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ENVIRONMENTAL CHEMISTRY METHOD

Pestcide Name: Oxadiazon

MRID #: 417674-01.
Matrix: Soil
Analysis: GC/NPD

This method is provided to you by the Environmental Protection Agency's (EPA)
Environmental Chemistry Laboratory (ECL). This method is nof 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 questions concerning
the methods, you may contact Elizabeth Flynt at 228-688-2410 or via e-mail at

flynt.elizabeth@epa.gov. . ,
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“rhis mathod is appropriace for the daterminarion of cxadiazon and Iits

' ‘megabolites in gsoils. The procadure allows the simultaneous

d.:ma:icn of parent cxadiazon and three soil metanclites. -The
metabolites are ficdencified as the mechoxy (RP17ITI), the phenolie
. (RP25496), and the carboxylic (RPI6449). Sea Figure .l for compouzd
seructures. See Figures Z2a and 2b for represencative chromatogra=s
showing rwsponss to a standard contaiaing esach of the residue cumanem:s
ard ::ui: relacive retanrion times, and aa uncrzeated commzol soil.

Bd.nﬂy, 100 g of soil i3 excsacted with 200 =l of l:l-acetone:water by
30 mizutes of mechanical shaking. TIhe container i3 centrifuged a=d 100
ml of supernatent solucion fs partiticned with machylens chlarids To
t.-n:!a: the residne to a volatile solvent. Ths sclvent is evaparated
ud the residue merhylated with diazcmethane. The methylatica fa
mnr for sacisfacsory chromatography of the phenclic and carsaxylics
matsbolices. The mechylacion soluticn is evaporated and che zZmyidue
dissolved in toluene for injection into & gas chromacograph. Detsctionm
" i3 based on capillary column chrumatography witl an N/P detacsar iz the
Fi:.:aqun mode. 3See Table I for instrumosnt paramecers.

The msthod has been validnted by spiking soil with oxadiazeoa and

mecabolites before submitting the samples to anslysis. The average
' recovezias for oxadiazos., and the methoxy, phenclic, and carboxylic

{ mecabolites are 82%, 1%, 98% snd 963 respec=ivwvely (Tablas II, IIZ, 1V,
| and M. Tha sensitivicy is sizmilar for all four compounds and s

'E equivalent to about 0.01 ppm.
i

' a. Acutons, reagant grade.
b. Phosphoric Acid Gr, 85%, I 3Science, or squivaleat.

! e. Mathylene chlacids, rsagent grada.

\'ds Sadium sulZace, anhydrous gzanular, Mallinczsde AR gTadae

_\ e. Diazcmschane reagent (ses next section for praparacion) .,

‘2. Toluens, reagent grads.
g. Diseilled, ar de-ionized waczer. .
h. Potassimm hydroxida, rsagent grada.
i. Ethyl ether, anhydrous reagent grads. K '
3. N-Methyl-N’-aitro-H-aitzosoguanidire tSJ.gnn Ciemical Co., SE.

Louis, M) .
BEST AVAILABLE.COPY
Thiz is a true and exact mycflheorigir.ﬂd-‘lfa.
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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

ST gest AVAILABLE COPY
. L . . . L ’ . This is a true and exzct copy of the origral datz
. ST et it ' ot .:‘ ~ page 31 of 6‘5' trstial - g.f'a"..{’,{_?-‘?;;;:
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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

/HJNJ/ gEST AVAILABL'E coPY

Tii: & a trua and exact copy of the anginal dara

@mge 32 of &5 lruual ﬂﬂua ///é.’/%

File Number 40642

Terrestrial Field Soil Dissipation Study with OXADIAZON Page 133 of 221
- " ST
_é_-‘:,"{ .\".- -
i



el

pam—yf

111

mrchﬂmy L
- ' — 0 gy Do - .. . o
) . _ ' : SOP - 30249

e

L , . ) ‘Tasue 1.9

. . ) ’ o . N “agguat 21, .193%
' o - Page 5 of 13

-

‘_.""\'
* * ‘ R N ‘__,.!-' 2o
. RS B s er ey P S - =
' "—i‘ n - e = et B
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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- - - in in oc--d. n.-.r.ph calitifavion cuzrve. -°.
(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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e a o

PHERQLIC NETASULI.TE

AP 26449 ’ 2P 25498

BEST AVAILABLE COPY

Thi= iz a true and exact copy of the ongral data
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. TABLZ I (e
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.
- . 4 2 Lo . .
. I R OV D L R _Page 37 of 65 iy (1) Oare_y [22¢7= .
RIS PO B P L S gL : 4 co
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. s I
Typical Racowary Daca for Oxadiazon (RF1I7623) (100 g samples)

Oxaciiszon Addest 2322n X
ug = i1 4 Bapoye=z %
100 1.0 82.5 83
100 1.0 8s.6 L1
100 1.0 82.4 a2
100 1.0 103 103
100 1.0 - $3.0 n
100 1.0 87.3 . 87 -_—
100 1.0 5.2 3
100 1.0 . 83.4 93
100 1.0 79.3 7o
100 1.0 5.7 76
100 1.0 714.2 7%
100 1.0 6§7.2 &3 -
180 1.0 €3.2 63
149 1.0 : 161 0

Average = 024

BEST AVAILABLE COPY

Thiz &5 a trus and exact copy of the origial data.

Page 28 of 65' tnitial i, Da!e__L_/'/ Z?/fra
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T TARIZ IIT .
) Typical Recovery Data for the Matchoxy Matabolite -
. . of g:nd:!.am (2172723 (100 g szwolas)
=-h==‘ “"ihﬂ!'.- ;:4.,0 . - warzshmliiea Tapm s
100 1.0 ' g9.8 -+ - - so ' ’ \
100 ~ 1.0 s B T S 51 .
’ 100 . 1.8 : 33.6 “ 93’
106 1.0 , 118 114
100 Lo1.0 ) 96.8 . 87 -
100 ' 1.0 o 9%.8 _ 100 °
100 1.0 R 79.7 : 20 - -
. 100 s 1.0 P w08 , 108 -
100 © 1.0 P 76.3 ' 76
100 . 1.0 . 8.9 . a8’
100 1.0 . 78.7 79
100 1.0 oy 7.8 L, 71
‘ Lo 100 7 1.0 7.0 onn
. 100 ~ 1.0 - 18 108 . .
- BEST AVAILABLE CC
: - . 2 COPY
o ""-'.t o eeneh . ‘l’l-;is'uatmeaﬂde:l.iltﬂﬂ@t:"l''ﬂlheoﬂqmaid.‘.l

1_5;10 _/IT/Z_Z—./Q:
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TABIZ IV
fypical Recovery Daga for the Fhanol Matabolita -
of oxadiazon (RP25496) (100 ¢ samples)

B o iva ' Shangl e ire ¥
§i-3 o8 4g B .
100 1.0 96.7 4
100 1.0 9.5 .. 99
100 1.0 ar.7 . 8z
100 1.0 96.9 ”
100 1.0 114 114
100 1.0 8.4 3
100 1.0 81.9 62
100 1.0 %0.3 50
100 1.0 108 vy
Averagn = 38%
This is & true and exact copy of the original data
Page 40 of 65 9(“‘;//?;/‘9
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wypical Recsvary Sata for the Acid
of Czadiazzon (RE26449) (100 g samples)

T — .
SCF - 90240
Issue 1.0
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Page 13 of 13

v, R T ", ;
Acid wamanglive dedt A Mecanolizs ®ous
e . IR ey . B
. 16 1.0 - 92.8 ¢ .93
- 100 R 1.0 - 2.1 92
100 10 v 93 . 94 .
100 Y 1.0 DA - L I .129 G
100 o 1.0 . 96 G796 5
100 o 1.8 ;0128 o128 '
100 N 1.0 N - - 3 122
100 . 1.0 o102 r.102 .
100 e 1.9 o 66.2 - 68 .
100 T 1.0 2. 87,0 - 87
100 o 1.0 S T T N 4
00 . o - 1.8 Tl 86.5 -6 v \
100 S W Y oT8.L 8.8 ot )
o ! Average = 6% ~
, Thiz is o trus and exact copy of the original dati
- - AR tnial /JLDa:- 2205
v M s Pai;e' 41 °_f 65 /
Rhdne-Poulenc Ag Company, January 23, 1991 ile
' ompany, J: v =3, : File Number 4064
Terrestrial Field So:l Dissipation Study with OXADIAZON ¢ .- .- . Page rgzrorzz?'-— -
o o B T I ML B




