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‘amountsof PFOS inlactosewithin agelatincapsule. Therewerethree dosegroups andonegroupofcontrol
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4!" Methods - AnalyticalandPreparatory | Maa

Analyticalmethods
ACTMoO, Exiracion of Potassium PecioocineslfonaeorOtherAno Fucrochemicl
‘SurfactantsfromLiverforAnalysisUsingHPLC/ESMS
FACT-M-20,AnyofFlorochemicii Live Extract Using HPLC Electrospray MassSpeciomery
FACTM3. Extraction of Poasium Perluoroocaneslfonato OclorochemicalCompounds
from SerumorOtherFluidforAnalysisUsingHPLC-Electrospray/MassSpectrometry

PACTMA 1 Anyiif PossumPeruroocinesifonaeorOtherFloorecheicalonSeu xOber
Fluid Using HPLCElecrospray/Mss Spcromesry

‘Samplepreparation - aqueoussamples HPLC/ESMSMS: on pairingextraction
Ali exacted rom a alemarxwilh on paring agen ieabutylammoniumhydrogensls:
CTA)in hicontrolled emirorines. Thecanereagentslcivelyurgesanionic forochemicals.
noe theanoTBApat sformed, heany svented to pnpolr organicsolvent(ety
ty cher) dried,and econstingedinmethanolforMSanalysis.

'BPLO/ESMSMS:for detailed ualatve work.
Tn PLLC,ansiquo of extract injectedndpsdthrough areversephaseiidchromtographic
column, Bas on he affinity of hearly forthesaonaryphasein he column relative 0 he iid
mci phase enye frendfor caraciisic amount of me.Fo camp3andard
tion PFOSmayche 60mites.Retetion tinesbetwen  sandardPOSsolnan the
Patecxtractdfomgroumdvaes nisanalysiswerematched on heHPLC syste to within 1%
FollowingHPLC separation, ESMSMSprovides rapid and accuratemeans fo analyzinga vide rangeof
organiccompounds,inching Suorocheicls. Elecospray,aninization echsiqueusd primarily for

ctionofmolecularsons, ispeal operated a latelymildiperatres Moleculesar ionized,
otprimary fo,chatsof oeana,s selected.This onsbombardedwihhigh-<negy £35,
bseentcelisons creteSalle secondary nic giesuneto hepriary ion,which are

Forexample,for PFOS(C1750)analysis,ion 499isselectedasthe characteristic primaryion.Thision

isfragmentedintootherions suchas80 amu (corresponding 10S05),and 230 amu(C;FSO5). Eachof

{hese onary rages 5detected and ca beusdtodifferentiatePFOSfromobercompoundshat
ighthavehmecharac 499ama primaryon,butdledchemical compositions and
“econdiryionfragmentationaes.
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5.1 Calibration

Amiddevel,exactedmas calibration heck sandardisalyzedevry5-10apsto mritor
mtsdh. Callraion checkSandan re compliant f ramen response is wibin + 094

heexpec value.
Quansadon of thage analysisbadon linear egresion analysis (weighed Ux,if propia)of
iemabecoves backingech groupof sample.Quantiationofcacharly is basedinthe
poneofaneofmrepetedaughter foresng ulreponsemonitoring mode of he
nsment
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5.2 Blanks
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5.4 Matrix Spikes

‘Duplicatematrixspikeanalysesutilizingalltargetanalyteswerepreparedandanalyzedforonecorral

awivist he cplpageo T0130. Revers ouside
B=

55 Laboratory ControlSamples
‘LaboratoryControlSamplesarenot acomponentofthisstudy.

5.6 SampleRelated Comments
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‘Inalldosegroups, PFOS levelsgenerallyincreased throughthe 26-weektime point Arelativelydramatic.
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