27 10

Vol. 27 No. 10
2008 10 FENX | CESH | XUEBAO (Joumal of Instrumental Analysis) 1084 1087
1 2 2 2 2 2
) 1 ) 7 )
(1 , 100029; 2 , 100026)
- (GC-M9 8
, Cs , DB-5ms ,
(EN (Sm) MS 0.02 0.5
mg/L 0.005 0.010 0.020 mg/kg 74% 110%;
15 % (SIN=3) 0.09 0.77u g/kg
. 0657.63; $481.8 A 1 1004 - 4957 (2008) 10 - 1084 - 05

Smultaneous D etemination of Pesticide Residues from Seed
Coating in Agricultural ProductsUsing GC - M S
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Abstract: A GC - M Smethod for smultaneous detemination of 8 pesticide residues fran seed coating
reagent in fruits, vegetable or grain has been developed The pesticide resdueswere extracted using
acetonitrile as olvent and cleaned up by Cleanert PestiCarb or C3 ®lidphase extraction column
Then, the target compoundswere sparated by gas chramatogrgphy with DB -5ms capillary column and
detemined by mass gectrametry using positive electron ionization under slected ion monitoring
(SM) mode The standard curves for all pesticideswere linear over the concentration range of 0. 02
- 0. 5mg/L with correlation coefficient of no less than 0. 999 The detection |limits ranged fran 0. 09
M g/kg o 0. 774 g/kg The average recoveriesof radish sanple piked with these pedticides at three
concentration levelsof 0. 005, 0.010 and 0. 020 mg/kg ranged fram 74% t 110% with RDs less
than 15% were obtained. The reaults damonstrated that the method was witable for the qualitative
and quantitative detem ination of 8 pesticide residues fran seed coating reagent in fruit, vegetable or
grain samples
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Agilent 6890N-5975B GC/M S ( , ); KQ-250 (
); EYH.A-1000 (Rikakikai , ); DSY- (
); Visprep™ (Swpelco ); Cus
6 mL /500 mg (W aters , ) (J. T.Baker
, ) 8 97% (L abor Dr. Ehrensiorfer - Schaefers, )
1 000 mg/L , - 20 , 12
1.2
1.2.1 (1) : 10.00 g 50 mL , 30
mL 40 min, 8 000 r/min 10 min, 15 mL
. 10 mL 2 Is ,
2mL - ( 80 20) , 1 s ,
10 mL , 10 mL - ( 80 20) ,
, 1mL, GC-MS
(2) : 10.00 g 0.45 mm 250 mL ,
30 min Cis , , (1)
1.2.2 (1) DB-5ms : 30m x0.25mm x0. 254 m ( ); :
( 99.999% ) , : 1.2 mL /min; 100 1 min, 30 /min
130 5 /min 250 10 /min 300 5min; : , 1
min ; D 2UL; : 290
(2) : (El): © 70 e/; ;150 : 230
1 , 23
) 1 , 8
SM 1
1 8
Table 1 The retention time and characteristic ions of 8 pesticides from seed coating reagent
Pesticide Retention. time Start t"rne Quantitative ion Qualitative ion Dwell time t/ms
tz /min t/min mi/z ml/z
Quintozene( ) 15. 04 5.00 237 295, 214, 142 80
Tefluthrin ( ) 16. 17 14.10 177 197, 141 100
Chlormpyrifos( ) 19. 47 16. 60 197 199, 314 50
Triadimefon ( ) 19.99 16. 60 57 208, 128 50
Iofenphosmethyl ( ) 20. 61 18.85 367 369, 213 100
Fipronil ( ) 21.41 19.80 143 235, 87 100
Carboxin ( ) 24.02 21.50 250 125, 70 100

Tebuconamle( ) 27.31 24.40 199 121, 241 100
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Fig 2 SM chramatogran of radish blank sanple
(A) and piked with 8 pesticides at 51 g/kg(B)
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2 8 (n=6)
Table 2 The regression equations, r and detection Imits of 8 pesticides and recoveries
and RD sof 8 pesticides in radish sample(n =6)

o ) . Fortified concentration A verage recovery R Detection limit(S/N =3)
Pesticide Regreﬁon equatlon w/ (U q kq’ 1) R/% Sr/% w/ (U q qu 1)

Quintozene y =188x - 364 0.999 3 5 88 13.87 0.29
( ) 10 84 14.73
20 74 5. 69

Tefluthrin y =696x +1 260 0.998 7 5 88 6.73 0.16
( ) 10 89 12.32
20 97 8.82

Chlompyrifos y =242x +530 0.999 2 5 106 3.89 0.51
( ) 10 105 6.55
20 95 4.60

Triadimefon y=1550x- 4050 0.998 8 5 93 7.85 0.54
( ) 10 93 14.32
20 88 11.52

Iofenphosmethyl y =323x +557 0.998 9 5 110 3.41 0.17
( ) 10 107 6.85
20 102 2.62

Fipronil y =389x - 654 0.999 1 5 102 5.02 0.35
( ) 10 104 6.29
20 103 5.34

Carboxin y=1400x+1030  0.999 2 5 107 2.53 0.09
( ) 10 107 4.89
20 100 6.28

Tebuconamle y =388x - 1 070 0.999 4 5 95 5.03 0.77
( ) 10 91 2.90
20 94 6.28

*y. value of repponss, x: concentration of pesticide(mg/L)
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5% , “1.2" , CEC
D/L1ieu , LLeu D-ieu 12.5 13.4 min
2.7
, L4teu D4eu 0.05 1.5mmol/L (X) ()
, Yitay =5.00 X 10°X(ay +5.76 x10° (r= 0.997 0); Ypiey =5-00 X
10X orey - 3-79 x10° (r= 0.996 0) 100 mol/L (S/N = 3)
2.8
0.1mmol/L D/L4ieu , , (5 ) 5d
, Lieu 2.61% 2.98%, D-ieu
2.88% 3.39%
3
CEC D avankov
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