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i 1 Introduction

Results are reported for the analysisof a series ofdrinkingwater samplesreceivedbyCentro| Aoabical Labora, In. (Gens) ors he IM Envionmnl Lobos: eners‘olleced fom Decatur, Alsbema. The Centrestudy numberassigned to te projec is 025.007
R Speci fuorochemical characterizationby uid chromatographytandem mass spectiomsty(LCMSIMS)wasrequesiadforallsamples. A ota of 14sampleswere received foranalyse.
i The sampleswero preparedandanalyzed by LCIMSMS forthefolowingisof fuorochemicais:

1 «Table : Target Analysis:

[Perfuoroocene Sufonsle pros]A [Pertuorooctane Sufortarmide |prosh

1 Data generated in support of this study was generated according to USEPA Good LaboratoryPractices (GLPs). “The analytical method used was validatedby Centre. The valiaion protoce1 andresusareoniewith Centr.Datapresentedhere fs thehighest quality dataavaiableofthsime.

1 2 Sample Receipt

The samples wero submited in ncvidual plastic conainers andwere not preserved. Foutoen1 individual samplecontainers were received. Sampleswerereceived on 02/15/00. The samplecolicin dates were not supplied. Chain-ofcustody information is presented in Atiachment A

1 3 Holding Times

I The analyticalmethod usedwasvalidatedagainst amaximum holding timeof 14days. Thestabiltyoftheanalytesofinterestforlongerperiodshasnotbeendetermined,
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1 4 Methods - Analytical andPreparatory

441 LC/MS/MSi 444 Samplo Preparation for LMSIMS Analysis
Samples were nial realed wih 200 u. of 250 mg. sodium trosulae sokion o removeresidual chlorine. Solid phase extraction (SPE) was used fo prepare the samples for1 LGMSIMS analysis. A orymilltr orionofsamplewesUansiaed1aCoSHEcatsThecartidge wasfrst ekedwith§ mLof40%methanol in watersouion. Thegoons on:discarded and he SPE column was then ebted wih 100% manal A § pi pene1 methanol was collected for analysis by LCIMSIMS. This treatment resulted in an eightfold‘concentration of the samples prior to analysis.

1 412 SamploAnalysisbyLOMSMS
In HPLC, an aliquot of extract jected and passed tougha Iqui-phase chvomatographiccolumn. Based on th affiny of the analyte for the stationary phase tn te calm roc1 he ud moble phase,theanalytei retainedforacharactertc amountofime. FlowingHPLC separation, ESMS provides a rapid and accurate means for analyzing a wide range oforganic compounds, including fluorochemicals. Electrosprayis generally operated atrelatively1 mid temperatures; molecies are oized, fragmented, and dolce. lone charretteoknown fluorochericas re observed and quanirated agains standarcs
A HewietPackard HP1100 HPLC system coupled to a Micromass Utlma MSIMS was used fo| raha sample esac, Anas was paromod sing selec ator(SRM). Samples were extracted on 2/18/00 and analyzed by MSMMS between 2/18/00 and2119100. The HPLC and MS/MS methods used for ‘analysis andinstrument parameters can be1 found in attachment D.

1 5 Analysis

© 51 Calibration1 A T-pain calbraon curvewasanalyzadal thebegining andendofthe anslytal sequencefor the compounds of interest. The calibration points were prepared at 0, 25, 50, 100, 250,500, and 1000ng.(ppt)Theresponse ofthe quanttationionversusthe conceniationwasplottedfor eachpoint. Usinglinear regressionwith 1/xweighting, the slope,y-ntercopt and1 contiaon cosficiont (1) and cosficientof ceteminaton (7) were determined, A carsoncurve is acceptable fr20665(20670)
1 Calbratonstandardsaepreparedusing the sameSPEprocedureusedfor samples.

Calbration check standards wereanalyzedperiodical (every three to five sample injections)throughout the analysis sequence. Compliance is oblained If the standard analyte1 conceniratonsarewithin+:20%of theactualvive,
1 For theresuls reportedhere, calbrationcriteriawero met.
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52 Blanks
Extraction blanks were prepared and analyzed with every extraction baich of samples. The‘racton blanks should not have any target analytes prosent ato above the concentration of. he low-level calbration standard.Forthese samples, he extraction banks were compliant.
Instrument banks in the form of clean methanol solvent were iso analyzed aftr every high.level caltation standard, and after known highlovel samples. Again, ne blanks shoul authave any target analytes present at or above the lowdevel calbraton standard. For fi‘samples presented here the instrument blanks are compliant.

53 Surrogates
‘Surogale spikes are nota component of the LCIMSIMS analytical method.

54 Matrix Spikes
Matrix spkes were prepared for every sample at a concentration of 100 nglL using all‘compounds of interest. Matrix spke recoveries are giveninAttachment C.
Field spkes were aso prepara on several samples ata concantaton of 100 nolL using alcompoundsof interest. Field spike recoveriesarealso given in AtachmentC.

° 55 Duplicates
All samples were analyzed in duplicate. Resulsaregiven along with the sample resus intachment .

56 Laboratory Control Samples
Maia water was spked with all compound of infest at 25 and 250 ng. Iiel analysis of the25 ngL LCS showed low recoveryforPFOS. The standard was relnjecied and was found tghave acceplable recovery (70-130%). Al herrecoveries for all compounds were between 70.130% in each LCS.

57 Sample Related Comments
Field blank samples consisted of empty containers. Forly milters of type | water iteredthrough a hypercarb cartridge was added to the empty container and analyzed in the samemame as the other samples,

6 Data Summary

Please see Atchment B for a detated listing ofth analytical resus,

7 Data/Sample Retention

‘Samplesare disposedof one monthafer the report is issued unless otherwise specified. Algloctonicdata isarchivedonretrievablemediaandhardcopy reports are stored in dotafolders maintained by Centr.
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" 8 Attachments

81 Alschment ChainotCustody
a 82 Atschments:Ress.

83 AtlchmentC: Matix SpikeRecoveries (Fed andLaboratory Spikes)i 04 Acme: LOOMSRonrica0a

n 9 Signatures

” ShbsheR / JohnM.Faherty, Manager noustral Services Group Date
[A Jal A-eb-c0i KonoVi rs ome

1 Onerta ambos Contigopt
Enaksha Wickremasinhe| Karon Smith
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