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N, 10 mL/ min; 60 ml/ min; 6 mL/ min \ 2L
GC- MS : EI . 70eV, 230 C, 150 C,
1500V; 250 C, 280 C; 30~ 550u 80 C, 1 min
10 C/min 200 C, 0.5 min; 3 ‘C/min 230 C, 2 min; 15 C/min 280 C, 5 min
He 1. 0 mL/ min, s 2uL
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4.0 x10°° ., -47T 24 h
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Table 1 Effects of microwave power and radiation time on the recoveries of OCRs

RI% (RSD< 5.6%. n=3)

0CPs 198 W 300 W 00 W
1 min 2 min 3 min 1 min 2 min 3 min 1 min 2 min 3 min
a_HCH 583 65.3 73. 8 62 5 75.2 87.2 70.6 86.9 84. 4
B_HCH 65.2 70.9 76. 4 68. 1 73.6 84.6 75.9 91.8 82 3
Y_HCH 57.4 66.5 75. 1 66. 4 4.2 81.2 725 88.3 88. 2
6 HCH 66. 8 73.7 80. 2 72.9 78.6 88.2 821 95.7 94. 9
P p/ _DDE R.3 101. 5 108. 4 98. 7 105.7 112.2 103.2 1. 6 114.5
o, p_DDD 60. 3 69. 8 76. 5 71.5 76. 1 826 74.2 83.4 82 3
o, p_DDT 67.5 75.3 821 72 4 7.5 85.5 75.7 91.3 89. 5
P, p/ _bDT 57.1 62 6 54.7 63. 8 58.6 58.5 66.2 60. 3 59.5
2.4
s 30% s
2.5
2 2 s ( 83. 8% ~ 102 5% ) s
( p.p _DDT  60.3% |, 83.4% ~ 109.6% ,
, P p/ _DDT ), s
2
Table 2 Comparison of the extraction of OCPs in fish sample using MAD and waterbath_heating digestion
. w0/ 10 °
Sample
o_HCH B_HCH v_HCH §HCH .5 DDE 5., DDD o, , DDT 5., DDT
A 0 4%f0.01 05%0.01 12f0.3 08Ff007 3 1X0.4 L4F0 0 12%£0.04 10EX007
B 0. 4%0. 02 - - - 3 1%0.5 - - L8011
C 3. 6%0.2 3,.8%0.2 4.9%0.4 4.6%0 3 7.2%0.3 50%0 1 4. 8%0.5 34104
D 36t0.4 32+0.6 35%f0.8 30*f04 70%f0.6 33Ff02 34%0.6 45%01
*A 10g ,C 10g +4.0x10° s ( A. 10 g fish sample, C. 10 g fish sample added
4% 10 ° OCPs, treated with MAD digeson); B 10g ,D 10g + 4.0x10°° s 80 C
5 h(B. 10 g fish sample, D. 10 g fish sample added 4x 100 ® OCPs, treated with waterhath_heating digestion at 80 C for 5h)
“-7 (undet ected)
26
( MAE) (MAD) 2 :a 10g

25 mL + ( 1) 60W 4min; b. 10 g \ NaSOs



, 25 mL + ( 111 3
600 W 4 mi Table 3 Comparison of microwave_assisted digestion and microwave
o " . ) _assisted extraction in recovery
3 ( 60% ~ 800 ) ,
0,
OCPs OCPs Rl /(1 "
B 8 MAD MAE! MAE
s a_HCH 8.9 62 1 87.8
. B_HCH 91.8 57. 1 85. 4
’ y_HCH 3.3 71 8 826
) s 6_HCH 9%5.7 75. 5 83.6
p,p/ _DDE 109. 6 86. 4 89. 8
p. p_DDD 8.4 77. 8 81.9
’ 0,p DDT 91.3 89. 2 85.0
, , p, p _DDT .3 75. 1 84.5
, 10 g 20 mL
- ( 4:1)  600W 2 min, ( p.p DDT
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Determination of Organochlorine Pesticides in Fish Sample

by GC Using Microwave_assisted Digestion

Li Gongke, He Xiaoqing, Xiong Guohua, Yang Manya, Zhang Zhanxia
( Department of Chemistty, Zhongshan Univessity, Guangzhou 510275)

Abstract A method of microwave_assisted digestion for the determination of organochlorine pesticides in
fish sample by GC~ ECD was developed. The optimum conditions for digestion and extraction, such as
the digestion_solvent composition, microwave_assisted digestion pressure and time, extraction solvent type
and composition were studied in detail. The experimental results indicated that all of organochlorine
pesticides except for p, p _DDT could be quantitatively recovered under the optimum conditions. The
analysis results agree quite well with those obtained by traditional method of waterbath_heating digestion.
The method is rapid, efficient and accurate.
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