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MRiD dib234¢) Du Pont Report No. AMR-1215-88
" petermiriation of Methomyl R:Eldues in Soil = .
'~ M.L. Method.No.: DUP-BOAM-001 . |

Method Reference:
| Extraction and Clean Up |

1. 3. Agr. & Food Chem. 16(2):554.1968.

2. J. Agr. & Food Chem. 24(2) :263.1976. L ‘ - o
3. Oxamyl- Cleamup Procedure for Onions, Cabbage and Brussel Sprouts, pDuront -

1. The State of (l.':aliforni.a:_‘ Reccmre.nded Methods of .Analjrsis_ for the Organic:
Components Required for AB1803, Method No. 632, May, 1985. L .
Sample Preparation: -
Thoroughly mix frozeﬁ sa:r\b:ie' and weigh a re;f;resentative; aﬁ'ount'.f.o'r anéiysis.

+

| Dry Weight Detemiﬁa‘tion:

Weigh'_into a preweighed, ch'spoéablé metal pan a 10.00 g f*epmsentative sample of
soil. . Dry the sample to a constant - weight at 135 C and record the sample dry
weight for use in calculations. R R o

Extraction and qutification: -

1.  Weigh a 25.0 ¢ representative sample into a 500 mL erlenmeyer flask with .-

. ground glass stopper. TFor recovery study, fortify at this point and allow the

eolvent from the spiking standard to evaporate campletely before proceedirg
with the next step. S . T R

2. Thoroughly wet the sample with deionized water. Add 100 mL HPIC grade ethyl .
acetate. Stopper the flask securely and shake in a wrist action shaker at -
high speed for 15 minutes. . coL _ A ]

3.°. Decant the ethyl acetate through #541 Whatman filter pape.r (or quuii:ale.ht) L

-~ .into a 500 mL evaporating flask. w . ‘ . o SR

4. Repeat thé'e.vct_ractioﬁ and filtration steps 2 more times, each t:.meum.ng 100

‘ mL ethyl acetate only. S - comt T
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Fvaporate the combined. ethyl acetate extract at less than 40 C to 5 mL for,

. sgilica gel colum cleanup:. .

' §illica Gel Colum Cleanup: o

1. -

‘ Standard:

Prepare silica gel, 7% activated with deionized water, the day before colum
cleanup step in order to allow the activated absorbent to qui.'l.i.brate-

. evernight in a tightly sealed container.- (Silica gel: Davison Chemical Co.,

grade 923, wmesh 100-200 and owed to dry at 135 C for a minimm of 18

“mransfer 20 grarns of activated silica gel to a 5.5 cn % 300 ml chromatographic

colum. Top with 5 nil.anh codium- sulfate and prewash column with 50 mlh .
HPIC grade hexane.. R, s

Transfer the sample extract (in 5 nlL ethyl acetate) to theléo]..mm.'

Wash the sample flask with 2 X 5L hexane ‘and allow the solvent from the

column application to drain. Discard solvent collected from this step. - -

_ Wash the colun with 200 nl 1:1 'hex'ane:et.hyl‘acetate and d:.scard this wash.

Flute methomyl with 200 ml of 10% HPLC grade methanol in ethyl acetate into'a
500 mL evaporating flask. o ‘ T T o o

Evaporate the eluate at less than 40 € to-about 2 nl and transfer to a test

_ tube using about 2 mL ethyl acetate for rinsing and transfer.

Exraporabe the extract to about 0.2 mL in a 40 C water bath and store in the

freezer for HPIC analysis.

The standard used was methomyl from Chem Serv., Lot No. 14-114, Ps=775 and had 2 ;
99% purity. b T o N S _ :

- Forti ficétion:

The check sarples were s;jiked. in ethyl acetate and extracted like the_sams;leé.

1.

Just prior to HPLC anélysis,: blow the 'sample extract to dryness with a gentle
stream of nitrogen and dissolve the sample residue in 2.5 mL of mcbile phase

for HPIC analysis so that 1 mL of extract equals 10 g of sample.

| _'.Analyze‘ the samples and standards for ngthowl'.usirg the folim"ing corditions:
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Instranent: | SPB450-2 with:SPETIO-2 I |
oolum:. . . 5 ym % 25 cm DuPont Zorbax-ODS, 5'u particle size ’
Mcbile Phase: .84% vater, 15% acetomtrue, L acetu: ac.ld

Ccolum | ' "
‘I‘exr_lpemt\.im: o P;nbieht o

| Petectorh | o UV at 233 .:jn-n

. Suitable concentrations of standards containing methcmyl were :mjected into the
HPLC to construct a ‘standard curve based on peak height (in mm) of standards.

 Peaks below 100 mm were measured to nearest 0.5 “mm. Peaks above 100 mm were
measured to nearest mm. ' The amount of methomyl residue in the sample was
calculated using the follo.-:mg equat:.on" ' ‘ ‘ S :

Do = S D . vhere |
ppﬁ = parts per mn_lllcn methcmyl a.nthe sample

ng = g methcrnyl frcm the standard curve based on peah he:.ght raponse of

mg = 'mgsample extract mjected :mto the HPLC. o

'
For Example: _ L

1. ForM L. No. 50382, check: . _ _
0.0 mm peak helght was equwale.nt to 0.0 ng methomyl from the standard d:ryé.

0.0 ng methomyl =- 0.0 ppm, - which was less than 0.02 ppm .

ppn 200 mg sample -

61 .



L R . DuPomRepano.AI-VIR-IZI'S-SS R

e

3. For M.L. No. 50382, spJJ-ce 3:- _ S o

A 8.0 m pe.ak helght was eqxnvalent to 40.0 ng methamyl from the standard curve.

L D e iwm = . 0.200 P -
' ‘ e . 200 mg sample - -200 P

ike le =

3. Recover -
. % | ery Fortlflcat:.on level (ppm)

' For M.L. No. 50382, spike 3:

¢ recovery < = | Q200EEL_ 0.0mm x 100 = 2008
PEET L 0200;m - -

#Net ppm
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