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1 Introduction !

‘Thisstudywasdesignedtoquantitativelyassessperfluorooctanesulfonate(PFOS,GiF ;SOy,CAS #2795.353sme neof mtn ie Colca)Sed EE peos Dent oi ona eto Seee areVigoy(Wi cmagondadeEd0 peooiwe ced dy any 2,pdr.St esotCeneen IMEvinLiao a ani para PosTo
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The EnviosLtr cid35 es, 5 bond,3 srr, nd ile cis, onGr. eserep Ho y a
heEvinLibreee1p bie con sererz, 063089 UprimsHaeeeeacome
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4 Methods -AnalyticalandPreparatory St

Analyticalmethods
ETS.84.1, Extactionof Potassium PerfluoroocaneslfonatorOther iorocheniclCompoundsfrom‘Serumfo Analysis UsingHPLC ElecospraylMass Spectoenezy withthefollowin exceptions:Duetothesmallvolume of bobwhi seaavailable,standardcurveswereprepared imethanol instead offiom bobwhitesea. Fourmati spikes weepreparedfomthepoked bobwhite quiserum receivedon0673099, PROSIo 171 wasused3 referencematerial.
[FACT-M-11, Extraction of Potasium PecforooctncsfoteorOtherFuorochemical Compounds
fromLiver forAnalysisUsingHPLC-ElecrosprayMassSpectrometrywihte following excepto:
“Theextractionwasperformedfollowing ETS-8-6.; hismethodhadbeenvalidated but no spprovedst hetimeof extraction. PROS lt 171wasused 8 erence material.
ETS 460,Extractionof Poassium Perfluoroecianeslfonteo OterFhioochericalCompanndsfromLiverforAnalysisUsingHPLCElectuspayMassSpeomer with the following exception:Duetothesmallamount of bobwite Iver valble,sandrcurveswerepreparedinredhalistadofombobwhiever, I sorecases, ive sampleswerevery imitedandtwoor mresampleshad tobecombinedforexaction. These combinationsaeindicaied inthe real.Twenty-twomati splkeswere
preparedfrom thebobwhite ver PFOSlo 171wasused areferencemateria
ETS.5.1, alysis of Potassium Pesflorooctncsulfoateor Other lsrochenicals inSerExacsUsing HPLCBlectosprayMassSpectrom.
FACT:M:2.,Analysis of PoasiunPecfurooctnesulfonateor OtherFuorocheicasooLiverExtracts:
UsingHPLCElectrospray MassSpectrometrywith he folowingexception:
“Theanalysiswasperformed fllowaagETSS-7.0, which ha beenvalidated butotapproved heimeofextraction.Asdeserbedin themethod,al ess are reported i rns of ig of aly pergramof ver
(vetweight.
ETS8.7.0,Analysisof Potassium Perfuoroecapesuforat o Other hirocbemiclsonLive ExitsUsing HPLC FltospayMassSpectromery.

‘Sample preparation-HPLC/ESMSMS:fo-pairing extraction
Analyte isextractedfom asamplematrixwithonpiningreagent eabuty amano bydrogen lf:
(TBA)inapH-conrolledenvionment. Th canereagentselectively getsanion erochenmcals
Oncetheanion TBApaisformed,the analy ansfredot no pol orga solvent (thy
butyl ther,did,ad reconstitutedinmeta forMSanalysis
HPLOESMSMSIn HPLC,analiquot ofexci jected an pas through reversepss liquid chromatographic

column.Basedonthe affiityofthe analyte fo tessionaryphase nthecour relative totheiidmobilephasethanalyte seainedfo characters amountof ve.Forexample,inssandard
sokution PFOSmayeh at 8.0mites.Retentiontesbetweena sandard PFOSsolutionand be
anaiyte extracted rom tsein hisanalysisweemaichedontheHPLC system towii 1%
Following HPLCseparation,ESMSMSprovide pidandsce easoranalyzing wide rangeoforganiccompounds,including florochecals. Elecuospay,a ionization echnique usdpias or

detectionofmolecularins ienerlycpertedat elaielyidtemperatures. Moleculesaweionized,
and aprimaryfon, characeris ofbe alte,is elected.Thisfonbombardedwith high nergy gas,Subsequent ollsonscestesmallersecoodary i agents unique the primary i,which ae
detected
For example,forPFOS (CFO)analysis,on 499sselectedas thecharacters primaryon. Thision

1sfagmented nf othe onsschas 80amu (creping 0SO) nd 230 am (FSO). Eschof
{hesesecondary fragments detectedand anbe sedtodiferentePROSfromoercompoundshat
might avethe sam characteristic 499am primaryon,bt differentchica compositionsspd
secondaryon fragmentationpats.
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5 Analysis Te

S1 Calibration
Amideve clan hecksani ely every510spies fo tors i.
‘Clfaion checksar wer compliantif enanenlepsvaswii +1. 30%of be pectedake,
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unecaced ethnocvsbacked exch roofsls.Quantoeachshe isbedcahe respons ofcoofmoc speciedashes onsusing beTIS spongefe
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52 Extraction and Method Blanks

Aes wocrac banks,lingwt srogaeris,were extaced vith chbchof
samples. Adisonaly, womethodbanks,ulicoolsles (sala), vereexci‘ogg with cchbachof pis sod ves
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53 Surrogates
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5.4 Matrix Spikes
Overt core te lysis,wyismaispikeswerepepeinebbws ve i,Allhemati spiesvererecovered rts anS030 expecvio wi two cepts.Theto
50ng mae spies dtweerearedonSeptember2, 1999 with heday3.7 er pls ned
aly recovery ofsprit3505ofbeexpected ve.Ths pissdsipcsweercuratedonOctober 08,199.The exactedmatpkcoverswiegrea an So 18%TL Bor ay3a ep Bo AaOe, 95 ehoExc de

for nial mame.
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55 Laboratory Control Samples

LabortayComoSerle ere otscomponeatof issy.
5.6 Sample Related Comments

Sapiroyefor ny shalo pois eso oe ha FOS,Other acs
mite wih di sly il ydkdph HE eo Ft Invet

OFFrere ansdisoraept llepee

cachPEF ula,

6R0aGY



A
rte onytSBtn erypSoyFen EESEESeEISEEniLime dp st,AmrET,SEibeer

FouiBRREEER
motbeemtttyteetrasa aeete tm po

0.985using 1/xweightingemtmmsArneroeLE sutmcisirasTTRaaperegeLaemn te pty mtsme eeEETts«eyseoeecd11 tseyEESTIaTa TTNeSemyee ot,EEISTerst tseErm

ser,
0)1thy

€NOa29



TE ET a

+ Atachment A:Table ofesasof vesli+ tachment B: Taleofeslofem abyss+ tachmentC:Sample Receipt
+ Arachne D: oepoolfom Wide ot,LTD
+ tachmentE:Exuacion sodsly daa

Presf
oar

NON



ye 3 TEER SET ET Se go

OAfw paledll 2

03/23/01lof gueeS eer 2

Re —

mre,
orlaslos

Caan



_—_—mm—

9 Signatures ©

ddl

42 Lh ocsoi fo0
ToFast Forpee vege Tar

Doc ©--0e
TayAsem Ua Te

3aSheSe

TOTO ger

noe



_—_—

LaboratoryReport

Analytical Report of Data for PFOS
Dietary LC50 Study in Northern Bobwhite

(Sera and Liver)

Laboratory Report No. FACT-TOX-129 (U2723)

“AttachmentA
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Attachment B

‘Table ofResults-SeraAnalysis
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* Results of MS/MSD Analysis
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