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Abstract : A simple and rapid method known as matrix solid phase dispersion(MSPD) for
simultaneous determination of 11 pesticide(2,4,5,6-tetrachlor m-xylene, ¢-BHC, y-BHC, 0-BHC,
aldrin, chlorfulazuron, heptachloroepoxide, dieldrine, endrin, endosulfan sulfate, and tetradifon)
in beef fat was estabilished. Beef fat(0.5g) was fortified by adding the 11 pesticides and
dibutylchlorendate as internal standard, and blended with 2g bulk C;, in pestle and motar.

Pesticides were eluted from an extraction column composed of C,y/ fat matrix blend and 2g
activated Florisil by addition of 8ml acetonitrile. Then 2pl portion of the acetonitrile elute was
directly analyzed by gaschromatography with electron capture detection. Unfortified blank
control were treated similarly. Recovery rate were ranged from 831 5.4% to 94.247.6%, intra-
assay variability and inter-assay variability were ranged from 2.3% to 7.4%(n=S for each
insecticides) and from 6 +1% to 12+ 3%(n=10 for each insecticides), respectively.

These results indicated that the MSPD methodology is aceptable for the extraction,

determination and screening of residues 11 chroniated pesticides in beef fat.
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Table 1. Calibration equation of 12 pesticides from mixed
standard solution

. Y = ax+b
Compounds concentration . 5 r
24,56 TCMX"  0.03-005 2164004 891.-013 1000
a-BHC 0.03-02 4.13.+004 3.05+003 0.995
y-BHC 0.03-0.2 9.48.+004 -8.07.+003 0.994
0-BHC 0.03-0.2 4.13.+004 -6.65.+003 0.998
Aldrin 0.03-0.2 791.+004 -4.19.+003 0.998
Chlorfluazuron  0.2-0.15 7.08.+003 5.61.+003 0.987
Heptachlorepoxide  0.05-0.4  4.17.+004 -3.78.+003 0.999
Dieldrin 0.03-02 434004 -5.3.-001 0999
Endrin 0.03-0.2 434004 -5.30.-001 0.999
Endosulfansulfate  0.03-02  4.1.+004  -2.14.-002 0999
Tetradifan 0.03-02 794004 -2.23.+003 0.999
Dibutylchlorendate  0.03-0.2  3.38.+004 2.47.-002 0.998

a : 2,4,5,6-tetrachlor-m-xylene
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Fig 1. Gas chromatogram of standard organochlorinated pesticides mixture. Peack identities are 2,4,5 6-tetrachlor-m-xylene(1), ¢-BHC
(2), y-BHC(3), 6-BHC(4), aldrin(5), chlorfluazuron(6), heptachlorepoxide(7), dieldrin(8), endrin(9), endosulfansulfate(10), tetradifon
(11), and dibutylchlorendate(12).
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Fig 2. Gas chromatogram of acetonitrile extracted blank contro! beef fat *. Ret. time 41.470 is internal standard(dibutylchlorendate)
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Fig 3. Gas chromatograms obtained from the ECD analysis of the acetonitrile extract of beef fat fortified with pesticides at(A) 500ng/g
and 65ng/g. Peack identities are 2,4,5,6-tetrachlor-m-xylene(1), ¢-BHC(2), y-BHC(3), 6-BHC(4), aldrin(5), chlorfluazuron(6), hep-
tachlorepoxide(7), dieldrin(8), endrin(9), endosulfansulfate(10), tetradifon(11), and dibutylchlorendate(12)
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Table 2. Relative percent recoveries, average percent recoveries, and intra-and interassay variability percents for the 11 chlorinated

hydrocarbon pesticides isolated from fortified beef fat

Recovery %
Con. ng/g -
2,4,5,6-tetra chlor-m-xylene a-BHC B-BHC 4-BHC aldrin chlorfluazuron
65 82+10 86115 87+15 821;13 86+16 90+5
125 94+£7 84+16 83x12 90+10 92+14 8611
250 90+11 90+6 89+10 9217 96+8 85110
500 10215 96+12 90+11 98+4 98+10 90+9
1000 98+12 96+8 94+7 90+ 10 92+£9 83+14
Av. % rec’ 932476 90455 88.6+4.3 90.4+5.7 92.8+4.6 84.8+37
1AV, %° 52 4 31 25 42 37
IRV, 5¢ 1242 10+4 9+3 11+5 10£3 816
r 1.000+0.004 0.995+0.003  0.995+£0.003 0.994+0.004 0998+0.004 0.987+0.004
Con. ng/g heptachlor-epoxide dieldrin endrin endosulfan-suifate tetradifon
65 85114 86112 8519 88x15 98+7
125 89+16 9548 98+13 80+11 85+13
250 85+5 91+8 96+8 7519 90+11
500 95412 96+3 104+ 14 87+10 82+5
1000 90+7 89+5 8813 8518 87+6
AV, % rec’ 88.8+4.1 914141 942+7.6 83+54 88.4+6.1
1AV, %° 74 4.8 41 6.1 58
IRV, %° 7+3 6+1 913 11+4 1243
r 0.999+0.003 0.999+0.003 0.999+0.004 0.999+£0.003 0.999+0.003
a : average percent recover(n=10)
b : Intra-assay variability, n=5
¢ : Inter-assay variability, n=10
d : Correlation coefficient from linear regression analysis
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