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Determination of Carbamate Insecticide in Milk
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1#un aldicarb  sufone  uaz 3-hydroxy carbofuran  fsrsueaidudu 0.02 ,0.05 way 0.1 Haaniusenlanix
WUAIBAINANINUTLANENINIZeY LNty AalsANUItananwae (% recovery) Lﬁﬁﬂ@@j‘lu'ﬁw 82.4-99.6 ANTALAY
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ABSTRACT

The method for determining carbamate insecticides in UHT milk was modified base on the
method developed by R.I. Krause. The carbamate residues are extracted and cleaned up by liquid-
iquid partition and charcoai-silanized celite column. These residues are then separated and analysed
by High Performance Liguid Chromatograph with Flucrescence Detector using post column derivatization
technique. The recovery data was obtained by fortifying the milk samples with 5 carbamates and 2
toxic metabilites at levels 0.02 ,0.05 and 0.1 mg/kg. The range of average recovery was 82.4-99.6% and
the range of average relative standard deviation was 2.1-7.4%. The limit of quantitation (LOQ) was 0.02
mg/kg and Limit of Detection {LOD) was 0.006 mg/kg. By this method, 16 samples of mik were

analysed and no residue was found in any sample,

Key words : High Performance Liquid Chromatograph, carbamate insecticides, milk.
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Mobile phase 12% qQcetonifrite in

water gradient o 70% acetonitrile in water
within 30 min

Method Detect insecticide Residue
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y P~ 9 ./

1M gUlu methanol IuRAMNLENIY 1 Lg/m

i working standard

\5avila wazaUnsai

Analytical column : 25 ¢cm X 4.6 mm Id
column containing ¢ micron Zorbax C-8 spheri-
cal particles

Liquid Chromatogragh system

-Solvent delivery system : Spectra-phys-
ICs model P4000

-injector : Manual sample inject vaive
model 7125

-Column oven : Millipore

-Hydrolysis oven : Gas-chromatograph
oven model F11 (Perkin-Elmer)

~Detector : Fluorescence (Jasco model
PF 110)

-Integrator : Spectra-physics (Chromjet)
lPeRaannEATRIRa
Flow rate : 1.5 ml / min
Column oven temperature : 35 BIANTALTUS
Hydrolysis oven temperature : 100 DIANLTAL TR
rate of 0.05N NaOH

and reqaction

Flow . 0.5 ml/min each
solution
Fluorescence Detector
. Excitation wavelength 340 nm.
Emission  wavelength 435 nm.
Sensitivity : 50 % full scale deflection

of carbofuran 10 ng.
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