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I. SUHHARY/INTRODUCTION

Samnles are shaken with acetonitrileswater and filte:-d
The filtrate is extracted with methylene chloride and the
dried organic phase is concentrated. The residues are
re=suspended in acidified water/acetonitrile and passed-
thrcugh a § cc Cl8 Mega Bond Elut column. The eluate is
partiticned into methylene chloride, concentrated, and
volume is adjusted to S5 mL. The comncgnds in the organic

concentrate are analyzed by GC usan

capture detection.

II. HATSRIALS/H:THOD;

A,

Sguirment

Orbital Shaker or equivalent
Rotary Ivaporator

Glass funnels

Centrifuqge bottles, 250 mL
3uchner funnels

* Neradsorkent Cotton -

Tilter 2lasks, 500 mL :
Separatory funnels, 500 aL

Ni electron

Flat-bottomed flasks, 500 aL and 100 nL,'or ecuxvalent

whatman 34 filters

whatman glass microfibre filters or gqulvalent

Mega 3ond Eluts, 6 ce Cla
Class A volumetric glassware

N-Vap Analytical Evaporator or equivalent

Reacents and Standards

~. Reacants

Acetcnitrile, Optima Grade

Methylene chloride, Optima Grade

Methanol, Optima Grade
Hexane, QOptima Grade

Toluene, Optima Grade
Senzene, Optima Grade

Glacial Acetic Acid, ACS reagent grade or equ:va ent
Sodium sulfate (anhvdrous),

Water, Type 1

2. Standards
Folpet, 97% purity
Phthalimide, 97% purity

!
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3. Standard Selutions

Folpet stock solution: Weigh 100 mg each of the
Folpet standard into a tared 100 aL velumetric
flask and dilute to volume with toluene. The
solution zontains 1000 ug/mL of Folpet.

Phthﬁlimide stoeck solution: Weigh 10 mg each of
the Phthalimide standard into a tared 100 alL
volumetric flask and dildte to volume with

benzene. The sclution contains 100 ug/mL of
Phthalimicde,

From the Folpet stock solution, subseguent
analytical dilutionsg, via class A volumetric
pipets, ar2 made as follows: .

- —— - -

‘ Standaxd Final : - Final
Voluze Concentzation Volume Concentration

mL ug/L &L LQ/:L
3.9 10c0 100 30.0&
1.) 1000 -100 - 10.00
10.0 10.c9 100 *1.000
5.2 10.383 ' 100 9.500
2.2 ~10.09° . 100 ‘ o 9.290
1.9 - 10.02 100 ‘ 9.100°
10.0 9.502 100 . 9.030 -
10.0 0.2G69 1400. .0.020

Sto:e refrigerated.

2., From the shthalimide stock soluticn, subseguent
analytical dilutions, via eclass A volumet-xc
pipets, are made as follows: :

Standarzd Final Tinal

voluze Concentration Volume Concentration

E& ug/nml _ mL ug,/nL
1.0 100 . 100 - 1.000
0.5 160 100 © 0.500
20.9 1.000 .. 100 G.200
10.90 1.000 : 100 0.100
10.0 0.500 ~ 100 ) ‘ 0.050
10.0 0.200 100 ' 0.020
10.90 0.100 100 0.010
10.9 0.050 100 0.005

Store refrigerated.
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Anilvtical Procedure

1.

2.

13.

. all eluate to this point.

Wexch 10.0 + 0.05 grams cf soil xnto a 250 aL
cent:xfuce nottle.

Prepare fortification saaples =y piceting {Class A
veolunetric) appropriate standazd solution onto

.designated samples.

‘. C .
Add 100 mL 30:70: 0 2 Tyce 1 wa=er/ace=onitrile/

acetic acid and shake for 30 minutes =n an orbital
shaker. :

Filter the extract throvgh a Z=chner Zunnel fitted
with a Whatman glass micrs:Eibra filter and a Whatman
34 filter, collecting the extrzact in a S00 aL filter
flask. Rinse the funnel with 9 mL c2 30:70:0.2
Type l,wate:/acetonitrile/ace;i: acid. -

zansfer the sample extract in=> a 250 mL separatory
=nnel, acdd 100 mL methyviene c=loride, ana shake
igorcsusly for .l min. : ‘

Tilter the lower organic shase througk a funnel,
czentaining 1 inch of anhvdrzous sodium suliate
supported by a non-adsorZent csTton F-2g, inte a 300
aL flat-botitsmed flask.

Add 100 aL of methylene zhioriZe to te aqueous .
1ayer, shake for 1l min., and cznbine %he lower
organic ohase with the cczganig zhase ZIzcm above,-
using the same sodium su_:ate filter.

R:inse the funnel wzhh 23 aL me,hylene chloride.
Rotovap ts‘d:ynESS'at 30-35%.

Preconditicn a 6 cc C18 Mega 3ead Eluz with 2 mi
methanol followed by S md 'Type ! waterc.
Resusaend the residue frun C9 with 5 =% 90:10:0.2
“ype 1 water/acetonitrila/acetis acid and transfer
to “he preconditioned C13 Mega Bcnd 2lat. Discard

'Rinse the flask dith 5 mL 30:7C:0.2 Tvoe 1 waﬁer/

acetonitrile/acetic acid and transfer <o the Cl8

' Mega 3ond Elut, collecting the =zlvate.

BRI s R

Add 10 mL 30:70:0.2 Type 1 eate:/acetcnitrile/acetic_‘_

acid to the Cl8 Mega BongZ "1ut, collecting the
eluate. _ .
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14. Transfer the eluate t> a 60 mL separatory Zunnel.
Rinse the tube with 10 mL methylene chloride, adding

a -

it to the separatory Zunnel. .
15. Shake the separatory Zunnel f£or 30 seconds, allew to
settle, and filter the lower organic phase throuzh a

Feighs ' '

zunnel, containing 1/4 Dach of anhydrous sedium
sulfate supported by a non-adsorbent cotton plu
‘iato a 190 oL flat-bottomed £lask.

'15. ndd 10 mL of methylene chloride to the aqueous

faver, shake for 1 mia., and gombine the lcwer
c:ganxc zhase with the organirc phase from above
using the same sodium sulfate filter.

17. Rinse the funnel with 10 mL methylene chloride.
18. =otovap to dryness at 30-35°c.
19. =Zesuspens the residue in 5 mL hexane.

20. azalyze =v GC using 6=Ni,e1ec:ron capture cetec

Suantificaticn External- Standards,
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Chremascgraphv ) -
1. Gas chreomatograph . _
Perkin Slmer 3500 gas chrematograph equlpned wien %3u:
glect=cn capture detector, VG Mul<ichrom conmputer daza
.systea and Perkin Elmer AS 8300 autosampler.
GC C2luan:
g & A Fus-d silica cagillary ‘column
Stationary phase: DB-1701
Film Thickness: 1 um
Czluan D;nens;on. ‘30 @ x 0.53 mm
2. Sucgestad Operating Ccnditions
' Coluxmn temperature 100°¢c, ramp to 200°¢ atCZSOC/—-u,
: hold 2 minr, ramp to 240" C at
hold S min.
Injecsor temperature ) 150°%¢
Detec:pt‘temperatute o 359°% "
volume Injected 2 TL
. P
Carrier gas (Ar/CH,) ' _ 6 mL/min :

PezXx




Soil Moisture
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1. -Weigh alum;num weigh dish and record. 3o not tare.

v”.z. "Add so0il until weight increases 10 to 11 g. 3écord

weight...

LY

‘3, Place in oven at 120 % for at least 12 Zours.

. 4. Set in desic:ator to conl for 15 =minutes.

5. -Weigh and reco:d. ‘.

o e M (WET Weight - Dry Weight)/(bty Height - Al dxsh Weigh=z)

l ' B, :a*calatzons

1.

- Calibration

'

A standard curve is developed for each set ¢ samples
analyzed through the analysis of external standards
spanning the range of the expected residues. Amounts cf
Teolpet and Phthalimide are calculated from the equazion
resulting from regression analysis of * e caiibraticn
édata (calibration curve is obtained by ,lottizg ug/aL
iajected versus peak height). : . :

Cetermination of Sample Residues (oom:

The concentration of the analyte (ug/aL) in the sampla
is calculated from the regression analysis =Z the_
cal:bratzon data.

The sample residue in terms of ppa is calculazed using:
Cznc (ppm) = Conc (ugy/mL) * DF * §V / SW

sg = sample Qezght {g)

7 = final veclume (mL)
D" a dilution factor (if necessarv)

The sample residue in terms of ppa ad: usted Izr so--_
moisture is calculated using:

A¢j Conc (ppm) = Conc (ppm} / (1 - nf

M = moisture content of sample
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