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1 Introduction

Ress are reported for the analysiso a sere of surface wetr samples rcsied by GenitoAnaltca Laboratories, Ic. (Conve) rom te 3M Envionmental Lobaraion. Thesamecrcolectedfom Moble, Alabama. The Centre study umber assigned to herooG3%gre
‘Specific fluorochemical characterization by liquid chromatography/ tandem mass‘spectrometry(LGMSINS)wasrequested or allampies. A oaof sop wore recowes oy orem
Thesampleswere prepared andansizedby LOMSIMSforth flowing ist of fuorochemicals:

+ Table 1: Target Analysis

PeriuoroocaneSoma [erosi|[Peruorcocionoaste
~~ Tpoan |

The anabical method used wes vaidatedbyCente, Tho vaidaton prolocol and realsareonfle with Carre.Data presen here isthe highest auey data avaiableapi ame.

2 Sample Receipt

The samples were submitted in individual plastic containers and were not preserved. Eightindividual sample containers were receiv Samples were receivedanGS0300. Thesonecolecion dtes were notsupplied. Chain. custodyfomton presented inAtacmout
3 Holding Times

The anayical method used was validated agains a maximum holding time of 14 days, Thetabi of theanalytes of icesfr longerperiods hesno boa deemed
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4 Methods - Analytical and Preparatory

41 LC/MS/MS
411 Samplo Preparation for LCMSIMS Analysis

‘Samples were inal rested with 200 ul. of 250 mol sodium thiosulfate solution to removeresidual chore. Sold phase exvacion (SPE) was used 10 prepare. he sampes 1LOMSIMS anal. A forty-milftr potion of samplewas tansered (08 Cy SPE cationThe carvidgewasfrst utedwih 5 mLof40% melhanol inwatersolution, “Thesloaresesdiscarded and tho SPE column was then cuted with 100% methanol. A S mi perion ofmeihanl was calectd fo analysis by LOMSIMS. This treatment resuted in an sation‘concentration of the samples prior to analysis.

412 Sample Analysis by LCIMSIMS
In HPLC, an aliquotofextract is injected and passed througha liquid-phase chromatographic.‘column. Basedontheaffinityoftheanalyteforthestationaryphaseinthe columnrelative to{he uid moble phase, he anal s retained for a cheraciristic amountof ime. FolowingHPLC separation, ESMS provides a rapid and accurate meansforanalying a wide angeorganic compounds, incuding fucrochemical. Electrospray is generally peatod a remuonymid temperatures; molecules ere onized, fragmented, and detected. Ions characierti ofknown fucrochemical are bserved and quaniiated against standards.
AHewdtt-Packard HP1100 HPLCsystemcoupledfo a Micromass Ultima MSIMSwas used toanalyze the sample exacts. Analysis was portomed using selected reacion moter(SRM).Sampleswereextractedon5/17/00andanalyzedby MSIMSon5/20/00, The HPLC2nd MSIMS methods used for analysis and instrument parameters can be found in aitacnento.

5 Analysis

51 Calibration
AT-point cataioncurvewas analyzedat thebeginingandendofth analyticalsequencefor the compounds of interest. The calibration Points were prepared at 0, 25, 50, 100, 250,500, and 1000nglL (pp)Theresponseofthequantiation lonversus the conceniratin aa.plotedoreach point Using near regressionwih 1 weighting, tho Slope y-nerouptacscomelaion cosficint 1) and cosficent of determination (1°) were determined. A caipatoscurve is acceptable f 20.985 (©2 0970),
Calibration standards are prepared using the same SPE procedure used for samples.
Galtraton check standards were analyzod parodicaly (every hoe to fe sample injectors)throughout the analysis sequence. Compliance. abianed If the. sind anagerconcentrationsare witin +-20% of theactualvalue.

Forthe resus reported here, calbation criteria were met,
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52 Blanks
Extraction blerks were prepared and analyzed with every exracion batch of samples. The‘extraction blanks should not have any targel anaes presentaior3b0ve the concmtaton ayhelowievel clbraton standard. For these samples he extractionHankswer compan
Instument barks in the formof dean methanol solvent were aso analyzed afer every igh-level calbaton standard, and aftr known high-evel samples. Aga. th bans shai othave any target anaytes present af or above the lowevel catraton stated, a per‘samples presented here the nsiument blanksarecompiant.

53 Surrogates
‘SumogalespikesarenotacomponentofteLMSIMS analytical method

54 Matrix Spikes
Matrixspikeswerepreparedforeveryfedsample (excludingbanks)at aconcentrationof100ng using all compoundsof intrest. Malrix spk recoveriesae giveninAttache ©POAR showed low mati spike recoveries in samples MC-40TH and MC-464Fs. Al mbarcompoundsshowedmtspikes recoveries between 70-130% in alsamples.
Field spikes were prepared on sample MCO1H al a concentration of 100 gl using all‘ompotndsofintrest. Field spike recoveries are also giveninAachen C. Al osmprasshowed recoveries between 70-130%.

55 Duplicates .Al field samples (excuding bank)were analyzed in duplicate. Rests are given longwiththe sampleresusinAttachment 5.
5.6 Laboratory Control SamplesMiliwaterwas spikedwith all compoundof terestat 25and250ng.Allrecoveriesforallompounswerabetween 70-130% ineach LCS. Recoveriesaregenwhhorwdevs1Atachment D.
57 Sample Related Comments

Field blank samples consisted of empty containers. Forty milters of type | water fiteredthrough a hypercerb cartidge was added to the emply container and analyzed In the Semamannerastheoer samples. -

6 Data Summary

Pleaseseotachment 8 for adetaled stingofthe anata results.

7 Data/Sample Retention

‘Samplesaredisposedof one monthaferthereportsissued unlessotherwisespecified. Alelectronicdataisarchivedonretievablemediaandhardcopy reportsare storedin datafolders maintained by Cente,
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8 Attachments

81 Atachmen«CranckCusoy
62 Aten Rots.
83 Aachen: C: Matix SokaRecovers (Fi and Labor Spee)
84 AtatmentD; LOMSMSRawAraceli

9 Signatures

m . bitoh. Fey,pened Spm rae Sas
1 Jia tngKev Loy vl res vas

OteroMambrsContin Dota
EnsiahaWikromasinhaKare SosSeon
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CAN Centre Analytical
| ° Laboratories, Inc.3048 Research Orv, tae College PA T6001 814-237-8032 FAX ST4237- 1305
|

| Analytical Results W2151 Mobile, Alabama
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