Cover Sheet for

ENVIRONMENTAL CHEMISTRY METHOD

Pestcide Name: Cloransulam-Meth

MRID #: 442315-02
Marrix: .~ Soil
Analysis: . GC/MSD

This method is provided to you by the Environmental Protection Agency's (EPA)
Environmental Chemistry Laboratory (ECL). This method is not an EPA method but one
which was submitted to EPA by the pesticide manufacturer to support product registration.
EPA recognizes that the methods may be of some utility to state, tribal, and local authorities
but makes no claim of validity by posting these methods. Although the Agency reviews all
Environmental Chemistry Methods submitted in support of pesticide registration, the ECL
evaluates only about 30% of the currently available methods. Most methods perform
satisfactorily but some, particularly the older methods, have deficiencies. Moreover, the
print quality of the methods varies considerably because the methods originate from
different sources. Therefore, the methods offered represent the best available copies.

’

If you have difficulties in downloading the method, or further questloﬁs concefning
the methods, you may contact Elizabeth Flynt at 228-688-2410 or via e-mail at .

flynt. ehzabeth@epa gov,
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mqmwmmmnm
D. 0. Duebelbeis a0d A_ D. Thomas
Nocth Americen Enviroamental Chemistry Laborntory

- DowElanco
Indianapolis, Indiana 46268-1053

A Scope

mmuwhumwmdwam
cloransnlam i Tbmdmwmm:mm 1.0t
125 ng/g with & limit of quantitatioa of 1.0 ng/g. -

Q 0]
5 St
n—so,< i Ho,< i\
H . F .
Cleransutam-methyl Cloransulam
CAS 147150-354 ; ‘_cms 159518-97-5

Pringigle. - .
Residues of cloransiam-metliyl and cloransnlam in soil are extracted with acidified acetone,

Magnuhnnm:uddedmhmmpmpmmnmdm The extract is
conccntrated to remove soetone, firther acidified and partitioned onto an octadecyl {Cra)

solid-phase colemn. The residues are ehuted with
scetonitrile is evaporated. Residues of cloransulam-methyl and cloransuiam in acetone 2re
derivatizod with and trietirylamine to i

cloransulun-methyl and N-ethy) respectively. mmhwlﬁmad
and the dexivatized residucs are partitioned from a solution of potassium bicarbonare into a
solution of methyl-+-butyl cther (MTBE) in hexane, The MTBE/hexane solution is
mﬂoﬂmamwsmmmmdmdwuhammdmmmm
solvent is evaporated and the derivatized residues sre dissolved in tolueae containing
the N-methyl-cloransulam-methy! as an internal standapd. Samples are analyzed by capiliary
wmwmmmw&wmm(m
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C.Sarﬂx_hmninn:

- L Exh:ndynmbmumdmmcpmmlhmﬂggfﬂnm .
tnd solveats used in this method before conmencing Laborxtory, work. | .CES OF,
INFORMATION INCLUDE: MATERIAL SAFETY DATA SHEETS, -
LITERATURE, AND OTHER RELATED DATA. Safety information on non-
Dawmmpodlm:hould kined !j'opﬂsmhbﬂorﬁmlbewpphcr
D:sponl mmmmm_gm_‘@emplm h local, state,

lﬂdWim I S

2 Amlicadd. mmmm‘mm

wdmhuﬁmﬂWmmmiMonm

3 (hnmmdlwdeadd.uﬂ I.ﬂNndO.l Nhjdmdlluwaddmmmdm
canse govers burns It i

8‘-
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(Note N.1.)

1. Bowdes, amber, 4 o1., 8 of. snd 32 oz, with TFE-lined caps, nnlogz
4B, 03-320-4C and (03-320-4E, Fisher Scientific, Pittsburgh, PA 19,

2 &gfm?-mzmmmmmmmmw.mm
3. Cap, for 45-mL vial, PTFE-lined, catalog nunber 02-883-3F, Fisher Scientific.

4. Column, capillary gas . DB-5 fiqusd 10mx (.18 mm id.,
Mpmﬁlmﬂmtﬂs.mhg 121-5013.3& Schnﬁc.!’ohan.CA 95630.

5. Culumn.C;gSPE.mlogmmhum J.T. Baker, Inc.
6. Cnlunm.:iﬁngdSPE.m!ogmmbum.J.T.M.lm. )
7. Oahmdg.mmmmummw.h.

8, Column inlet liner, deactivated, catalog number $181-3315, Howlett-Packard.
9. Colummn reservody, ﬁmmmlmlmamw.m

10, gmwmmmmmmnmm 08269,

11. Elter ghssﬁbupeﬁhnlﬂpmpﬂelmcﬂhgmberﬁﬂ Gelman Sciences,
. ~ Ann Arboc, MI 48106

12. Nw.mmamlognmbcm.wm (NnuN.?.)
13. Filter, oxypea, catalog oumber 7970, Chrompack, Inc, (Note N.2)
14. Gas, belium, 99.995% purity, Alreo, Murzy Hill, NI 07974,

5. Gas, nitrogen, 99.99% purity, Airco. .

16. 25 uL and 100 L, Drommond Dislamatic Microdispeaser, catalog
pumbers mmn’g&umm Broomall, PA 15008.

bores, 25 pL and 100 numbers 300225G and
hﬁcmdsia'pmutqﬂm pL u.L.anlng

18,8 100, 250, and 500 uL capacity, mmmmmm
mmmw 89520,

19. Vial, sutosampler, 2-mL., catalog pumber C4011-1, Nationa Scientific Co.,
Lawrenceville, GA. 30243, i

20. Vialy, 7-, 12-, and 45-ml., catalog nombers 03-337-26, 03-338-29C, and 03-338-5D,

21. Vial seal, for 2-ml mtosampler vial, catzlog number C4011-1A, Natiooa! Scientific
Company. )
F. Reagents and Chempicals (Note N.1.)
1. Beagents

a  Acctic acid, HPLC grade, catalog number A35-500, Fisher Scientific, -
b, Acctone, Optima grade, catalog number A929-4, Fisher Scientific.
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h. Mecthyl-+butyl ether, MTBE, HPLC mlhmlog 5121.4 m.:

Pie -8 mﬁ“._'ven.:m« VRS RS- KT: BT WM FEY ,#.-'n "...a.i*
Wby L 4..“ e
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l'lnom[l.z 4]mlo[l.5—c]pyumdme -2 wlfonannd: g

r' -1 @y N-Methyl:clomiam methyl: N-SMeths: -(Z-cubmedmy-édlnmhmy!)-
S A ;(::).:l:s-nmxy 1-ﬂnmu.z.41nimson.sqpym&m-z-nnfmd=

E YA -clorans th bomet
ethoxy-7-fluorof1 2 Alesimzalol1,5-<h .
220 L (5) o N-Bthiyl-cloransilam -ethyl: N-Ethyl-(2-éarboethoxy 6 enyl)-5:
m-vmlyjmulawmm it
i B Tt Sltios O "'_“""’“ Dowﬂmm:g;mﬁﬂcm
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leﬂﬂdmndﬁ@ddmﬂ:m-lmm
flask and dilltc to votume with 0.005 N hydrochloric acid. w1.0 0.4+ o L

b, 9:1 {acetone:L.ON hydmchlonc acld) solition - e

P:petl(l)mLoleNhyﬂmch!om mtollmo-ml..volumcﬂuk
cootainifig approximatcly. 1000 mlL’of acétons.” Swn-hhe.ﬂaskmdallowlo
equlll’bmcl.n unpcnauc. Dllutclovolum: with acetone, . .
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. ¢. 5% acctone in talnene solution
mmdmmalwmmmdﬂmwmm

d. 0.005 N hydrochloric acid solution

HpummLof&lNWomddmaledemdddm
to volume with deicuizred water,

¢ magnesinm acetats solution

Weigh 10 scctxte tetrabydrate into & 45-mL vial and dissolve in
20 ml of dei water.

"£ 20% MTRE in bexane sofution .
l’ipdm mLofMl'BBbma lm-memc ﬂukanddilmtowlmemth

:
+

+

e o.lldpmumhiurbmm

mmu:}ofmmmnmww.ﬁMu
+ In 500 mL of delonized water. Dihmaonlumewkhd@@dm;

G.  Preparstion of Standards

mmmmwmamuummmmmmm
lined caps (Sectica E.1.),

a w:zghOIOOOgofclamhm-muhylmﬂymdmdnﬂnd ummwely
anster to a 100~mL volumetric fiask. Diluic to volume wuhaémmobuma

mm

Dﬂmmvdmwnhncﬂmtoobmnnl@pﬂml.

a Pipa l.OmLofad:ofdnﬂmknﬁnmmSeme.l;udG Lb. intc a
00-mL volumetric flask and bring to velume with acetone to obtaln an initial
mdlonwradmmwmm

b &mmmmmmmwmrmmamm
10 pL. of acetic acid to a volumetric Aack. Hask. The flsk is to allow scetic acid
to contact the glass surface. The aliquot of the initis] salution from
Sectivn G.2.a. is then added and to volume with acetone as follows:

Page 5of 3%
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oAt Cove sl Lo Lo et w edi, ol atebrd 30 LoDl o
Aliot of Final Soln, j Soln. Equxv:lqu
Soln. G2a, Volume ... .Fipxl Conc . S(E&Com.'
. ule A5 3("‘"#"""’-)0‘ TR L TR R T Erd PR
0.10 1007 kl&om dikgot 1.0 @
0.20 100 it W B

[ s .‘ﬂm concent i I ' 1
E;:Tglﬂ..ef solmou. &mmm'l ml{"_?-'gfglgmph

wmw it ms um.m :;@* P .-j

i, Welgh 01000 of asalam et analyccal sandand
= mwmw':.lm ;..,..JL .ﬁ!??m'ﬂh
mmobuinnlmml.mnkm o——

b. Wugho.m&igofﬂ-eﬂlyl-dmhm-mhﬁmlmﬂ!m-nd- R
quantitatively transfer to to 2 [00-mL volumetric flazk. Dilute to valume with
"y m#mmm-mﬁswamwww):
mcksdmon. ; ERY-¥ ot T

standard and
quannmwel  transfer to nlm-m!.wlnmi & “Dﬁﬁ"ﬁhﬁ:mm
v it ey MEEL0DG 10 obtain a1 135 mu_(;m‘gmwgmmm)m
y -m&mv :wu'wat o .ﬁvﬁwﬁ:‘x k !

L] .‘ P ¥ .-
e n’&“ﬁ_ﬁ?}ﬁtﬁ&% o m’”csa. B 100l volimesric Gack
. mdkmgmvdmwmﬂmmobnhmmﬂmlmdlﬂnw{u
N-mhyl-clon:mhm—me:byl. C
b. 1.0 muofunmmmsénaéscs.ﬁm G3.6'565 2100-mL
being 1o volune with toliseac to obtain xa initial solution
x clommalam mettiyl ind clofatscla

l'l'hccqmv:!mlnmﬁml;omumm bucdoauhngthe 10-g soil sample

‘of 0.5 mLl

- “.',. .

nnmmtnnﬁml

T4

‘1 Py
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L8 Pip&?ﬂ-ﬂmLofd:csoluﬁmﬁmScﬂionGA;.imn 1000-mL volumetric fask

_ mdlﬁhnemvoimwhbmh_lm
I‘L : n I l‘ S .‘ A.,- - o ) "

1. Coluom ' '
mmzmmﬂmmhmm)mm column
(Secdom )mmdm following the
manuiachrers : .

Typical © ing Conditi _ ‘
Instrumentation: mwmmsmncumw
Hewlett-Packand Model G1034B Data System Softwams
10mx 018 mmid
0.4 pm film thickness
Temperatores:
Column 120 °C for 1.0 min
120°C 10 325 "C at 15 "C/min
Injector m<c )
Interface 300°C
Limlr\fdodty“ ' . 40 lcmm. of
%mm:ly‘ cin/sec at an oven
. .c . " . . ’
Purpe Delay 0.7 min ,
Splitter Flow O miimin .
Septm Purge 1.0 mLfmin
Injection Volume: 3ul . ) =
c Ii! I- P * x m e -
Electron Multiplier 1647 volts {tune voltage plus 200)
Ions Monitored:
NeMethyl-clotansulam-methyl  m/z 198 (inteemal standard) '
N-Ethylcloransulam-methyl  mvg 212 (quantitation), m# 180 (confirmation)
N-Ethyl-cloransylam-ethyl m/z 226 (quantitation), mvz 180 (confirmation)
Dwell Time 100 msec

Page Tof 35




e m - - e o ——— -

PR A gy

S, v e

———— - —— —— - —

 —— e m——————

[ ——

s e

. " I . DowElanco
T : . 4. . Sudy ID: RES95068
[ A . oot - Page 24
Effective Dates September 14, 1993 i ann.uo
" - i . hal B

c!otlnsuhm ﬂhyl are shown miim 1'3 IW"BII ”’m

(mass 245) from the ve molecular ions. The nominal mv 180 ion moaitored -
resilts from loss of (mass 32) and ethaniol {mass 46) from the m/ 212 and
Mnﬁmlﬁpeww.\y [T : T .

w“hhmawm :
msoilucdnwumﬁm4ands.may

& Typialc I U

g "l’ypiﬂldnumﬁnmol' md.ud.cowolnmpln.lnd l.ﬂ-ngl !wwnryﬂmple
<-"‘ hdmhm—mﬁyln:ehmhmhnﬂmm:nﬁmg&ll

Tommmmdnpmlfurmmm;:mu;eqmm‘ wted to process sanples and
Msbumumawghlynmmdn?l{wmﬂhy&ndﬂnm
Mmmwmmwm

v

' l-hﬂmﬁm.nﬂimm&mkx_.u”':*' D
s Wughlongofemm[nﬂmamdﬂ-ml.glmm -

b Papnq:umgfaﬂﬁedumplu.usemdﬂnumpluumdsmdfuufythe
remaining samples the specified aliquots of the appropriate spiking
m&m&)mmmmmmﬁmmm
125 og/g. Amgmtbhnk.emmngmmlampb.swbemudmgh

- lhemhodwuhthcnmia.b,—

c Add Hﬂm!.af!he?[(ma:l.ﬂﬂhydmchkﬂ:ud)whmmemhnmp!e
vnl:ndnulwuha?!‘FE-h ned czp.

d meenmplubtkﬂymdmm-lsm ¥ ST
e Shhe(hesamplafonmmmmof%mmannmp«msmu
approximately snexwrmnsfm:mm

.

L (hntrifuaeeachumplcforSmmnMrpm. ' T

g Amchlglmﬁh:pmﬁhn(SeuumE.u)toaMmr Denmthe
extract to the reservoir and collect the ﬁlaaadminaﬁ-ml.nal. The glass
ﬁhﬂ'pmﬁ]mmaybemmdtoammroldbo& :

-8 Emuer:humphamdﬁmeby Stqal.l.l:..dl.ndf Combmclhe
exmbydmnlmgtoﬂnwm Lig, .. .
i Pmptmethesmlmmxunng‘ﬂw[nﬂowmgplwdme. -’- - _’.

48] AddSOuLofthemgnmummmluuonmdmxbncﬂy .

@ RepenSmle:(l)unulﬂmhuonofsodmmxm Sotl extracts
ve typicailly rupumdlx lnstmu.l.oﬁh:m;nmummwlmonm

e — . e v e e o e ot wan A e e - o —
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3 Ceatrifuge for 7 minutes at 2500 pm. l’rmemunilldisphyunmgc
mmpmsleplla.(l)mﬁllbeﬂuemuydbw:ﬁz
Mammmmqlmudfnrmmshwldbcmm@s the
nmdu:anddepﬂ:. I solution is clondy after centrifgation, filter
oy s&ﬁuﬂudmﬂupnﬁlﬁe:(SmB.ll)mmmme

in {53

j.- Decant extract to a clean 45-tal, vial
k MSdeu}I(MINMuQWNMW
pa

vortex briefly and soaicate for 10 seconds. mmtngsfor‘lnﬂmmn
and cambine extracts.

L Evaporate the acetone in the extract plmsnzwﬂmnmvmm
setat 50 °C. Concentrate the: mby nder nitrogen t0 approximately 2 mi.

m. Add 7.5 mL of the 1:20:79 {acctic: acid:acetonitrile: 0.005 N and)
salution and 5 mL of 0.1 N HOL to the via! and seal with &

0. Vortex the samples beiefly and sonicate for 10-15 scconds., Rq)en.lhiuupﬂ'
Becessary to dissolve residoes adhering to the viel walls,

Q. E:u:mfngatorimmu?ﬂ!lrpm. Use care in handling the cestrifuged sample

-2 mmmmmmmﬁdmmmdusm
frocedure:

(1) Place a Cyg SPE colums (Stction E.5.) oa the vacian manifold box.
() Awsch a 25mL rescrvoir t the top of the column using an SPE column

(3) Rinse the reservoir and SPE column with § mL of acetonitrile. (Do oot allow
the column bed to dry.) *

) Wummmmmsmamnw
acid solution, (Do acx allow the caluma bed 1o dry.)

(3) Carcfully uansfer the solation from Step 11.0. to the reservoir and,
. whhdnndofvmm the sampls through the colrmn at & flow rate of
approximately 2 mL/min.

(6). Riuse the sample vial with 7.5 mL of the 1:20:79 (acctic

acid-acetonitrile: )
0.005 N hydrochlosic acid) solution. R@&Stq:s[.l.n.lndl.l.o. Carefully

transfer the rines 1o the reservoir after the entire has passed through
the column, With the aid of vacuum, pull the rinse the column st a
flow taie of approximately 2 mLfmin,

(7) Rinse the reservoir and column with 10 ml of 0.005 N hydrochloric acid

solution. Wilhthandofmnm.pu!llhennseﬂnmghlhewlumnlﬂw

e of approximately 2 ml/min.

[} Rﬂmlhpme:vwmdenlmad:pmf. Allow the column to dry under’
vacnum for 30 minutes, : L

[ Elumtbedmdmmhlmddmnhmwnhs.omofmm
collew::gthedum:m:?—ml.vnl. Ducm‘l:thPBmiumn.

“
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LT TR RS TR P L . s B ¥ RN o
AT s w@ﬁa{#m:u [ A I v e MR
b .--mq. vaporaze the sample 1o d:ymsbyphﬂpgﬂnvnlmmN-Evapenpmwmu
m‘m\‘ﬁm 1o e bt SRR
"‘*"‘“‘""‘ ¥ A Nw the vial V’é&“‘dmmml.&f“m’ R b

et riw

s Add?SuLmdhyhmmmlhvuludsulwlﬂalFrFEpﬂmdap. Vortex the

visl bricfly to mix. AN b resls o8 Yt dEe T g
.Mr-lt.ﬁAddlmuLtg_ghy____ tetmaflioroborate golution o the ¥ial and seal witha
s R PTFBAlined cap AVoricx ti yial biicfly ind sbiake the viad for 20 mimutes o a
womngshhu [ y wmrmmm?wmw

. 3 ngmSmle.smdedﬁngmmemmmﬂmM
+ i ‘olntioain. v ;\.W Maﬂjﬂaﬂ-‘m‘nw e

" fimae #Evapoeate the nlnple dtynmbyphun;theuﬂ -Evapew:ﬂn
2 S07C. T & il Y B Y DMLY %hgw!m oy esmitie

i W ABuwthevulmmnlandddlSdeMMTBEhhmnemd3mLom.lM
mmm H‘FB—ﬁnedqa.m

w""“m& ‘ -mw.»mm"“%m"umm -
Ry mmMnmmfazmmm'|tsthgm 1
z Tnnsfenhcmpm-g:nwhy«nadﬂn‘l-mLmL e
il B e 500 Poliion Wil s SEend 2.5 al of 20% MTBEi.uhznmmd
S mmswps -Ly’aid L1:2§ Combinie extracts ez Mh-b1 . i, o8
i 20 Gy i ﬁhﬁ%ﬁ?"mwmm box.
PE cotiin wih 5 i of toene.

B e md K w-?-.e;qs;.m o BT Ve m:auwwdadx fiaditlns LMY
Condition 5 m[.nf (Do i allow the column

Jer, IR :B?d wm.».a,.){.ﬁmﬂ Rt gLl amﬂ ot (2
sample 5 3 I.l.l.‘toﬂnSPEoolnmmd,mmc
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Samples showing levels of clormnsulam-taethy! or cloransulam shove 25 ng/g are
diluted &-fold and reanalyzed as follows:

{1) Transfer 100 uL of the dexivatized sample to a 2-mL sutosampler vial.
() Add 0.5 ml, of tolienc containing the internal standand from Step G52
() Seal the vial with a esp and crimper and swirl gratly to mix.

@ Rmnmhumsycmmnumwmsemﬂ"

2 Cacglation of Percent Recovery .
a  Using the data for the series of calibeation stendards anatyzed in Seetion 1.1

b,

[N

determine the peak areds for N-methyl-clocansulam metyl (st 158),
cloransalsm-methyl (mvt 212,180), aod N cthyl-clorsnmism-ethyl (m/ 226.180).

For exanple, using the data for cloransnlam-metiyy] from Figure 6:

Cloransulam-methy] _ peak area atayz 212
Coafinuation Ratio N Mmﬂw&lm

Clorunwulam-methyl _ 4336
Confirmation Ratio = 3531

Cklmhm-mhyl - Q7839

For cxangple, using the data for cloransular from Figure 9:
Clocasulars _ peak aves st 226
Coafirmation Ratio =

Coafirmation Ratio = 06355

Confirmation of the presente of cloransulam-methy! and cloransulam is indicated
when the confirmation rio for the samples is within the range of £15% of the
average found for the standards.

For each standard, calculate the ¢loransulam-methyl end clornsulam quantitation
ratios. '

.
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For exarpis, using the cloransulam data fromi Figure S:

Clonosulam Y exponsnt

Clopnsulam_ YWLI4S
Clomnsolar =
Canc. (nglg)
e Determine the net conceatration of eloransulam-methyl and clocansulam in esch

recovery szmple by first sul the average quantitation ratios in the control

samiplo from the respective ratios of the recovery semple. Substitote the

quantitation mtio obtained into the appropriate equation abave, and solve for the
- conoentration.

For cxample, using the clornsnlam methy! data from Figures 7 and 8:
net Cloransalem-metinyt /L1238
ratio

quantitation
« . Coransulam-methyl = —
" Cone. (ngfg) . Q07447

, L1238
Cloruasulam -methyl = [M) .
Coue. (ng/g) Q07447

Comnsulam-methyl = Q0929ng/g
hmmphmgﬂudmﬂam&nﬁmﬁgum 10 and 11:

oet Cloransulam Y/ L1345
Cloransulam = | quaniitation ratio
Conc. (aglg) [ Q06536 . ]
0.06397 - 0.0000/11543
Clonsulam "= | ————— .
Conc. (og/g) ( 006536 J

s

Clonnwulsm = 0982 c0glg

. Determine the concentration in each dilited recovery sample by multiplyiog the
. diluted concentration by the dilution factor of 6, by

Cooc. (ng/gp) = diluted Cone (ng/g) x 6

v
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1. Determine the cloransulam-methyl and clocansulam copceatration in the soil samples
a3 described in Section J.

2. Determine the soil maisture as described in Section K.

3. Determins the eorrected clomnsulam-methiyl and clommsulam concentrations in soil
sxmples as follows:

100 ].(1 | ‘% Mozme)

Comrected Dry Weight Conc. (ngfg) = (Cone. (og/'g) % Focovey .,. %

‘Mhmwhm.
M. Bomitsand Discassion
L Mobod Validation
& Rocovery Levels and Precision

A method validaticn study wes conducted to determnine the recovery and the
precizion of the method for clorantulam-methy] and eloransulam in soil

Recovery vatves of clorsusolam-methyl from samples of coil fortified over the
concentration range 1.0 to 125 ng/g averaged B9% with one standard deviation
oqual 10 6% (Table I). _

Recovery values of cloransulam from samples of soil fortified over the *
concentration range 1.0 to 125 ng/g averaged 85% with one standard devistion .
equal to 13% (Table H). -

* b. Standard Curve Linearity

The average correlation cocfficient (13) for the power least squares regrexsion
equations describing the detector response as a function of the standewd calibration
curve cottarstration was greater than .999 for both cloratsulam-methyl and
cloransulam  Examples are shows in Figures 4 and 5.

¢ Calkulated Limits of Quantitation and Detection

- Foliowing established guidelines (2), the limits of quantitation (LOQ) and detection
{LOD) werc calculazed using the standard deviation from the 1.0 ng/g
results. The LOQ was calculated es ten times the standard deviation (105}, and the
LODwualwhwdnth:mﬁmlhemnduddcviaﬁm(h)oﬂhemhsofﬂ:
analysis of ten samples. The results are summarized in Tables 1 and IV.

Forclmnslﬂam—muhyl and cloransulam, statistics support LOQ's of 0.24 ng/g and
' 033 ng/p, respectively. Results should not be quantified, however, at levels below

which no recovery samples have been anal; . ‘Thercfore, the LOQ's for this
mhoduuﬁd:r.edarel.ﬂnglg.‘ . _m . - -

“
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(5) mnstcﬂheumplemlmmﬁnm&q:bu;@)wthesmmmm
the 2id of vacuum, pull the sample through the column at a flow rate of "
wnﬁmudy!mbmm. (Do pot allow the column bed to dry.)

{6) RMMWMMTSNLMMIM(MM
0.005 N hydrochloric acid) solution. Toanster the rinse to the reservoir after the
entire szmple has pasced the column. ' With the aid of vacuum, pall the
rinse through the column at s e of i 2 mi fimin.

{7 Procoed a3 described in Section L1.p(7) &0d L1.p.(B).
(B) Ehm&emhmwhhsml.damﬁﬂgmnmdnglm:ﬁqmin?-mb

4] meﬁmmmummmnuwun
{10} Proceed as described in Section L1.oc throngh L1.gg.
Qa1 &lq:u:ﬁmmmmwjmmmmmmmadmﬁuin

%mmmmwwwmmwh
I

b. Silica Gel SPE Profile

(l) Add 50 pL of the 10pg/mL equivalent solution (Section G4.b) to s T-mL vial

Ev:pn;;t:éhemhmndrymbyphanglhcualmuhuboﬂlpmw
set at

(3) Allow the vial to cool and 3dd 2.5 mL of 20% MTBE in hexanc and 3 mL of
deicnized water. Seal the vial with & PTFE-lined cap.

(4) Procced as deseribed in Section 11.x through L1.bb.(5).

(5) Elute the column with 10 mb. of 5% acetone in toluene, collecting 1.0-mi.
aliquots in 7-mL vials.
®) Fc;clchfmchmmﬂleﬂad.powedudcsuibedinSecﬁonleMgh
28
()] mthpﬂﬂmymaﬁfmmfwu&muduaibdm
Section L2,

Typical elution profiles for N-ethyl-cloransulam-methyl and N-elhyl-clommdun—
ethyl are illustrated in Fxgu:e 13,

N. Notes

1. Equipmenl.ghsswue.mnenﬂs. gents.mdchmhmstdnedwbeeqmvﬂmno
anse :edb,mybembwnmd with the understanding that

appropriate lests. Common faboretory ma.mdwbc
readily available and are, therefore, not bisted, W

2 mrmmmnsdhm:mgsmppiyhmmpunfyuuhdmmgmeps
chromatograph. N
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