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Datarzination of Oxadiazon Rasicdues ia Seils .

] !(‘ . “ehmis mechod is appropriate for the daterminacion of oxadiazom and ics
' ’:.'f.‘\ mezabolites in 30ils. The procedure allows the similtaneous
~ d-:c:n.aa:ion of parent axadiazon and thrwe soil metasclites. 'The
e mectabolites are icentified as the metioxy um.‘rz'm. the phenolic
“W'  (RP25496), and the carboxylic (RP26449). See Figure 1 for compousd |
~ sesucturas. See Figures 2a and 2b for representitive chromicogracs
showving rusponse to a standard containing each of the residua cmencs
ard ::wi.: relacive retencion times, and an untoeated comtzol soil. -
Bmﬂy, 100 g of s0il i3 extsacted with 200 al of l:l-acstone:wate< by
30 minutes of mechanical shaking. The contiirer is cent=ifuged and 100
@l of supernacent solociocm is partitioned with machylens chloride o
t.:mta: the residue 20 a volarile solvent. The solvent is evapozated
l.ac the residue methylated wity diazomethane. The metSylation ia
. m:y for sacisfactary chromatography of the phenciic and carhaxylic
metabolites. The methylacion solution is evaporated azd tle residue .
dissolved in toluane for injeccicn into a gas chromacograph. Detecsion -
R " 43 based on capillary colmmn chromatogrsphy with an N/? dstector iz the
oo T mit=ogen mode. See Table I for instrument PACAMECErI.

Acetons, reagent grads.
Phosphoric Acid Gr, 85%, ZM Sclence, or equivaleac.
| e. #Mechylens chloride, reagent grads.
- "‘d_._ Sadium sulZace, anhydrous granulazr, Mallincsade AR grade
! ar Diazcmschane reagent {3es nexr secticn for praparation).
‘2. Toluens. reagent grade.
g- Discilled, or da~icnized waczer. ' :
h. Potazsimm hydroxids, Imagent grads.
i. Zthyl echer, achydrous resagent grade. K '
4. N-Methyl-N’-aitru-N-ait=nsoguanidire (Sigma Clemical Co., St.
Louis, M) .
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1. Dissclve 5.0 g por,usj.m byd=oxide in $.0 mL da-ioniZed waces. L \
cmill ia a wat lce bach. . _ . \(j

" 2. Add 55 ml-echyl stier. Cascy-guc the remaining sceps wicth the C
_reacz=ion flask remaining in the ice bach. ) S e e

2l P iyt

3. Siouny add 3.3 g myl—-!'-ni:.-u-'l-ﬂitzsmm szall
: porticns to tha echer, swirling after each addition. -

4. Dacant-the ether. . Szore in a t:i-zc:,mii needed. wt .

U A Lo L ) . s . . : P
WOTE: Reac=ion mst ba carsied out undar & hood.’ !-’mcb.yl—!l'-n.i::o-ﬂ—'"
pir=osoguanidine and diazomethans aze exc=emaly toxic aad
appropriace precautions should ba uken_dn:‘.nq preparation’ and uae. . -

! w -
o . - =y
a. Waigh 0.100 g of cxadiazon and the methoxy and carboxylic v h - o
metabolites into & 100-ml volumec=ic flaak, dilute to the mark with ?. ) ) '
mmmmmmumhtn. The phenolic - o 3. : .
mn:-.ummmusmm bacause it becomes - ' ¢ /o
_ pethoxy upon being mechylated. = . . ‘ ‘;\iuf;\;;
. b. wWithdraw' a 2-al aliquoe with a pipet and diluce €0 100-nl wizh' b & e
toluane iz & second volumetric flask. This sclution contains 20 - (r'; . ,/" LAY
ig/ml .esch of cxadiszon and metabolites. . =~ . e éy?,", A
c. Remove 20 ml-of scock Jolation (b) and diluce to 100 ml as above. - 7 %’;\ »7;":.‘;/;‘ g
The standard soluticn now cantains 4.0 pg/ml each of oxsdizzon and s f'l‘ 2’}}/:5 = )/’J
N L e et : PR

mecabolices. ! AN C A
. ; {'r’ {

d. By a similar proceduze, prepars standard solutisns concaimiag 2.0, 7 - :{,,"\'/ o
1.0, 0.50 and 0.25 pg/ml of oxadiazon and each pacabolite. Aay T : e
similay secies of concentzacions of scandards is ‘ughtg';::-,b ) !;

re r oA v o N H ,

. Store solutica in & fzweies at -15°C and recumm to Tooa tespesaturs / ;

¢ B  eonly during use. These solution aze stable for ssverzl monchs vhea - /I
stored and uied in tbis manpas. . e e 3

. PR S L

- rT

WOTE:. rmammmumdaunmmimm;{_

_abtain scandards. pilucions of the unmechylated solutics are sade o
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simutes.
. Canr=ifuge atc 2500 pm for S m.:.‘t/—f’_i\/_:" =

-mzﬂmapuﬁcu.a‘&";&uum

. o.
(C; "L“Eﬁ\*m wizh' (8™ ml of fresh methylene chloride.
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'i'*\:n obtcaid appropriate conceatracions for use in spiking yoil

sulpl.cs for recovery data.

\\k

Air drcy the snubyapn;d_nqmaaplnhl:h.tnnya:oa non=
absor>est ‘paper on the laboracory bench. Pass soil th-ough a no. §
U.3. standarsd sieve to ramove 3stccoes and deczitus. .

Mix well and weigh 100 g of so0il into a 230 ml sczew cap plastic
boctle. _ -

Spike czczeaced coansol :iu:phs at this point for the determinacio.
of recaveriss.

T
mzoanu.; l-nccton- uéugsuchmu.mdsmupo
righty it ¥ R e B

W “.!J \_‘ C;;
md:adndoaam.:mﬂagshm:'azzn

A

ml of the superSaTAST inco 250 =l =
Decant 100\;‘#.__:{_( \"‘\-{ éiquid sepazacao

.Extcracs the midn.byshald.nq!at 30 seconds -:.u:sum.oz:

methylere chlorids. Drais the machylens chloride™ thottom)  laye= ~ )
through & bed of abour 130.g of anhycizous granular 3nd.i.um sulfate ,
conzained in & 10 = ‘ux:.n-.lr.plnqqsd with gotton ia:::it 250 =l o

Zrlenmeyer flask. L _,./“-—“

21 al acetone to tha aqueocus Ltyer. au:L..l [T and extzicT
Orain the bottom layer

S chwwngh’ che sedium sulface into the same flask as before.
Repeac step 10. Wash the sodimm sulface with an additional 25 ml

m:nylmochloﬁ.alndano'mdnum:mmﬂuh.

Zvaporate ths methylane chlorids to dryness by secting the gug‘g/miﬁj

a 40°C warm water bach and purgiog ui.:.h & gentle wﬁa

Mathylate the rusidue by lddl.ng' 4 m} of diazcmechans reagent and
allowing to stand at m:m zaruninn:nni.:a
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cecazional swizling. S b e e e -

14. Evaporate to dryness wigh ni.. in a varm water bath a3 bc!o:.. s RO

] 1S. Dissolve the. reaidue in sn approprizte volume of tal%n'—)’/“ggg | FE
{ injecsion inctoithe gas c:u:mncoqrwh L -(‘t..'k'_,/‘—"""'-:v PR
_ wo e - : -
RN L . T A | . . " e
ouapeilicanionl
. -t .
Canscrucs :!:.:t. ca.l.i.'nu:ian r:n:v‘: by platu.nq t'.!u pcak haight .‘.‘o: olca
ezmmnmuummm:mummn KRR S
analytes- in:.the injectad scandard solotiens. The coscentzation of each o
analyte in s30il can be determized from the pcak beighcs for the analytes - ‘ # s
"'-""-.‘.nt.h.sawpl.- mmmmmshpumm'miﬁmu o
1/ PR J mpc::iw calibracios curves. .. . ., . . I \ - R \\A, . /Lz:,’
2, é“‘( ] ‘ B o N \ Pl - i
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(oviy s § pefas sasize 15 12 Cairv e ot )"/I‘ s
T I‘n»-- ml final ¢ilucion f3z:injectisa -,4-“’, i e _
w -(w.iqht: (q} ot soil sasple . S TR SR A
J. A»--.... - o, b P 4,__; B ‘._‘:. . ‘1‘“'5
'wz - ha.l.: ez the e::r.:zc- t.ha: vas aznalyzed (100q of 30il was §
axc=acted wizh \200 u.l. :ol.u:.cn but enly 100 a.L aclu:..tan uu ( \
mlyzedl:mhlf TR AR . - / \:.:@
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Ixpacizental Chromatographic Conditiens for tha Carlo Fxha
o

Equipped with: " SL416 Splitless contzal module
- ) MFCS00 Multifunceicn controllerx

EL480 Elsct-umatsr cont=ul module
NPD=-40 Datector

.o - " $P4100 Spectra Physics compuciag iftegratos one
R unit of peak'haight = .94 pV ac &0HZ

Colmm Fused silica capillary column, 15 meter-x 0.23.°

: mm. DB-17 liquid pbase, £ilm :.h.i.c!:us‘s 0.25 pm

¥

. . ¢ '

Carzier Gas: Belium ac 1.0 kg/ea® (£lgw of 3% al/min) !
femperiture Program: . ‘Initial at 140°C for 1 oia. ' 3

Co TR e e 20%y/mia ge 200°C, 20ld 4 amin ; T

"' v gg%c/min to 2257C, bold 9 min ,
‘ t ' cool to 140°C and equilibrate for 1 min befors

o b b s«
.
2

asxt iajection _ . .
Inijeccica Volume: . 2 - C ‘ ,,. ot a
S o . LT
Aczenuacion: : Eleczrometer ‘as required (zay vary with ‘ )
. s+ © Anstzumenc performance and residus lesvel) .
- - [ - . f
Izjection Temperature: ;no°c-: : L e A (' Do '
Deteczor Temparaturs: 300% : } ' : e “
fijection Mode: .- .  Splitless for 30 sec. after thes split 10:1- -
: o . went:colum S, -
., ] .‘{" . ” -t s:—,
: T . Lo e
. fer ’ , . I 4
. _ ' B Dy
- ; : v Tivs is a true and exact copy of the original datx.
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