio Rage:
og ExtractedBip - Vi
[2 Marx,e— 3,
Shion Checks: (as 1
re KY

Joesae

Ecutps
MaeBak _

eugh crc

ble —_—
|

I

000580



Suit comentpuma SS

ws Wok burgh one abe od wd. oo
1o/a)gg

000581 -



- —

name

EE SHINEE EE OEE GE OBER OBI (Lee
Bie SEE se on. Somes ena vm im HE i Aube

LE EEeenuae EOE ean

000582



E—————

mom

PE EEMREERE am mE hd

000583



EE
py UC 1o/aifeq

BEST COPY AVAILABLE

000584



(Garou mr FORA (1)Fens ear 13 08Roosi Ero3, AvaCoe
os .

| .

|

i
x
3

ason .

ve

|

|

Ne——————00 01 02 03 04 05 06 07. 08 09 Eros

000585



pound 2 name: PROS (CHa)
ficient of Determination: 0.988440

alibration curve: 22.5689 * x + 138.989
[Response type: External Sid, Area
ure type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: Noe
222

dn bet
*

¥

I

J

1

erGor00 2000 4000. 6000. 800.

000586



[ompaand rare: OSA GH)CoahaonioBourminaan:sogse24Catancu: 00371 810011Batson oearai AreaCorer Coat, Org:Sho, Weighing s,As ran:None
1s

Respons
J

|

err
00 2000 4000 6000 8000 Some

000587



eeEreBene a etearr
. .

! x

| .
' §
| ¥

. | 1
| :
1

1rapa!

|

VoST SOT ATYS ST 2 Sr

,

000588



: BEST COPY AVAILABLE

——— ot

EH am Sop cium aclilen

000589



DED LUNY AVAILADLE

from ow BEST COPY AvaiLagLg

000590



BEST COPY AVAILABLE

= fe 2 2A, Sup its gas fuler

000591



BES| CUPY AVAILABLE

—__——— en Spears meds

000592



27955

: ‘SOUP 020199: FACT Equipment
Log 99092 PAGE 11Quo,Kae

DATE_10/19/99

ANALYST.STUDYNUMBER.TOXL45 MATRIX. DESCRIPTIONDaysL
FACTMethod: ETS:8:5.1

neonvolume: 10uL Cyclede10min, ElcwodeZone
MobicPhe waomMMCHC  GMen

\ TNAmidmobe (0)RSIOM| GINAwhi Prodae) WGPomh GLE
Epis wom ome
Sorcumomiens? Bo N Over.

GurdonNoe
Parsuaber. Lot mein

Auiytclcoum:Keys Bea
Sue2200m TREC Spheresie:um
Partnumber 0557012 LotmmberBIEL SelaberQs214062

Anitaprsters:
Dringgs(UN)250__ ESTebliinggs(ALLL ShethgusLB

i LCFlowrie0d, Back res:G5bac

HPLCsolventgrades;10min10.95
Toewsnow— Jeg
me we
nag ase
oe me
asm we

000593



BEST COPY AVAILABLE

079%

ning Method Report . rae 1
Methods [I ——
srinsaa ue oct 18 13040103 199

FRRi I
ira: 55](0
Ea figeie 3
58

| Hee Rte BY=
se I

|I Eh (8
RR Ls

some xs) ser nam a see na
capillary 300 3.0 x resolution 100an Wk io rasetucion iSactor FO en ofan 32 in meray mam osfe $5 1m Lona 0s[restored EE tipier bo

f— nsx a [.
1 rasolusion 10.0Analyser vacuum 50s i Resotucion 0late 1°.Gas cot Jv Son teeny 2Ton arty ramp 8fon 5° ams FiSse Go

000594



os
0%Ee———————

000595



Massiyns-SampleLit Paget
‘Semple st CAMASSLYNouput poSampleDBHO1908.L PagePostion: 1,1)Protec Too Ot 19 16:4236 1698

Flotama FlaText usFie
1 10109012 MeOHBank 10M PEOSPOAPEOSAIS2 101000013Mao Bank 10MIN PFOS PORAPEOSA1S§ 1090014 Mieco bank 10MINPEOSPOA PEOSA1S3 i0iom0rs TOXI4EABSI0199-120Bink SEE 10MINPEOS POA PEOSATS3 I01ROle TOXI4EABSIONGOSeaBlak11SEE IOMINPEOSPORAPFOSAIS8 101308017 TOXIAGATSIONSSSora lank11SEE 10MINPEOSPOAAPOSA187101000018 TOXI4EATSIONND.SordBk SEE 10MIN PFOSPOA PFOSAS3 101300018 TOXIASABOI0NODsop:SEE 10MIN PEOS POA PFOSAS3 101300020 TOXI4sRBSIONGDtopo it, SEE 10MIN PEOS POA PFOSA1S10 101890081 TOKI4SRE101602600m 11. SEE IOUINPFOSFORA PFOSALSI0 101090032TOKISRG101GSsoppn: SEE IOMINPFOSPORNPFOSALS12101000025 TOX14sRBSI0IES100g 11,SEE 10MINPFOS POA PFOSAIS. 13 10199024 TOKISRBS1010828000011. SEE IOMINPEOS PORAPEOSAIS4 13101099035 TOu1dsR0S10106s0000011, SEE I0MINPFOSPORPEOSA1S13 101000028 TOuI4SRBSI0IEE 7800001: SEE 10MINPFOS POA PFOSA 1S16 101990027 TOKI4SRBS10166-1000mme1, SEE TOMINPFOSPOA PFOSAIS17101090038 MeOHBane 10MINPFOSPOA POSA1S18 101000029 TOXIASFTS,022000, Oy,Con 101GBGSEE IOMI-PFOSPOA PFOSAIS19 [01909030 TOXI4SAIS SNORT,DUT. Conv 1ONOBDSEE 1OMIN.PEOSPOARPFOSAIS20 101300001 TOXVUSATS,SROIEAM.Dy.ConkINAROSEE |MISPFOSPORNPFOA.21 101900002 TOXIASATS!SFOS,OY, ConirlINARI SEE IWIN PFOSPORKPFOSALS2 101990000 TOXIUSATS.SROSE3AM,Dl.Convo INIWROSEE |WINPFOSPORKPFOSAS10180000: TONSRG1019sSSompbECV-IT-,SEE TOMI PEOS POA PFOSA1S51101690035 oon dank IOUINPFOSPOR PEOSALS25 101999008 TOXIASATS,SROISEM,Dye,ControlIGIGROSEE  OMINPFOSBORA PEOSA|S.3101990007 TOKIASATS.SROISEM.Od,ControlIGNAROSEE 10MINPFOS.BOARPEOSA|S.ZT 101999030 TOKIASATS,SROJITM,OiGonoIWIARO SEE MIN PFOS.POAPEOSAS.2 101999009 TOKIASATS.SROL3EM,DokCoroIWIWROSEE OMI PFOS. POA PEOSAIS.21010900 TOXIASATS.SROS20M. DY,Conv 101030 SEE 1OMIN-PFOSPOAKPFOSAIS30 10108041 TOXI4E ABS10195-23090CCV-115. SEE IOMINPEOS PORAPEOSALS.31 101o000es Mack Bank IOMINPEOSPORNPFOSAS21010 TOXIUEATSIO00250000NS-11, 101999SEE IOMINPFOSPOAKPFOSAIS3101000 TOXIAEATSION00Z500ONSO.11, IVIARSSEE  1OMINPEOSPOAKPFOSAIS3 101o00is TOXIUSATS SROS2ASH.Di,SmoAg101900SEE 1OUINFFOSPOA PFOSAIS35 1010%0ie TOXIASATS. SROSadall DV. 5 mokg 1071S SEE 1OWN-PEOSOAKPFOSAIS310199007 TOXIUSRTS SROS2nU.DY.5mong101950 SEE 1OMIN-PFOSPOA PFOSALS37 I013s0ia TOXIASADS10156-25000 ECV-1 8 SEE T0MINPEOSPOA PEOSA 183101300040 MaohBank 10MINPFOSPOA PFOSA1839101900050 TOXIUSRTS, SROSadaM,Dy,5mohg101990SEE 1OUIN-PFOSPORKPFOSALS2101990051 TOXIUSATS,SROS24OM. Oy. S Moka10199SEE 1OUIN-PFOSPOAXPFOSALS4 10190052 TOXIUSRTS,SROSISOU.DW, MoRQ101980SEE 1OUIN-PFOSPOA PFOSALS. @ 101900053 TOXWSATS, SROS2SIN.DY. mokG10100SEE 1OUINPFOSPOAXPFOSALS£5 101900054 TOXIUSATS,SRONS2M,Oy.moka101080SEE 1OUIN-PFOSPOXPFOSAISG 101830085 TOXIASRBS0150250090COV-11a.SEE TOMIN PEOSPOA PFOSAISB 101350058 Mad Sank 10MINPEOS POA PFOSA1S4 101000057 TOXISATS, SF03254-1M,Dy Smoky 1019B9SEE. INNPFOSFORA PFOSALS& 101909050 TOXIASRTS,SRO3e5421,Oye moh10109 SCE. 1OMINPEOSPOA PFOSALSWI01890080 TOKISRBS10195F5copb-OEV-11-, SEE TOMI PEOS POA PFOSAIS© 101833000 MoO dank TOMI PEOSPOA PFOSAIS8 101890001 TOK 4s RES10199120Bank11,SEE TOMI PESPOA PFOSAIS51 101890062 TOKI4SBS10105SaraBank, SEE JONI PFOSPOARPFOSAIS101690065 TOXISATSI0IESSor Bank.SEE IOMINPFOSPORNPFOSALS5101090064 TOKISATSI0ISora Blank.SEE IMIPEOSPORAPEOSAS50 101099085 TOKISRESI0IGESpon11, SEE TOMI PFOSPOAPEOSAS.5 10109008TOXI4SRBI0IER topo], SEE IOMINPFOSPORNPFOSALS10109087 TOKISRESI0IND200om 11. SEE IOMINPEOSPORNPFOSAS10109088 TOKISRO10IEDsoppo 1 SEE TOMI PFOSPOARPFOSAIS5 101099089 TOu148ROSI0IEE100m 11, SEE TOMINPFOSPORAPFOSALS5 101000070 TOXI4E ABSIOISs25000011, SEE TOMI PFOS.PORKPFOSAS



S75
Mass Sample Ln ot
Fp m—————
Pred Toa Oct 1916:42361990 PadsFohn lity

WetFle Botte inactVolume SampleType Gone
1 tomers 0 I =pap iat 1 Bz =omen BC =fpr ueis-Bi Bz si olmeie® BT z8 limaie® 3 Bz =3 limaiom & Bz zpices Bz =prise B= =fo lomaios 3 pi a1 mies pi =Himes 3 Bz 27 Bomai® h pi =: ime ji =ji iets 41 Bz s1 mnis i Bz =men 2 Bz =nis Bz zJH ete Bz :Iommi Bz =firsts BZ 58 lmao i Bz zaoe ®= =iolmeRE 8 8 =Boman 8 Bo =ioe 2 2s zPome Bz =fete) BT :Boman 2 ®z zLimes 2 RZ =ffi ete BT :3 omens ji =5 lmeeE 2 Bz =$lnen 8 Bo zB lomoiom 3 Bz z£ len a Bo =$m 2 Bz =fete] Bz =8 len 8 Bo =oolmeR 8 Bo =8 ome 2 Bz zY 4 een Bo >8 lems 8 BI -8 mes 2 Bz =§ ems u Bz >§olenien Bz s§ lomnies 3 Bz :demi B Rx -8 lenieE 8 Bz =omen | Bz =8 mies 22 -8 ims 3 hE -8 mein pi =8 mi 3 -£ ios pi =z8 ions RC =# mie 1 wz zimei wz =8 RNE % z



zd—_——
FBMasa Same List. Poon

er Pageposta 1.)Pina Tom 18 15242581900_— =

Flavus FeTast sre
® oor TOcusnBstoressoos,se 1ouneprospoMprosnISTO eo SEE INEROSPONFIOSSB 101600075 TOX145ABSIONGEones SE TOUNPFOSPO FFOBNS

000598



Yor95—_——7esa sampleLat Pant
Sal Un:CAMASSLYNats rOSaTIOBOISE SPL Pagepostin.)FinTooouore Toeerste

IetFle sot injectVoume SampleType Cane
@ tomes uw 0 -5 lms i Bz =a ibmaik R= =z

000599



FACT: DATA REVIEW SUMMARY FORM fog 162
. Ue

one hth Du Revie Sig Ot Ways
[a Neo aethefy
acres Te 1s
Montane. Bde Dlidis WI, od Til Newt ie salostey
Stic posag, QuityAmareRenNeosoapariaSechrest Tas ovatorr Nd colind nud veuadg Ue
wma _ Ante sun CommasStcsons: kite

© OLsieto citeconnitePowcm?[— -
cope iocang: HA I

ot to uedel or duce Conds endhoes penne se mn
bes ue I ebukinhrs and cee dehy
— TE| shld pod he weed Me
f————[omamennte [A

eo dle Pak chide Puke alot]- pled ke sacshipeld Tes asthy
Iasi: Pres causy® ©@ Cllhiten chk Be pos

=r ile Ttio acpechd fat
hoo rsp [a Yelm. 4 = peli
Iva _0.9p5205 Ms snk gry os 107 4

aion Chocks _Failed {
hesaso_ esdYo real Ac 10aslat diped #
fous sue v 4 4

: hai ca ink bh DA oo lessour: _Prsss ceadsD doitcone punk bourtew !
er dasa Ivss ed fo

[rz _0. . LH
OH ssan Jin ou disinh. id dalog Tigost dofuepile [eo] 47 3D or pareprone loud do woody aus ioladlag bods oe Hr pode 1n Aa.

lowsge dons Aor hie punksnAe
(L) Susarsrrede oe Tneerin savas ADTE RA Awnirsss

OFTE Sama SE AE 195/93,
gpl og dongle eects+ wag mdpodfom Ad cure 00 tha Sonkaing cabbishnOsim aa ernde,

000600



FACT: DATAREVIEW SUMMARY FORM faye 2002

. DataReviewSign-Off teone Let ee ollown Zar No pended
FACTStudy #: Torrestein BS Wiha 3, lrg eeehr
sie [Br® Rul sswennoin
Sonne trFn punto lak ooowaddo rracalynsucit Er
IS Cepuleontopetste|5 fre —— Glhss zerfl
Pepa Makua

hdonChocks HA
Z ia ceive If[oe 2hol Eildels ld,

= LAT—
& |oc [— uchodd-dueheles |ste Onerespush [ub cintaon Cote

in He cones Id

ea tice
Ea
OSs lod be coven. »yg de He ful]edchokeTeEE Semple ovebreak]Lylecarves.[roe ExncedBunk I tonnests @ LE cofoleckpa rdstoeAotghd lo cenlhote a ago te tudebl0d.methDia Satis:

|

|

000601



Taerfuly_p Jebd

ii BED iB OEE BE 3
iE SERRE EE OEE OH 4

000602



000603



Lo ~00604



000605



Tas.sefecfor 2 My

i—
FemmeFrome ogRepose btEra. AraCee
’

i |

| |

Resp

| . :

{ Le

000606



BEST COPY AVAILABLE

sna oo -

frm—litraton cum E8853a 108462Response ye” External Se, AresEm ea: Gain Exe, Weighting: 1s, Axis ras None
X|

Sin i /

i /

— .

. : /

/

| ox comet
pn) Tho wo mo wos

000607



BEST COPY AVAwnw== DED) WWI 3 Mave vee vee

SRE oo =
aiseCOirisCeoehsEEWeighing: Us, Aan: None

Tre :

oo .

- .

- | /

| | J
|

So|ewe

BEST copy AVAILABLE

000608



BEST COPY AVAILABLE

* et ae ane eran me ee

EE

| J

oa

000609



Fac ulrs p44

rammann om fede oiovte Zan ie

ga

i Be

000610



eee eee

amano fd .

EE FEL

Em wa

gem. BE

imam. Ee

Ems Be

_
000611



rr Lo

Te gee, BE

EERE He

000612



————————— EE———
ots§

000613



Fea hoeley

AMELIA 062498: FACT Equipment Log 99114 PAGE
QuatroI.so44sE

DATE. 102209
ANALYST.0
STUDYNUMBER:TOXI45 MATRIX: Ratsers DESCRIPTION:Day 164 diuions
FACTMeo:ETS:51

Injection volume: I0WL__ Cycletie: 10m, Bled: ZSpry
Mobile Phase: (WpomMNmCHICO?  (BMeoH
TAorsoduber (A) S08810-14 roe

RZ Prep (ely) (A) 101650sb ® 1020590
Exper wou ® ou
Sor umomumg? { or N Ober

Guardcoum: Nose
Panter Lot ounberzs

Analytica coma: KeystoneBeas
Sar 2xs0mm peice Sphere sar: Sum
Pansume 0557012 LotmumberPOEI1_ Serlsmber0S1BI6Z

Assy parameters:
Dryinggas(Ube) 300 ESTnebuliznggas(LUA)10 Sheathgas(Lh)0___

LCFlow ru: 300amin Back res 2b

HPLC solventgradient:0m 1095
Time ain “arr foo
2100 100
9550 950
9150 350
80 100
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Natnod Report Page 1
Nathod Tiles cr\masalymx\amelia-cats pro\acquab\10mta-10-55
eit editiea Frias, bevober 33, 1995 03136136
Priated: Friday, October 22, 1999 09:89:35

P1100 LC Pump Taitial Conditions
Sotvents 0.0a 0
o ois

Plow (m/min) 0.300
Stop Time. (nine) 100Hin pressure (ar) o
Vax Pressure (bar) 0dOven Temperature Lote (°C). 30.0Suen TemperatureRight (+C) 10

ie P1100 1C Pump Gradient Timetable
a The gradient Timatable contains 5 entries which are :

Time a» a o o ow Pressure
700 500 1000 Sho ol 0.300 pt
1130 300 iol 8 oi 1300 oo
550 £2] 80 aio oi 9130 io
750 3: 585 a’ 8:8 81300 ooa3 55.5 [3d 3 sis 5:30 ©

1100 16 Pump Reterasl Brest Timetable
he Timetable contains 3 entries which are

Tine Colum Switch Contact  Contact2  Contactd Contactsite Set Set Ste oe Sef050 See on on oe &830 Si Sie Ste St Sie

P1100 Autonampler aitial Conditions
Draw speed 200.0Ejece Speed Gud/min) 200Bia position (mm) 9.00Stop Time. (mine) 5150nection Volume (sl) 100- Vial Norber Bwy
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* SOUP020199: FACTEquipment
Log 99092 PAGE 11

Quatro 4145

DATE 102890
ANALYST.STUDYNUMBER 0X15. MATRIX:assDESCRIPTION:iui
FACTMethod: ETS841
iniccion ol LQul. Celime 0mi, BodeZS

Mobi Phase: omumCHOn  GMOH
TNA mdm (4) RSD GINA
Propet (ast: (WAISmmA GLEE
Epis oun mae
Sorcuronen? @ or N Over.

Guard column: Nee
Part sherza Lot umber

Analytica colon:KeoneBs
Swe2a0nn  TyeQlh  SpeeseSim
PutmmberQISNI2 Lotsumber ELL Sermunber QIRQEZ

. Asienparameters:
. Doing gs(UN250__ ES1sbuliinggas(LOL1_ Seahas L10

; LCFlow i:0, Backpres:65h

HPLC solvent gradi10min 1095
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satis rise, maser sopra, prota omia-10-93ER, Pp erty tory
reson: ontay, oeteber 38, 1099 16030148_—_— ee

5 8a ria oe
now me) 0.300Stop Fim nine 183py o
Sven TemparacursLate (00) 5.0Gren Temperature mane cod) 38:0

The Gradient Timetable contains $ entries which are
om mm » »n o, o now FrasmureTh sa ml lo 3 25% ptTe 380 108 8:0 x 81308 835 i] 55:0 80 so 8:38 we5 50 20 80 80 8:38 ioEc 8 0 3 8:36 &

The Tiastable contains 3 encries which are :
Tie| Colum suicch Contactl Contact? Contact) Contactditi Bet SEE SEE SEE SEaed SE & & Set oaa0 8 Ste Sie Sit Sie

Draw specs 19.0Blac tote iain) 8Dian potion” tm) 3.00Stop Tae” (oins) 5:68ffteion Veitme 10fi 5
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DAVEY 070799: FACT Equipment Log 99077 PAGE ___Quatro Unim: #36108

DATEL019
ANALYST:nmb
STUDYNUMBER:Tux Mari: RatSera Lis DESCRIPTION,POAAR580

FACTMedd£15£512.87
IjcionvolumeSAL Cycetine: 10m. HlecrodeZe
Mobile Phase: Gnomomcnc  eMon

ld TNAorsoldmber (A)90S Omazs
Prepared(date/by): Wlpysosh (B)102399sab

Epes: wow mem
Seruromem? @o N Over

Guardcoum:Nene:
Pmmbersa  lommen
Analytical cou: KeystoneBeas S—
Sslxbmm  TeeCl Seesaetm
PaousberOSSINZ  LotmumberOELL Seal oumberGIRS
Anaya parameters:
‘Dryinggas(Lie):487 ESInebulizinggas(Lh)10 Sheathgas(LA)O

= LCFlowrate:300ul/min, Backpressure:82bar
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Method Report Page 1
Method File: C: \MASSLYNX\DAVEY070793. PROVACQUDB\10min.Last Modified: Wednesday, October 27, 1999 14:25:05
Printed: Wednesday, October 27, 1999 14:25:31

HP1100 LC Pump Initial Conditions
Solvents

av 90.0
Bt 1000
cs 0.0
+ ol

Flow (ml/min) 0.300
Stop Time (mins) 1000

wr Min Pressure (bar) 0
Cow Max Pressure (bar) 400

Oven TemperatureLeft (°c) 30.0Oven TemperatureRight (°C) 3000
HP1100 LC Pump Gradient Timetable
The gradient Timetable contains § entries which are :

Time a BY ct ov Flow0.00 90.0 10.0 0.0 0.0 0.3001l00 s0l0 1000 olo olo 0.3005.50 5.0 95.0 olo olo 0.3007.50 slo 95.0 olo olo 0.3008.00 9020 1000 oko olo 0.300

HP1100 LC Pump External Event Timetable
The Timetable contains 3 entries which are :

Tine Colum Switch Contactl Contact?  Contactd  ContactdInitial off off off off off% 0.00 off on on off on0110 off oft oft off oft

HP1100 Autosampler Initial Conditions
Draw speed 200.0Eject Speed (ul/min) 200Draw Position (mm) 0.00Stop Time (mins) 9.00InjectionVolume (ul) 1000vial Number 12
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FACT Method EIS 51
ctonvolume 10a Cyline 0mi,Bode ZSpms

‘Mobile Phase: (A120mMNHACHICO2 MOH
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Rll, feta rta
setataas estar, Movember at, 1999 13130130

1100 10 rem Takei Consiticns
sotyancs oo

a i5 80
Plow (e/min) 0.300Ee5p fine (mine) 28:3Ni rreseute (har) oNay Freseuce (bar) wsOven’ TerparacirsLate (sc) $0.0ven Temperature Right (:6) 8

. The gradient Timetable contains 5 entries which are
“i time. an » o » now PressuceBho stl 1% lo oh 58 weoe 8 ie 8:8 a8 8368 0%550 slo 3:0 se 0 8360 i330 50 30 so a0 8360 iie wan oo se a 8:36 &

“he Timetable contains 3 encries which axe:
Time| Colum Sviteh Contacts  Coatactz Contact) Contactdmitin Bet Sif SEE SEE Sitpe Sit & & Sit &pt) Sit Se Sie Ed Ste

1100 Ascormmpier Tateia Comtitions
Draw speed 200.0Ejece Bones 1/min 8Biaapoaicion (om) 3.00Seep Tia" (alnsy 5:50Iafterios Voitmeq) 1frei 5
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PLL00 Lc pump Tateial Conditions
Solventsa 50.0a 0:0a 3:0a 35
Flow m/min 0.300Sep Tine imine) 100Nin pressure. (bar) oMax pressure (bax) wpOven Temperature Lett (+c) 30.0Over Temperature Right (+0) 30
P1100 Lc pump Gradient Timetable

—_ The gradient Timetable contains § entries which are
Tine a a o on low prescure375 50'0 18% al oo 0.300 5£16 S00 100 a: x1 2:30 50Bs 5: 580 x] oi 0:30 ia515 51 550 oi x1 2:30 0aio 50 0 [x3 is 51300 a

WPLL00 Lc ump External vest Timetable
The Ticecable contains 3 entries which are

Time Colum Suitch Contactl Contacts  Contaced  Contacediia oct Set ork or Se3555 Sit on on Sic ona3 Sit See Ste Sie See
P1100 autosampler Iattial Conditions
Dea speed 200.0ec: Brees (ua/mim) 3a- Dra position” (om) 3.00Stop Time" 2iner 5:50Tngection Volume (ul) 100°VIA 3%
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FACT Method:EIS810
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SeeziShmn Tuell SeesmSm

Par umber 955.012 LotmumberBELL Seal amberS802

Analyticalparameters:
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ethod riser cymes.moc 0-95

reson Metnastay, ovember 10, 1999 10149130
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Solventsa 0.0
a 8:8
a a8
5 a

Plow (m/min) 0.300
Se6p fina ming) BX)
iP rrssure (oar) 3
tax Teasers (ber) wi
Sven’ TemperatureLate 0c) 3.0
Sian TemperatureMant (eC) Be

. he gradient Timetable contains § entries vhich are ©
Ed rime. x =n a on nee —

Tho so 1% 8 oo per 0
oh 8 ix 88 ao 8.388 &
i so 529 88 be 81380 i
330 be} #9 8a 88 81380 i
we el #3 2] 88 8380 0

100 16 ump Beran Bvant Tatabie
he Timesable contains 3 encries which are

ime Colum Suitch Contacti  Contaced Contact Contact
Pratt Ber St SE Ste SE

He et & & Sit &
oh Ed Ste Sie Ed Ste

[ET————
Draw speed 200.0
Bec Trees imi) 25
Brau soaition tre) 3.00
Stop Fiza" talnay 310ERfEeticn valine) 18:8t= 5
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