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RH-0345 (CL 290 ,816):  GC/NP Method for the De{ermm:-mon i} %345 ’
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R&mduﬂs of R.H-0345 are extracted from soil by %queous acid methanol
solution. A portion of the extract i is th:n pamnoned

* addition of & 5% sodium bicarbonate Aqueous sol
containing the analyts is mpomted to dryness

ylene chloride after the
’ghe methylene chloride layer
redissolved in toluene.

An aluminum oxide ('basm) colimn ¢lean-up
from the cleap-up column i is Concentrated 10

 performed. The residue fraction

ymeds, then dissolved in methanol. The

analyte is methylated with 0.2 M trmcthylaglh:}:um hydroxide [TMAH)] in methanol,
thesotuuonxsmncenframdtodrynss, redissolved in acetons. The quantitation of

RH-0345 is accomplished by GC/NP, 't

. comparison of peak heights of samp! ;q

ts are calculated as RH-0345 by direct
of external standards. The validated

sensitivity (LOQ, lnmt of quantumpn) fﬂus mc:hod is 10 ppb.
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B.  REAGENTS: (Ikmsﬁmnoﬂm'

maybeusedpmv:dedﬂicym

funcuona.lly ;anyhl:m.) AR

1. -0345 (CL 250 816), analytical grade of known purity,
obtained from R d Haa.s Company. Spnng Hous:. PA 19477-0904.
a m-o@«m:»::bemyl-w-bmyi -N'-ten-butyihydrmne
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é 0.5 N HCl to 70 mL of methanol and mix weil.

CIATEatey - ¢

" Sglvents; B & J Brand ngh Punty Salvent, Bmm' Burdxrk and Jackson, 2
. Muskegon, Michigan. : ~
- - W/ M

a.  Methylene ch]oridc. Catalog Number 3004 . . .~ Q/ :
b.  Methanol, Catalog Number 2304 : . ' @ )
& Toluene, Catalog Number 3474, . ? .
d.  Ethyl acetate, Catalog Number 1004 i ]
e Acetnne.CaIangNumberOlM - ” %f .

- Ikmmmim:n Water passed through Millipore's Wl@h pure water
sysmn.Uscthlswater forall swps. S : _

a  Aluminum oxids (basic), povwder, Bmd%% , ivity I, Baker Analyzed,”
b Afivated carbon, Darco G-60, 1 ' ',Amﬁéh'c:hmim:
Company, Catalog Number 24,22

€. Iﬂdm:hlnmim.d. co
Number 9535-1.

d ummm@@&“mnumm Supdca. Catalog Number

395—38 0%, Baker Analyzed, Catalog

e Mmmn@-g)yﬁ Baker Analyzed, Camlog Number 3624-05.
' : S ./l
: £ : i icatby powdcr Ba.ku'Analymd, CamlogNumber3506—01
g . anhydrous, Baker Anﬂ.lyzed., Catalog Number 5-3891
~ - - T 1

: ic acid: Dﬂm41.5ml.ofcomtedhydmchloncaud
hter with deionizad water. Mix wcll

: Add 30 mL of

e wm.hisa:hcnm. Dmolvesogmmsufsodmm blcarbonatepowdsr

’ _ m 1 htcrofdmonmdwa:erandmumll
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A . d. ZA.Snduun_chlnnd;. DismlveZOgramsof sodlmnchlondecrystalsm,‘:\\? 4 Lat
. 5 1 liter of demnmed wal:randmwoll ] ~
\ \‘-).l‘ “ LR T AN ! oW i a.u%-) i b B i ‘v
Lo e. - f02 2 AdleDanfcthyIaccta:em

- '__"? of tolusne (v/v) in a 500—mL graduamd mmng cyhnd:.rand mix

N I TR

‘s‘ £—
e o F i%mm%ﬁmﬂmg AﬁSDOmLofcmﬂ

“ “ags of toluene {v/v) in a 1L graduated mlxmg cylmderand i

' ' .g,J A ‘|l L z""JL -~y b T“" S g

g co Euriﬁsd_'IMAH. Add 50 mL ofmﬂ.hylanng reng:nt TMAH) to a

,125-mL Erlumeyer flask con:mnmg 5 grams of & csrbonpowder
’ ’(Dgco G-60, 100 mesh). ‘Add stirring bar, su.rf inutes'and allow to
standforSmmmzs. Flll::themnmarct.hm dia,, porcelain
ey Bunhneriﬁlter,ﬁmnel (Cours Noi 60243) co a double layer of 7-cm
- Whatman, 934-AH glass microfiber. filter pa ich should be
thorouglﬂywetmthme&mml. Wash ; al filter cake with 5 mL 6f
[ ig: £ i trate. Repeat the filtering
e t0'2'$0-mL graduated cylinder .
(SeeNotcl mSecnon o)
Po (Items from olhu- y be used prcmdr.d they are

functionaily equivalent.) =3
A ’/-! C o ayd? TRAMITY St
Balance, Analvtical; Mettler,

'L/ ] =
_?},,,u. B LR T4 . . &

Aliﬁ] DelmRange,readablemOOODOl B
\-M’ - .
Cbo Zee Ba!anr&.m Smus@d,gworeqmvalengrmdablemﬂol g

YR I _leassZSOmL,ZSOmmIengtthSmmI.DTeﬂon
‘ ; stopeock, 250 mL # ir. Kontes, Articlé Number 420280-022.2
- ONv e b Gl "
4, ; Assorted beakers, gmduatcd cyhndcrs 500-mL

filtering ﬂa%\vs]umemc flagks, end volmncmc pxpeﬂ:cs (See Note 2. in Seetion

0. forcl ). o
T S 1-% T'z 21 h.wh\ AR P "‘:" o
) ’ mﬁa?mmnnmmmlm +121C, eqmppedwnhwatnbmhmmmmed
S S 1"-“"Jr g N

Buchlﬂfmbux B UI“BrInkmann Instruments,

. \._/ ,
I R sk Sl .-? I
. Ed v
Emmhmnﬂ:. SWmLmetYWlﬂImPpm . P
, Emmhmﬂgm - andSOO-mL,mtmdbonomorpcm-shaped T ougn
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9. . Mixing Cylinders: 500-mL capacity with stopper. A
" . \%
. . 10.  Gas Chromatograph equipped with an NP Detector Hewlett PankmﬂModeiHP
' 5890A CGas Chromatograph with NP-Detector interfaced to a Perkin El% "4
Systcm. .

1L GQNED_QQlumn. lSlaanmmLDglass.packedmﬂ:3%0V
1007120 mesh Supelcoport, Catalog Nunther 1-1754, Snpelco Ine.

-12.  Centrifuge bottle: A 250-ml canted neck centnfuge bottle (; tely
: ; -+ 5.5 cmx 15 cm) with sealing cap, polypmpylme, Sorva.l& og Number
! 03069, . - 4G

13. RGGIMnH.Lab.ShH.km Eberbanh Model 6000, vCatalog Number
. 51105, :

4. Centrfige: Sorvail RC-5B Automatic Snpuspmgamd Ceatrifuge,

15. _ Filter Funnel: Whatman disposable filter grade 934-AH, glass
.- microfibre. Whatman Catalog Num : .

16. . Ultrasomic Bath; Bmmmazﬁ,j)

. A Misroliter Syringe: 250-pL;, cgmpm Reao, Nevada :
T msmsahls_hm Pm? inch length, Baxter Catilog Number P5201-2
. 19. Target Crimp Top Vials, 2 fnl. (12 x 32 mm) with

. Target Mum—Scm,\@%ncL, Flat Bottom Inserts and 11 mm Crimp Top Seals
o . withteflon/red rfk geptum, National Scientific Company, Catalog Nu.mb:r
S C4DIl-1, C401 CA011-1A, respectively.

20. Glasswool Pyrex Fiber Glags, Sliver 8 micron, Cormng Glass Works Catalog
mumber X

refrigeratad in amber buu.!c.s.) j

™

er to continually monitor the stability of RH-0345in solutmn, equxvalcnt
SoiEéntrations of freshly prepared standard solutions should always be compared

patographically to the previously prepared standard solutions. Initielly, if
cx:snng solutions are not available, equivalent concentrations of solutions prepared
<b from duplicate weighings of each standard should be eompared

// o '
. ' ;'f _  M2509, Pagrbefiz. - . : o .
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" ., (the mark with methanol,mmw:ll,’calwlaxe}mdmordthem
: ‘1 :correcting for: standard purity. (appmmmarﬁly 100 mig/mL).” Soni
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Accurately wexgh a known amount of RH-0345 (appmxrmately 10 mg)
standard into a 100-mL volumetric flask and record thc exact weigltt,

necassary to aid dissolution,

e

"'*'3 cred el s e bt e W AN .
oo

a. Pxpet an appropnatc amount of the stock solution prepét ]
¥ r.dchverflooo tacg of. RH-O345 fato 8°50-mL: volim "fé:f_lask.' Dilute to the
‘mark with methanol and mix well This soluho?; ins 20,0 mcg/mL

RE0345, .
e g W lagerfatsanme L 200 ,t PR
b. Pxpetmappmpnateamoumofthemd:s'al ition: prepared in D.1. to

oF SEdeliver 100(1&53 of R.H-0345 mto a s'volumetric flask. Dilute to
. the mark'with mctl_aanul and r.mx wells soiunon coritains 10.0 meg/mL .
RH-0345, .0 "™ i
'.’"‘_, -'ﬁ-::‘- J‘ sk

‘e Pipet 10.0 ml of the 200 mc_g]mk_stznda:d solution prepared in D2.a. to

4.0, =47 deliver 200 meg ofRH-OS@/ﬁ:o a:100:mL Volumetric flask. Dilute to the

. S- afed -t

ARSI
g Vgt
[, Vf‘ t

R T

mark with methanol and un;:@éll This solution comams 2.0 meg/mL R
RH-0345 ERETILT PRI S S 4
7;_., ‘

4..; ‘Pipet 10,0 mL ofthé\oé mcgfml.smndmd solution prepared fa D.2.b, to
J e delwenl 00 m nhiwms intd 2 100-mL: volumetric flask. Dilute to the
- mt-Q landmn:wnll. TlnssoluﬂonconmnslﬁmcglmL
-0345 (-._:..) R T g ’." ST S
3N

: \Pxpet4 o%fmerloOmg/mLmda:dsoluuonmpmdezb to
dehvcrélQ)mcgof RH-0345 into a 100-mL, vohunetric flask. Diluts to the
mari” ﬁ:methano! andmxxweH 'I‘Imsoluﬁoncontams040 mcgfm.L

- 1 o RED3SS, SO o3 1o ‘t«.n' e

iver 20 meg of REH-0345 into a 100-mL vohumetric flask: Dilute to the

T @zomﬁmlao mcglmLstandnrdsolunonprepamde.zb to

merk with mcthanol and mix wel]. Th.ls soluuon conmns 0.20 mcg/mL

©Q s, e e

n.l_- ¥ c‘? R S A S "-::. [ Fal
PxpethmLofthe lOOmcgmemdnrdsqunonpreparede.Z.b to .
™ cdeliver] 0-meg of RE-0345iint6'a 100-ml; voludietric flasi’ Dilute to the
markunmmcthanolandmlanﬂ 'ﬂussohmonoomamsowmcg!mL

RH-0345 [ e £
e S A
R e L L LT
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a. Pipet 1.0 mL of each of non-melhylated foruﬁcauon standard solut
prepared in D.2.c. thru D.2.g. into scparate 25-mlL pear-shaped f]

£ . .
- : b, Add 150 uL of 0.2 M trimethylanilintum hydroxide
to each solution and plece the flasks in an ultrasomic bath

Remove the flask from the bath. L
. : v

¢. . Evaporate the methanoe] solutions to dryness ona ﬁogapomtor.

LR D:ssolve!hem:duﬁmlml.ofwetonemd ﬂaski.nm;
ultrasonic bath for 45 saconds. Remove the the bath. The
concentration of the methylated lineari rds for GC/NP are

0.40, 0.20, and 0.10 meg/ral, respectw e 0.20 mcgfm.L is also
used as working standard fox'

e.  Transfer the solutions from step D.:@m a GC vials with 2 Pasteur type
. pipet. Sealthcwalsmthacapn@mp.mgmplewmdympmmd

; . to the GC/NP analysis. . _
. \-- _ . J
1. Instument: ‘:;7“’ .' "

a - QGas Chromtozz*ﬁewlm Packard HP 5890 or equivalent.

b.  Detector: N@;

hosphorous Detector

.

" . Q jection Temperature .. 300“(‘:' .
N q® Detector Temperature. . - 280°C
& -c;. OvenTempermn-e ' 260°C(Ovén"téiﬁpmémayvﬁyby_
. %8 s e T _ 5°C, depending on the column.)
® I . |
A .« . M2509, Page6ofir
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Hydrogen 3-4 mL/min
An'- !Oo-lzonifmm

R I R O A
.'Ihb‘linurityoft&paﬂbeoﬂhz’GCfNE'
group of analysis. Linearity must alsé'be confirmed § foliowing any chimp
mod:.ﬁcanonofﬂlemsu-umcm.ormgmﬁcantalt:rmonofthechxp

-conditions, The linearify of responsd'is checked by injecting all '
smndardsasspecxﬁedeecnonD.3d. Tharuponserauo esh

amount of standa:d i.mcctod) fur ea.ch slandmﬂ mecuon 1s

L

WY

* the av:rage mponse muo

1

Adjust the GC/NP condmuns to attam a peak

deflection for a‘l-ng m_;ect:on of muhylated

hff" ;; 30-50% full-seale

3'.

level/s\

S "' M 2509, Pagedof 17
=58, .- o
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. N
i o
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fons prepared in step D.3.d

lnject

- T e,
Detcrmme the peak i mponse ofRH-OB‘45 for each sandard c.hroma.tog:mm.
Catculmth:responselzuofcrthe & .byqu:dmgthepeakmponse
(height) by the mass nAnograms) of 5o injected™ Calcilate the average
response ratio. Slgmﬁcmt%ﬁnm Imunty over this range a3 indicated
by deviation of any rcaponse!kc;pf from the average responsé factor greater than
15% indicates instrumentaf o q:pmmenml dxﬂiculues which must be comrected
before proceedmg. L N

f_%l__a.‘llq@ts of methylated m:{d@

Samples should be pmé‘ following the crrent versiéns of cither American
 Cyanamid _campany% %

MREE.R.OSOS l\ﬂl'EE.ROSOQ or MR.EER.OS]O
RSN
b

'Ihc. cﬂimm{}una procedm should atways be demonstrated by mcov:ry tests prior

analysis of any unknown .-mmple. At least two concurrent fortified
samplu must be analymd with every éight samples analyzed. The fortification
osen for a study should include the validated sensitivity (1LOQ, Limit of
ion, 10 ppb) of this' method and shonild bracket the sample concentration
ted or found.- Ifonly 2 single fortified control is run, it should be at the
of the method!’ The volume ofthe fomﬁmnon standsrd added (in ms:hanol)
w.ldbekep:toammmum -
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1. Place a 40-g soil sample into a 250-mL camed-neclr. ccntnﬁxgc bottle. ) /Sﬁ/v

*2..  Add to the soil by pipet or microliter syringe the appropriate volune of
Methylated Fortification Standard Solution appropriate to the fortificati A )
to be tested. Suggested volumes of the Non-Methylated Fortification -l\\ﬁi :

. Solutions (Section D.2) that will yxcld vanpus levels of fomﬁcanun A0-g
* - soil sample are listed below: - &

. 2 .. - i i V

1000 " . ..20 meg/mL

500 . 0megml L %o o,
100 SN, 20meg/mL ‘
0 - . 2.0 meg/mL ] Oml
10 0.40 meg/mL 1.0 ml,
3. Proceed with the Sample Extraction, Smplpf&omng, Aluminum Oxide
(Basic) Column Clean-up and Meﬂ:ylan ple stcps. beginning with
Step L - 4 ,—'s\_/ "
L See Notc;., g@aon 0)

1.  Weigh 40 grams of soil into 2 Munwduwkmﬁugebmﬂe and add
200 mL of extraction solution, D?r‘”me:hanom% 0.5N HCI, wv).

\Y/
2. Place the centrifuge bon%:mpmuung shakcronh.lgh speed (approx. 200
cyclupeueoond)for/s) IR .
i Removcthecmn-@x tﬂeﬂomthempmcanngshakcrandplacetheboule
into a centrifug & ifuge at about 4300 rpm for 5 mifines.
4.  Filter the ¢l with vacuum through &8 Whatman disposable filter

funnel, grage -AH, glass microfibre into 8 500-mL Sltration flask.

5. " Add 200051 of extraction solution to the ceatrifuge bottle and resuspend the soil

by

steps 1.2, L3.and 1.4, nndcombmetheﬁltmas. )
§szf thewmbmedﬁlﬂatemlnaSDO—mmemggradumndcylmdu Rinse
5

00-roL. filtration flask with extraction solution and add to the filtrate in the . .

500-mL, mnung gmduated cylmda- and dilute to 400-mL.
. ?\ 8. ~ Procesd with the Sample Pamtiomng str.ps begmnmg wu.h stcp Il

. M2509,Pagedofts- -
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s th samplc ﬁltraic solution £ 75

7._i T Mo loom:l;];é;gthympo mu-\:..“. a
" .-,_'_-; (Watch carefully for "bumpmg ) *
. W =il R syl § Ty
R Trgn;f fer the conc’ém‘r*atg;d"s’éﬁf)le ﬁltza:z solut:on o 5005 aratory
,3ﬁ.lnne! RmsethuSDO—mL%Lomdbommﬂaka:thSmL,o i and
fah'ansfer the rinse into th lhc sepamtory funnel. N 5 :
3 Add 100 ml of 5% sodmm bma:bonate solution to tﬁl;%mmry funnel and
,gmtlylmx the se.mpie for 30 swonds. ‘Wait for a mixing.
i
1 - _4_. . Add 130 mL of methy!ene ch.lgc_ng@ gew ooy r funnel and gently partition
i S ; :inw t ”sia‘gxple for@O seccmds 5“%’353;?{,%? scparate.; Any emulsions that
S AR beb‘rom echa.mcqllymtha' mdorbynddmgBDmLof 2%
sodmm chloride soh.mon ;
. Ve "v'-,._.‘t- W N Er T T s A £
5. Duinthe lqgu( f’.?:'h;xeii oridEpaTY e & S00-maL, r’o“'und bottom flask.
. L, eaw r . N T

‘ Eoe e 6” : Paﬁ-ﬂﬁg;onuﬂggﬁpp"é“’éqﬁe%"‘ e 2 additional gq:gwgth ISOmLofmcthylene
; . 7 hloride a5d ¢ combmc the met.hylgpz Chicride ﬁ'acuons in the 500-mL round

Crr ot e _.“““mﬂ”k'«-w mr\\(‘w’“‘ Doetastt TN .
{ ' o 7. Uscamta:ycvapo pped\inﬂ:awaterbathsﬁataboutﬁ Cto

0 TN AR U I p?%c&mcmemr%mﬂndcto drym‘ yar oy IF

R R wn P a L0 HRER

X g, Rer'ﬂa:regn?w ni}gthyfems c.hlondebgr" mo:sturc by addmg 2-3 mi of
H I mer.hanol :o 1h ,;,“,‘!, mm Pt}emsgplem dryne.ss 0
' gy z}:&i'ﬂﬂi Cap par vl :
]

) w“{ S lduestSmLof iuencandplmetheﬂaskmamﬂmsomc
6l Fon ot m,“ onds ‘Remove the flask from the bath h in prgparanon for

QPTG KR A

~0x.1dc (Bas:c) Column Clan-up (Sccnon K)

o i Q mal gla'sswoolpluglsmsenedmtoaISmmI.D x250mmchromatograph1c
P @ olimn ““'tﬁazﬂmLmumdmewImmdmpmkedmthISmL(or
By ““& 13.2g) fthea.lunnnumox:de(basm)( eehot¢4 in Section 0.):" .

TR c.u ..
- : £ % 2. op the column with 3 mL of anhydrous ganular s sodmm sulfate. - ,'
@b A s P A PR .
. SRS . W e e LA L T .
< M 3509, Pagc.g-gf-[.?- : |
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‘ A
. o 3. -CondmonthecolmbyaddngSmLofto!umeandelutetomempofthc RS
cL . sodium sulfate bed. N

- 4. " Transfer the dissolved residue (Section 1.9.) solution to the column and/dla
the top of the sodiumsxﬂfaxe.Disw-dthnl}qdingsolmion.

5. Rinse the flask with 50 mL of toluene/ethyl acetate (80/20; vA) g
: ‘this solution to the column and elute to the top of the sodiam s It
]

"6.. Collectall washes and discard. ~ - - &Q‘

7. Elute the analyte by adding 200 mL of ethyl w@a (30/50; viv) tothe
R ﬂask.smrltom:x.thenu'amfumtheoolumn. )

8. Collectthe eluant in 2 500-mL, round bottom £8and let the column run dy.

9. Evaj;'&m:;:theeluamtodryness ammgfj moreqmppedmthawat:r
- bath st at about 45°C. tm (C:‘;T

"10. 'Dmlwmmdmmzxswnfmmtmdmmfamam
' pea:shapedﬂask.Evapmthpethmedmethanolnnsesmdrynmsona e
. s mmryevapmreqmppedwitha‘vﬁxerbathsetmabumﬁ C:hmpmcud\mth

) ﬂwmethylauon ofthesamgle‘@fnﬁon L) .

1.  Dissolve the residues \sgmnx.m.mlmLofmezhmmdplmmeﬂm
- - ) ma.nu.lu'asomcb o’ Osmnds.Rmnovelheﬂaskﬁomthehaﬂl.

2. Add150uL o‘fO ﬁtnmcthylnnﬂ;mum hydroxlde (TMAH]) in methano] to the
solution t.he flask in an ultrasonic bath for 15 seconds. Remove the
fiask Em

" 3. B R_hh:cambmedmﬂhamlmlunonstodrynmunamtaryevapomar
s thhawmbathsﬂﬂabomﬁc.

4. fis; lvethermdusmlmLofacetoneandplaoeLh:ﬂaskmanulu'asomcbam
45 seconds. Rzmove the flask from the bath.

AT

. LAY i . M2509, Page-18roF7
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e . 15: nTransfér the solution from step L4 mmnGCuaJmlhaPastmrtypep:pel. \:N rict
I Seaithewalmthacapandcmnpﬂ'hcsample:sreadytopmcecdtothuGQ{NP' :

analy&s(SecuonM) Thcmamdnof&esampl{cﬂmﬁdbemedmn@,/}
uk R TR 5 h

i ="-jﬁ‘ .o Q
M.- A HE 1A ] H EHCEES
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‘Assess Ihe RH-0345 retention time and response usmglhe G itions
*"specified ir: Section E. Ifnccessary mmnradjusmients made to the
GCJ’NPcondmonstomomclosermamhthechmmato"' Jesponse shownin
Figm-elto4 i
L s et o m T T T et 8
2. Obtamasmble GCYN'Pruponscbymjeeung SL ts of the methylated
ozo meg/mli RH-0345 ‘standard to condition the- and the NP detector.
s i e A e e D 0 g QN s slie T 7
’ 3. Estabhshthclmmnty of the RH-0345 respo; esmbed msecuonF
o -f-4r aw bR et 'Wi-p s it ek gn et e

Makc a standard mJecuon (methylmed 0! gfl:I:IL) after every two S-p.L sarnple
zmechonsmduse!hcav:ragepeakhqal the standards before and after the
T end o samplr. lnjecnons for gt quantmnon of.ﬁ:e-.RH‘OMS residuess s L
. L T i Ll -
s lh ea.k i sggﬁf .w:th those obmmcd from a 5-uL injection &EB
of the. RH-0345 standard (mn.b%la;cd 0.20 mchmL)*d e

6. Ifasample peak goes orthetwponselsabovethah:ghcstlmcanty
s:anda:d, p1p=tanap pre iquot of the sample into a 25-ml, pear-shaped
vlSDanofmcﬂ:ylanngagmtand
o the solution to dryness
,feqmppedwlmwmé’mwmboms C. Redissolve

‘E

pberp vt

R ,..mthc thr::xdue inal. Oﬁl'of 2c¢tone; ‘sonicate and mnject. 'I'he dilution factor (DF)

jptheca.lcu!auous(SncScctmnN) Mt el e
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“Calculz (;ppammkﬂ 34Sre51duemppbmthemjecmdmpjaﬁomthe
) sampl 2k exghtrcsponsc undthcwmg’epnkhmghtmponseoftheworhng
fog w8 mmedmmly;pmedmgandmmbdﬁdyfoﬂovansthasamplesasfollows:
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"% RECOVERY = PPB FOUND x 100_=. - PPB FOUND x 100 ”‘%

FV x FC x 1000/W PPB ADDED

© R(SAMP), = Saniple Response (chromatographic response in peak w@m.
R(STD} = -Average Standard Response (zfrmge chromatographic for
: the peak of interest of the working standard chrom ey inpeak -
 height units).. % )
© W= Weightof the sample in grams (40 grams)&@
* VI = Total volume of extraction solvent in BL).
V2 =  Aliquot of extract taken for analysxs, 00 mL).
V3- = Volume of solvent added to \l:cs:d.ucs for ﬁnal GCJNP anahrsxs
S qoml) ﬁ; ,
V4 = Volume of sample soluha@cted in kL (5 pL). -
V5 = Volume of werking s@ solution injected in kL (5 pL).
1C_(S‘I'D) =  Concentration of: %%ﬁ@ standard so!tmon injected (0.20 meg/mL).
DF =  Dilution factor,} ™) o
FV = Fortifi czKlmnmnml. , - .
FC = F ? n concentration in mcg/mL . z

1000 = @mﬁmmfm from | megtong

Typical r.hm are shown in Figure 1

‘i%

Ea.r.hlotof methylahngrugcmmustbetestedforpotenual impurities which
ctmld interfere with RH-0345 determination. Prepare a reagent blank by adding
ISOuLofmethylaungmgemtolmLufmcthanolmaZS-mLpea.rshaped
- flask. Evaparate to dryness and dissolve the residue in 1.0 mL of acetone. The
& injection of 5 L of this reagent blank into the GC/NP as described in

- Section M. mudemmmelfmymafamgmpunuumpmtbcfm

proceedmg with F.l.and L.1..
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. 1 _1 S The pun[ied mglhiflgung magm should bemamd at reasonable intervals tg;
] v’z’-\\ R makemthaumpmuesdonmrappm e - \;
Ty Sy

. 'I'hc duecuons forcleamngaﬂgtasmusedfmlhmmﬁhodmasfall@/

ey e A S P

< B Umﬂ:@(;gﬂdetugemoonmm m Pierce Chemical;

add 20 mL of PCC-54 concenn'ate to. [xwr of dmumzad water.

; . o (‘ b Completely immerse the glassware m thgilv&kmg soluti oak the
Lo from 3 to 24honr:at T00Mm temperature. . Q

,,;' ,, um i 'mam AT SEAE R LngaE
theglassware from the PCC-54 working

2 iy AN A gl z"mw
{ m Pro rmsmg

ewel!wnh dcmmzudwatn-

JJ\ AT
. hoaps . Lt I A X % fegs > (@?
-t Te2Q e d. Chané”tﬂe PCC’ (wfhﬁnﬂwhé}n ofts ntam Bood cleaning
solnnon loses cleaning
ein a while). ,

[30‘?&'5?0 ,-:amg&};mwv
Soil samples shou!d be T pmcassed end of the. aIummum oxide
(ba.m:) eolumn dcan-'up (St:p' Y vith out mtemtpuan.
Lo +rbts r*ﬁalﬁ\-. ALt mmnen b T
. B ‘I vcxy important to eva.luate °§‘E new lot of a]ummtm oxide (basic) (used for
; sample clean—up) cor "Dy running standards throngh the elution scheme -
sovery By GC/NP (after the Ssmple has been
mcthylatcd.) Rcmv dbegraatcr 80%. Shou.ldr.hemwvezybc
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