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Resultsarereportedfor theana~satpefkiorooctanolcadd(PFOA) h htznanserumsamples
receivedat E.iojgen from Dr. Mar&sa Baleyat Occupationaland EvlronrnenteiHealth. The
E~enprolectnumberassignedtothesamplesIs P959.

~: ~

A tolal at twelvesampleswere receivedat Ex~~genft 5 mL screw~capvials labeled with
pemoanentrnaslcer.A copycial samplelog-I’ kdovmatlcnIs presentedft AttachmentA

Thetesivesampleswerereceived~1 07123it)4. Thesampleswereshippedfrozenon cky Ice
vi~FedEx. Tnesampleswerestoredfrozenfrom ~e ci eceiptudlanalysis. -

3.1 SamplePreparation

Thesampleswereextracted~id analyzedacccrc5igtothedurientrevIsionatmethodExM-0OB-
211. FIfty niiorolitaes at samplewasusedfor theoxfractlcn pracedLre.tio~gthe Mt~iprobe
epperelus,500 pL ci acet~nlt~iIewaseddadto the sampleendthenpassedthrcu~aprotein
— co~ret

3.2 SampleAnalystsbyLCIMS andLC/M~M$

In HlØ~Presa’.AUqtidCfvcmalograplWQ1FLC)~anaLk~iotofextractIs kijec$edandpassed
throughaa~d.phas.thrcmatogrepl~$cccltsnn. Basedon the atl~iIyci the enaI~,tefor the

phees ~ ~e ~ re1~tothe~C~idmob~1ephase.th.aflaMe~ re*aftedftc a
d~actWIS*~WTIO(IdOf *1* 31OM~gHFLC seperatlon,massspacimmetryprovidesa
rapid and acnaatemeererfor analy*’g a widerangeatorganbconipoirids.Molecijeaam
Ionized,fragmented,anddetected.The bisat rIstf~ci thecomporrirleareobserved
and q~teted dracted5tafldafdL

M HPI100s~etamftteilacedft aFESciexAPi 4000s~stern~s usedtoanalyzethesample
aodracte. A gracMi* ekxton through a Jones Chromatography Genesis C-8
50x2.1mmx4mcoWeSUsadfOr$eParatiorL

Moble PhaseCA): 2mMAmrnor’ksnAcetateft Type S Water
MobdaPhase(B) Methanol
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1kfl2 Flow Rate(rnUnlrt~
0.0 40 60
3.0 40 50
3.5 0 100 0.3
3.7 0 100 0.5
7.0 0 100 0.5
7.5 40 60 0.5
9.0 40 60 0.5
9.5 40 60 0.3
12.0 40 60 0.3

Thefc~Nftgparameterswa’eusedforoperationOf themassspecfrometer

~erametv $e~
IonizationMode

~LMon~ed
GasTemperature
Dr~,ingGas(N2)

Electrospray

350”C ~ 415-~.37O(‘~C-PFOA)
7.OLM’ln

4.1 C~1lbrat1on

A 6.polt~,tce~xatlcncurve was analyzedthroughoi.t the anaMical sequencefor the
Ittiorocompouncle.Thecalballonpoftta wereprepared~t.0.5,1, ~ 10, 20, Sc) ngknl for
PFOA. Thehsttrwntmiporsseversustheccncerdraliohwasplattedfor eachpoint. Using
~iearregressionweti 1/x weighIkig. tie elope,y.lnteccaptandcoefllolentci deteimination9~
weredeteiynteed.A calibrationcuveIs acceptable~rz~0.985.

.For.thexes~.repodedhare..Caft~1OflCrtIedaware-met~

4.2 Surrogates

StarogatasØ~sswarenctapartoltile anelysIe~

4.3 Laboratory Control Spikes
labocoi*ol spdeieft tile anaS~4IsaIsetwarepreparedbyadckiga Imovaiconcentration
at the enaMeltocodmihtananaertrn. Laberatciycontrolsp&esareusedtoassessmethOd
accuracy.TheIsborato~ycontrolspdesmustsh~recoveriesbetween80420%~ levelsat
the 100end65-115%for levelsgreaterthenthe 100or the dataIs re4actad. Fortheresults
reportedhem,the*°S wor*wthft theacceptable~

4.4 MatrIx Spikes
Two matrixspIkesIi theanalytIcalsetwerepreparedbyadc~gaIo’~ownconcentrationOf the
tot~anaI~4atoseparateIunaisen.rnsamples.Maflt)c5p~5are’~~ assessmethod
accuracyft themabt~The matrixspIkesshouldShowrecoveries~ween85~5%.~
reaubsreportedhere,thematrixspIkeswereWIthft theacceptablera~ -
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4,5 SampleRedatedComments
Three samplesft the analyticalsat were extractedand analyzedrt di.pticate. iD~licate
sampleresultsaxereportedalongwiththp sampleresuttaft AttachmentB.

~$.~

PleaseseeAttachmentB for a detailedlisting of the analyticalresults.Resultsarereportedft

parisperbillion (rig/mI) fortheanalytaeon anas-recet,edbasIs.

Samplesaredeposedof onemonthafter thereportis issuedLrdessotherwisespecliled. At
electronicdataIs archivedon retrievablemedia and haid copy reportsarestoredIn data
folders ,naiotakied by Ex~jQen.Har±opydata Is storedfor a mlnbm.mi of flvu years.
o~i~j~i~~4 En*cnmentalHealthwili be notliled 30 days prior to the disposalci
hwdeopyda~

:~ ~

7.1 AltachmentAtCiàkidCussxly

7.2 AztachmentBAnalyticalResults

a gn~Iw~u
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Login# 3110 CpnfomlCOCSample: True
ProJect P0000959 Conform CCC: True

Conform Sample: True
CompanyName DuPontdo Nemours& Cc, Inc. Conform Request True
SubmittedBy-. CharlesR. Powley
Login Type: ImmediateReceiptof Samples
Started’. I
DateStait 07/23/2004
Due ttate 0W06/2004
ReceivedDate 07/23/2004
ReceivedBy Arnmerrnan,Mark
SpreadSample:

SD/Fl: Decker, Emily
ProJectTitJeIrype: Analysisfor PFOA In Human SerumSamplesby IC/MS/MS / ROUTINE
Login Notes:
ConformNotes:

Packaclee/ Contalner~
p~k~ MIS ~ i c~n~mon Sl~..I ID Twro~ControUTemo. OJrecllon/~IndIId av

PK0005722 7123134 338:30PM
P~cig.& Contanti UncQmprcnhISId

FasEX
5455SOS34885

O~yIc.
0.0

RECEIVED
A~m.jm.n,Mwk

Coab~erN GrossWeicht QgntillnerTvD. Pcewvath,. Mfo. Lot
cooroeze 4.009 - NONE
C004082* 4.40g Smls.tumtub NONE
C0040829 470g 5 ri4 sann~tul* NONE
C0040831 4.lOg Smllilmit’Jb NONE
C0040534 4.80g 5 ml WWI* IUbC NONE

C0040835 4.30g 5 ml i.nimtue. NONE
.c004Q88~.
C0040841
C0040643

.4.60g. .5 sp!~U~D..
4.6O~ 1mm tubs
tOOg S ml swat tubs

NONE
NONE
NONE

00040544 4.109 5 nit UflIfl bed t’$ONE
00040545 5.309 5 mlunm tubs NONE
C0040541 4.009 5ndsm,mtubs NONE
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SimobID
t~0030OO-0O0t

Contaw

C004O8~
LIQUID

Samples
Fra~ ~

HumanSRJUJn
Dais SamoledDi1~RiceIved

07/22/2004 07123/2004 05/06~2304

13000-0002
0004082$

LIQUID HumanSscum

. CONFIDENTIAL
07/22/2004 07/23/2004 08/06/23Q4

10003000.0003
C00.4C825

LIQUID HumanSwum . IOR1s’L~flON 07/22/2004 07123/2004 06106/2004

10003000-0004
C0040831

UQUID HlsT.36~wa REDACTED 07/22/2004 07123/2004 08/06/2004

10003000.0005
C0040834

LIQUID HumanSmnan 07/22/2004 07123/2004 08/0612004

10003000-0006
C0040835

LIQUID HumanSimm . 07/2212004 07/23/2004 060612004

L0003000.000?
C0040839

UQUlO Human$8/urn 07/2212004 07/23/2004 08(0812004

10003000.0008
00040841

UOUID HumanSimm 07/22/2004 07/23/2004 08/06/2004

10003000.0005
C0040843

LiQUID Hwnan Serum 07/22/2004 07/23/2004 08/08/200

L0003000-OOtO
~a

LIQUID HumanSrrum 07/2212004 07123/2004 08/0812004

10003000.0011
~u

~. UQUID HumanSwim
-

07122/2004 07/23/2004 0606/2004

10003000.0012
~48

liQUID HumanSinai 07)22/2004 01123/2004 08(06/2004

Instance:. ROl 13316



CHAIN OF CUSTODY
ExygenResearchSampleReceIving 3048ResearchOily. • Slit. College,PA 16801
1~814.231.0032• www~exygenreseaich.com FAX:814.231.1580

Collectlo~Site (name& addc.ss)~

—

~ .~

H~&~DaIe

~ç fl~~
?~crmr C)1~r

r$rr~-urg ~/ ~ C)!

-~ cPhone: - ‘75~7~
Fax:________________

ih~iert~n

j~1df~~on~~-I ~i/i/Cite

~
~Email: fAtY~IeLJr~PhtO~Zny~n~F

whoentersInformationonthis formmustaddth& name,signature,in Wals,ariddate

above~Lineoutunusedprompts.SpecifyAM or PM for tmeenbies.lnckidemonth, da~çandyearfcirda1e~Contents of
packagemustbe verified by someoneother thanthepackager;attestto theverificationbyinitialingand datingthe
prompt.C~Thorough’y documentthereasonfor anytimegapbeteieenthetime the serumpreparationis completed
andthe time packagedby addingafootnotetothebottomofthepage.

~rfl
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n

I,

TI
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~ThE PIPICC YandinctidetheothvbNOwEhsample~ment Cooler 10
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Summeryof Residue Found(nghnL) for PFOA
In HumanSanimSamples

PFOA
(ppb)

~1O3
103
65.0
15.7
61.3

REDACFED . 90.4
00.4
00.8
40.1
128
81.2
83.1
73.7
10.5
42.8
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10 107
1000 103
1000 99
6000 90
AVERAGE: 100

STDDEV: 6.4
% RSD: 8.4

H

Sponsor

Summaryof Rcov.rt.a(%} for PFOA

in HumanSerumSamples

PFOA Amount Fotlifled

CONFIDENTIAL U~4FORMATION

REDACTED

16.2
1040
109*
4590

Summaryot~FOA(nghnL)
• in Human Serum Control Samples

Sponsor PFOA
ID (nglmL)

- ControlA \ 5.41

\
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