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Pestcide Name: Naled

MRID #: 404941-01
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 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 questions cdﬁceming\
the methods, you may contact Elizabeth Flynt at 228-688-2410 or via e-mail at
flynt.clizabeth@epa.gov. :
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DETERMINATION OF NALED : o

AND DICHLORYOQS IN SOIL SEDIMENT FILE NO.: 750.01/DIBROM

METHOD RM-35-1 Ny * DATE: OCTOBER 27, 1987

INTRODUCTION

Naled (Phosphoric acid l,Z-dibrmo-z,Z-didﬂofoethyl dimethyl ester) is an .
insecticide which is rapidly converted by soil to dichlorvos (DDVP). This method has
been developed to determine naled and dichlorves in soif sediment. The method
consists of extraction with hexane and measurement by gas chromatography with

mtrogenlphosphorus detectxon.
REAGENTS

" Acetone - Pesticide grade for rinsing glassware.

DDVP - Analytical standard. Stock selution prepared in hexane.
Reference standards prepared by dilution with hexane.
Fortifying solution (10 pg/ml) prepared by dilution with acetone.

Dipropyiphthalate - Eastman Kodak. Prepare a 1% sclution in hexane.
Filter Paper - Whatmnan No, 32, 13.5 cm, or equivalent.
Hexane - Pesticide grade.

Naled - Analytical standard. Stock solution prepared in methancl.
Reference standards prepared by dilution with hexane,
Fortifying solution (10 ug/ml) prepared by dilution with acetone.

Sodium Sulfat= - Anhydrous reagent grade.
Saturated sodium sulfate solution.

APPARATUS

Rotary vacuum evaporators with a2 maximum water bath temperature of 300C.

Reciprocating shaker.
Gas Chromatograph
Hewlett-Packard 5390 equipped with NP detector and automauc sampier

and recording integrator.
Column: 30m x 530u 50% phenylmethylsilicone wide bore caplllary (ty

thickness)
Column Oven Tem perature°
Initial: 1250C with no hold
Rate: 159C/min

Final: 210°C hold 3 min
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Detector Temperature: 2759C
Injection Temperature: 1500C
Carrier Gas: Helium at 20 mL/min
Detector Makeup Gas: Helium at [0 mL/min
Alr: 20 mL/min i
Injection size: 1-2uL N
Retenticn Times: DDVP 2.33 min {Fig. 1)
: Naled 5.68 min (Fig. 2)

EXTRACTION

The sediment sample is suction filtered and about 10-g sample taken for moisture
determination. Transfer a 30-g sample to a pint amber bottle. Two control samples
are fortified at this point with 0.5 ml of an acetone solution of either naled or DDVP
standard for recovery purposes. Add 20 ml saturated sodium sulfate and swirl to
mix. Add 100 m! hexane and shale with a reciprocating shaker for 85 min. to one
hour. Decant and measure 50 ml of the hexane extract and pass through anhydrous
sodium sulfate in a glass funnel into a 250 ml round bottom flask. Rinse the sodium
sulfate with about 20 ml of hexane into the round bottom flask Add 1 mi 1%
dipropylphthalate as keeper and evaporate the filtrate just to dryness on a rotary
vacuum evaporator using a water bath temperature of no higher than 309C being
careful not to evaporate any longer than is necessary. Add 3.0 mi of hexane and
proceed with the measurement.

MEASUREMENT

- Transfer approximately 0.5 mL of the solutions to be measured to amber vials for

use on the autosampler. Load the sample tray in the following order: DDVP
standard, naled standard, DDVP standard, naled standard, sample, DDVP standard,
sample, naled standard, etc. alternating samples and standards. The standard vials
contain 1.0 ug/mL naled or DDVP in hexane. The integrator is programmed to

measure peak area or height.

CALCULATION

Peak Area (sample) x 1.0 ug/mL x I mL x 2
Mean Peak Area of Std. x Sample Weight (50 g)

PPM =

LIMIT OF DETECTION

The limit of detection is 0.01 ppm for both naled ar.y DDVP.
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NOTES

IR T Naled is ﬂwﬂ-mml.lyl labile and so the injection port temperature is maintained
. as low a3 is practically possibi= °  : Zecomposes to DDYP and under the
mdiuqustateddwnal st - = give 3 DDVP peak which has less than

_-flO%oféﬂ\epeakmnoIthe naied peak. This is equivalent to less than 5% -
" decompouuon of naled, which is acceptable. A

2. The relative standard deviation for the 1.0 pg/mL reference standards ln]ected-
¢ with the samples should be less than 7%.
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Residue Laboratory (2)
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