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ANALYSIS REPORT

DATE! Octeber 24. 1983

Emvironmenta) Sciences Center
Monsanto Research Coreoration
15315 Nicholas Read

Davton. Chio 45413

Tatlet Aral.sas of FCBs 1n DCA Heads (&0%Z) and Residue (4000
Standard Sameline Method No(s): N/A

Standard Extraction Method No(s)t PCEXOL

§tandard Aralvsis Method No(s): ECANO)

Final Rerort File Nol(s): ASA218

SAMPLE EXTRACTION:t One samele labelled AM-148 [CA Heads (&0%) anc
Residue (40%) was extracted in durlicate bv rlacing 1.0 9 in a $8-m) Frerce
vial) with teflon-lined lids. sriking with 40 us 1.2~dichlorobenzene-:3.
and addine 10 als hexane. Extracts were then washed with sulvyric acid ant
eluted throush a column of 9ilica ve! imrresnated with rotassius Perman®acate.
rotassium hvdroxide and sulfuric acid and an activated alumina coltumn, Ti«
PCB-containine fraction was eluted with SX methrliene chloride in herarne

and concentrated to 1.0 ml.

SAMPLE ANALYSIS AND RESULTS: The above extracts were analvied us:ine
carillary GC/MS and carillary GC/EC techniaues. From GC/M3 «nalvses. one
tetrachlere-birheny) isomer was detected in the durlicate sanrles at
cencentrations of 1.8 and 1.9 us/s. Recoveries of CL2-benzene-d4 were
measured to be 16 and 26 %, resrectively. Carillary GC/EC analvses of the
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Bbove’ tuerexiracts’ vieTded valves 'of 3.2 and 4.0 w/3 Flthe CLA-Dirhenv!
‘Saener. Vo G8sHre that seed receveries were Peine obtained for PCO isoners.
‘Serarate analvses were slse conducted in which the searle was seiked with
Aroclor 1234 .0t concoentrations of 32 and 24 us/e. Recoveries of Arecloer
‘3254 In these twe sriked sanvcles were 92 and 00 X and concontrations of the
Cla-birhenv! foemer of S.0 and 5.9 vo/9 were measured. Therefere the

value of 2.0 us/® CLA-Dirheny) isener: measured from the OC/NS enelvses

19 consistent with the cartdlary OC/EL results.

Carillary OC/EC analvses were cenducted with levels of detection of
PCB 150mers arproxingtely two orders of masnitude lower than OC/MS levels
of detection. Therefore 14 other comsenents. which have retentien times
1dentical te major comronents in Areclor 1254, ceuld alse de suantified.
assuming CLA-birheny]l electren carture resronse facter
certration of the dditional coarenents were measvred te be &
18 ond 13 X of the aasor CLA-DiIrheny) 1semer cencentration. These 14
components are alse thousht te de PCP isemers. Dut at levele tee low to
unesujvecallr 1dentify from comrlete mass srectra. Thev are alse at leow
encush concentrations 30 that their suantitatien sheuld net Do recuires
for the future studies on ancineration of these stid! dettoms.

The resuits rerorted abeve are for one sinsle sansle surelsed b«
Dr. vohn Rarbo 1n St. Louis. These results indicate that. based uren this
one aralvsise the Luling waste can Do treated os not centainine PCEs
ts1rse the totel PCD content 33 less than SO ye/e). MHowever 1f there
15 wide variabdslat, v the FCP concentrations ain ether lets of dachlor -
araline Reads and residues. the actuval saerle to de INCINErated ma.
arPrcach or even e-ceed the %0 ve/ew criterien. Therefere 1t 38 ver:
e rtant tO deternine PCD content for the heads and resirdues which wil’
act.all. be 3IncInerated to assure that thas incinerated saarle 19 st )
bel.w the S) verse total Bk concontration reayirement.

AN 3T B M, MUGHES. [ MOPENZIE AND (. TRANG
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The follewins pases descride Standard Extraction Methods and Standard
Anslvsis Methods used for this proJect.
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ESC Stendard Extraction Metheod (SEM) ESC Standard Extraction Methed Neo?

TITLE: PCPs in Varieus Matrices PCEXO)
MATRI(X), (CES)S TYPICAL SAMPLE  TYPICAL EXTRACT
SI12E voLuneE
$tall tottems, so0ils. beef fat. (o) te))
beef servm. whole milkh, beef
feces
0.5 - 8.0 1
TYPICAL ANALYT ESC Sundtrd Ana 13 Method No
1245, 312%4, 1262, !rlchlovo- ECANOS . ECANOD
Dashenil 1scmers throush octachloro-
tavohet. }
ln'l‘,&l’tkt'.gth S, electron casturine vvncu. YVFICK-L
£P22108 3N the retention tise repich HRRQGATES RECCVERIFS 2
6F tPICRIOrcDIPRen .t 1308ers tAFCU®? 0 _L__iiccce eeeeemmemceae-
cetachlorot-ipher
re.achlorotensene W - 12C
S.4.¢=tr3chloro-
tishens) - 10

cemeoreassrrsrccmrmm -

AP ARAT, S m.u mr:&x-‘ln

Pur 31¢h ane ACh 3¢ he-ane. benzene &nd eeth.lerne chleride for samel,
*-tractyon,

Concentrate: sulvuric aci1d for sample disestion or samele clean-ve.

$113¢a 9ol Cvlunns 18rreonates with Potassiva Perngneanate. sulfuric acad,
ORg PCtaIBIVA Mrdrexide.

Activeted basic alumina.

Dissesadle viassware.

eemescrtemcr e e ————— B L Tyl P L T P L LT

Ll "A"(NS! Nethod arriizes onlvy to uhncn which do not <onhm nen-Rvdre-
Trze electron cacturing $50cios 1A the trichloredishenyl tAreush octa-
<hlorobiphen. ] retention tine revior.

SAFETY PRECAUTIONS: See PCB handlane eretocels in laberatery s.‘oh sanuald.

DATES OF METHOD CREATION AND UPDATES: 10/25/83
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BSC Standard Analvsis Methed (SAM) ESC Stenderd Analvsis Methed Net
TITLE) PCBDs in Selvents ECANOI

ANALYTICAL INSTAUMENT AND MODE OF OPERATIONS HP-3880 Carillary OC/EC inter-
faced to an HP-3334-LAS Ladberatervy Data Svstem

TYPICAL TYPICAL TYPICAL TYPICAL
ANALYTE INSTRUMENT LEVEL PRECISION ACCURACY
OF DETECTION (LOD) e 10X LOD @ 10X LOD

tuo/al) ) (3]

Trichiorodishen: )

isemers throueh

octachioredirhoncd 0.01 30 30
isomers

meercerememaAm et e m A crreeemee e cmmemmm———————————————— D e LT e,

INTERFERENCES AND: LIMITATIONS: Any electron Ccarturing seecies 1n the reten-
Rier. time revien of trichlorobirhensl 130mers throush octachlioredisheny!

are sotential 1nterverences. €-4<t retontion times of most 1ikelv PCP i150mers
€an Do cohtained srom the ansl.sis of Arocler 1249, Aroclor 1294 or Mrecicr
1360 éormylations,

CHROMATOGRAPHIC COLLOINE 8N DEB~S (0.1S i) on fused 3111¢a wide bore (0.220a)

COLLOWN TEMFERATURE PROGRAM! 130(11/4/300 INECTION TYPE: Solitiess

CALIBRATION AND STANDARDIZATIONT Use internal) standard wvantitation technisue
Snd caliidbrate 1nstrusent ressense factors frea authentic PCH 15emer standards.

CALCULATIONS: PCS 100mer cOnCOntration » (1somer aread/lisener ARF)

wheret RRF is the relative resronse facter for the greresriate
PCB isemer.

SAFETY PRECAUTIONSt See PCD handling sretecels in laderstery safety manval.
DATES OF METHOD CREATION AND METHOD UPDATES: 10/2%/83
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