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1 Introduction

Resulsaro reporedfrthe analysis ofaseisofsurfacewate samples receivedbyCentreAnayica Laboraories, Inc. (Cente) fom the 3M Environmental Laboratory. The saree yarcollectedfrom Port SL. Lucie,F. TheCenire studynumberassigned to he prjict i0330p .
‘Specific fluorochemical characterization by liquid chromatography/tandem mass.spectrometry(LCIMS/MS)was requestedforall samples. A total of8.‘samples were receivedforanalysis.
Thesampleswereprepagedandanaiyzedby LCIMSIMSforthe following ist of uorochemicals:

+ Table 1: Target Anayss

[Eertuoroociane Sufonvamide Iprosa——]

TheanalyticalmethodusedwasvalidatedbyCentre. Thevalidation protocoland resusare onfile with Centre.Datapresentedhere isthehighestquality dataavaliableatthistime.

2 Sample Receipt

Thesamples were submited in individualplastic containersand werenotpreserved. Eightindividual sample containers were received. Sampleswerereceivedon05/03/00. Thesample‘collection dates were not supplied. Chain-f-custoy formation prosented in Altachent

3 Holdirig Times

Theanayical meihod used wasvaidatedagainst a maximumholding timeof 14days. The *stabityoftheanalytes ofinterestforlongerperiods hasnotbeendetermined,
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4 Methods - Analytical and Preparatory

41 LCMSIMS411 Sample Proparation for LOMSIMS Analysis
Samples were inal treated wih 200 ulof 250 mol sodium thiosulfate souton to remove.residual chore. Sld phase extraction (SPE) was used lo prepare he sampiesLOMSIMS analy. Afory-militer ortonofsamplewas transfered oa Cv SPE carntan,The cartridge was frst eluted with 5 mL of 40% methanol in water scuton. The gore ssdiscarded and the SPE column was then eluted wits 100% methanol. A 5 mi parton ofmethancl was coleciecfo analysis by LOMSMS, Ts treatment resuted 1 an sigeon‘concentrationofthesamples prior toanalysis.

412 SampleAnalysisby LCMSMS
In HPLC, zn alquo of extrac is injected and passed through a liquid-phase cvomalographiccolumn. Based on the affofthe analye for the stationary phase i the calm Toes tyhe uid mabe phase, the ana i retained for a characersic amount of time. FolowgHPLC separation, ESIV provides a rapid and accurate means for anoying 2 wide ange oforganic compounds, including uotochemical. Electrospray is enaraly operated a reinmid lamperaures; molecules are ionized, fragmenled, and detected.  lons charcterisic ofKnown flrochemicalareobserved and uanitated agains standards.
AHewlett-Packard HP1100 HPL system coupledto 2 Micromass UtimaMSMSwasused foanalyze he sample exacts. Avasis was peromed using selected reaclon mono(SRM). Sampleswere extaciedon 5/16/00andanahvzedby MSMS between52500angS2300. An inl analysis wes performed on S100, however, te cats we. roebecause of unacceplable standard curves. The data is included in Atiachment forInformationalpurposesonl. The HPLCand MSIMS methodsused for analysis snd btentcyparameterscan befoundinatachment D.

5 Analysis

51 Calibration :A7:pointcalbralioncurvewesanalyzedatthebegin andendofthe analytical sequencefor the compounds of interes, The calibration pains were prepared at 0, 23, 80, 100, 350,£0, nd 1000 no. (pp) The response of the quanitaton on versus the concenirason aesploted or each point. Using inear regression with 1 weighing, ho sope, y.ercept aesGomelaton coefficient (1) and cogficient of detemminaion (7) were determined A sototon‘curveisacceptableifr 20.985 (20.970).
Callao standardsarepreparedusingthesameSPEprocedureusedforsamples.
aration check stander were analyzed periodical (every tee to ve sample jectons)iroughout the analysis. sequence. Camplance is cbianad f the. standard. anys‘concentrationsare iti +-20%ofteactua value,
Fortheresutsreported here, cafbraion criteria were met.
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52 Blanks
Extraction blanks were prepared and analyzed with every extraction batch of samples, The‘extraction banks shoud not have any target analytes present af or above he consaeraton1 lowevel cafbraton standard. Fr these samples, he exacion blanks wers compan
Insiment barks in the formof iean methanolsven were aso analyzed afer every high-level caibration standard, and afte known highievel samples. Again, (he blanks snacis ohave any target analytes present at or above the lowlevel calbvaton standard. Far prsamples presented here the nstument banks are compliant.

5.3 Surrogates
‘Sumogalespikesarenotacomponentof he LCMSIMS analytical method.

54 Matrix Spikes
Matrix spikes were prepared for every field sample (excluding blanks) at a concentration of100 ng using all compounds of interest. Mair spk recoveries are given i AtaySample MC-684H had PFOS at levels significantly greater than 10 times the ‘spiking level,therefore accurate mati spike recoveriescoudnotbedetermined. Al other Crmosinge criSamples showed mat sperecoveries between 70-130%.
Fied spikes weroalso propared on sample MC-601Hfo allcompoundsata concentaton of100ng. using all compoundsofinterest. Field spike recaveries are also given in AttachmentC. All compounds showed recoveries between 70-130% in the fieldspikes.

55 Duplicates
Al fled samples (excluding berks) were analyzed in dicate. Resuls re given along withhe sample results in AtichmentB.

5.6 Laboratory Control SamplesMillywaterwasspikedwith alcompoundofinterest a 25and250 gl. PFOSshowed arecoveryof 133% inthe 25ng. spike.Al recoveries fora oercompauncswars homes70-30%ineachLCS.Resuls are given alongwitthe aw cata 1Attachment.
57 Sample Related CommentsField blank samples consisted of empty containers. Forty millers of type | waler iteredrough ahypercar caridgewasaddedtothe emplycontainerandanalyzedin fhe Same.manneras the othersamples. Thefiedbankfor his sample cid show PFOSaboverereporting mi.

6 Data Summary

. "Please seeAtachment 8foa detaled isingofthe ansyica resus,

7 Data/Sample Retention

‘Samplesae disposedofane monn ater the reparts isued unless otherwise speciied, Alelectronic data is archived on retrievable media and hard Copy reports are stored in datafolders maintained by Centre,
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8 Attachments

81 AtachmentACran Cusady
82 Atacment:Resus.
83 Atachmen G: Matix SpikeRecoveries (FedandLaboratorySpikes)
84 AfachmentD:LOMSISRawAnicaData

9 Signatures
:

7” - . shooni.Faery,Rarer Gperaions Manager Date

imagzceoKevin J oy,Vics President ote

OverLabMembers ConrbutngoData
——Karen SmithDaviasa

TiffanyProctor
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‘Meinod Detecson Limits are approsimately 2.5 ng. for PFOS and PFOSA and 7.5 ngfor POAA. -
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