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7890A-5975C BYSARC5- Bk Kk JH AL (£ [E Agilent) , i 7683 8 gl 4%, EI Ji; 4% 44 DB-
5MS B4 ,30 m x0. 25 mm x0. 25 wm; T-18basic KIH4) i 4% (2 [E 1KA) ;2-6P 5 4000 r/min fI§ 3% &5
D HL(FEE Sigma) ;4003 AU 2 A AL (7 E Heidolph) ; DC-12 BYRWMAL (_E 1235 ) 5 — W% P i | itk 6t
AR RARE S (T8 [E Dr. Ehrenstorfer ) ; Envi-18 [ AHZEHUNE 2 g, HEAAFH 12 mL, Florisil [ #H %€ BN
1 g, FEAAR 6 mL(E[E Supelco) ;28 728 FIE O ey (3 4 ( 358 Merck ) , Ho w1201 140 4 43 v 2 5 5236 FH K
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1.2 SRHE
1.2.1 H&ar  FREC10.00 g HEfrfe s 2 50 mL 20459, A 2 20 mL, Fi3 5115000 1/ mind?)
J5i 30 s, A 3 g NaCl, 4k 2234 5 30 s, i | 35 7 354335 % ,4000 r/min B0 10 min, HLZ 5210 mL, 1
H ik

4 Envi-18 #185 TX0fE A EJr AL em S JOKERER SN, FH 10 mL ZiE1E AL, 572 CIEH I,
PEPRBOREAE , R 15 mL SIEBENL, B AR IR TR e 25 kK 2T, V(IR CBR) : V(IED
fi) =119 IRAH A 2.5 mL x 2 AR B, 148 5 mL V(LR OER): VIECKE) =1:19 &
BERITE AL ) Florisil A1, JF 442 FZIR SRR BE , LUK 4 10 mL,40 CF N, T, EC I E R 2
1 mL, 700,
1.2.2 @3 F4F 00 He S (HRE 99.999% ) , a2, i o 1.0 mL/min, #4171 3R EE
220 C,#FEf 2 wb, AR . ARG IR E 60 C,{fRFF 1 min, LA 15 °C/min JHif % 300 C, {RFF
5 min, ORI LR BE 280 °C, 55 F U5 IR BE 230 °C, PUMRFFIREE 150 °C, % Tk =% EI, B FhEg i
70 eV G as L AR A SRS M 400 V., 435 B H m/z 2 50 ~ 400, SEdE 44 I Bg - — e
MEBRBE TN m/z 198, EMWE T m/z 199,200, IWHEAERERE T m/z 383, EMWE T m/z 282,254,
BE BRI 1] 60 ms
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2011 I IR NS I SRR B R AE S A R R R R 1T HL S 5 iR Y SPE A A
VCHC, o W4 ol B AT, AR SCR I SHE $E I B30 A NaCl, KA HUA 7385, LABR 25K Rk
R
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AU INERES W HORE TS ARZG 7385 o AN SCRITAL BT 125 1) e A SEL B8 D AN BP0 5 B8 R A A ) 1) 282
FIANBR 6 38 S5 JL e AR B, 12 B ST FARAL S W0 AR MY B, 5 36 2 A 7 A e — AR P X ] i
— W XTIV 55 F ARG S AR 3 TR 24 s i, U] H AR 5 W0 FE 1 X T P, 21 i PR AN 12
KRR AR DA BR 2 o X — X IR PR i 2 e P SR SCBE: (1) 24 Envi-18 #, Envi-18 4 7k
B A e A e A i R i A R ) T B A IR VR, T L
B 25 RER o 55 R 9 2% 55 (2) 156 1 Florisil A, Florisil A2 5 M PEBE AL AL , XA AL 5 WA 05 1
B B VIZRROHER): VOIECKE) =1:19 {RAE RV, 7T LABR 23 K E 0k 2%

B 1o AP IR (2) B BARDEAR IS AR , 120 SR T BRARAE A% B, o FH I AR R P 36 29511 e it 22 5
PEATRE AR VO - VOIEC Ke) = 1:9 IR G RIVEBLT , i T 0 AR X 8558, 2 4> H s
5 mLPY LA BB , (R 22 2% o [ it e R I, v AR BOR B0 22 s T VIR R ) = VIEC k) =
L 1O A IR DEBEI , PRI PR 55 , AL RCRAF , AR IAE 10 mL A HEAR 52 4 [T 5 40 252 A1 38 771 4%
P VIZRRAHER)  VOIECKE) = 1:49 RGeS, BEBUA IR # 25 mL ik — T8 1 J1 ik A7 4t
K, HERAEm RS, Br A A V(LR CHR) : VOIECKE) =1:19 IR 51 10 mL Pt H s
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Fig. 1 Elution curves of fluazifop-butyl and
pyrimethanil on Florisil column
Elution solvent:a,b. V( acetone): V(n-hexane) =1:9;
c,d. V(ethyl acetate): V(n-hexane) =1:19;
e, f- V(ethyl acetate): V(n-hexane) =1:49
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Fig.2 TIC chromatogram of green onion spiked
with 0. 05 mg/kg mixed standards(A) in
SIM mode extraction chromatograms of quantitative

ions(B. m/z 198 ;C. m/z 383)

FCAET 10 B 2 0 H A E &R IRYG/DT 0. 01 mg/kg, 73k IR RS LA RILEK 1. K 1 451K
B, — H R TR [T WSy 81. 4% ~94. 6% , L5 SR PRAE s LSRR B R 1) IR N 107% ~129% , W A = o
SR FHBE ST PERR v 100 H I A B, SBR[ AAE 89. 0% ~ 101% , T LA g 35007 A U T 28 Jo g 5t

B R KA TR R i B2 SR

WIS, o T e AN 22, AR A Al 1252 LAY, i EL SR i 2

ot DT PR HE I E RGN T A, i RAAS SCATD R MR VR W Mk E i, A5 R AT, LR

A LA AL P T A R R R BRI K

x1 FHEOWEIEZEE(n=6)
Table 1 Recovery and RSD of the method(n =6)

Pesticide Added/ Found/(mg-kg ") Recovery/ % RSD/%
(mg-kg™")  Pyrimethanil Fluazifop-butyl Pyrimethanil Fluazifop-butyl Pyrimethanil Fluazifop-butyl
Green onion 0.01 0.008 23 0.0129 82.3 129 11 9.7
0.05 0.044 2 0.0553 88.4 111 8.2 5.5
0.20 0.169 0.221 84.5 110 3.3 5.1
Scallion 0.01 0.009 08 0.012 6 90.8 126 7.2 8.4
0.05 0.0450 0.054 3 90.0 109 4.5 6.4
0.20 0.177 0.214 88.5 107 5.7 4.0
Onion 0.01 0.008 14 0.011 5 81.4 115 7.4 6.3
0.05 0.047 3 0.054 1 9.6 108 5.1 6.0
0.20 0.189 0.219 94.5 110 6.1 4.3
5 % x #
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Determination of Residual Pyrimethanil and Fluazifop-butyl
in Onion by Gas Chromatography-mass Spectrometry

SU Jian-Feng"* , ZHONG Mao-Sheng’, ZHANG Guang-Jun‘,
CHEN Jin-Xiu“, LIN Li-Feng®, LIU Jian-Jun®*
(“Fujian Fairreach Food Safety Testing Co. ,Lid,Fuzhou 350015 ;
" Ningde Entry-Exit Inspection and Quarantine Bureau , Ningde
“Institute of Urban Environment ,Chinese Academy of Sciences ,Xiamen ;

‘China Certification & Inspection Group Fujian Co. ,Lid. ,Fuzhou)

Abstract A pretreatment method was developed based on solid phase extraction (SPE) and applied to
determine the residual pyrimethanil and fluazifop-butyl in green onion, scallion and onion by gas
chromatography- mass spectrometry ( GC-MS ). The samples were extracted from homogenized tissue with
acetonitrile, separated with liquid-liquid partition. The supernatants were purified by SPE ( Envi-18 and
Florisil columns) prior to the GC-MS analysis. Determination was performed in a selected ion monitoring
(SIM) mode and external standard method was used in the quantification. The method was convenient and
rapid after investigating the conditions of pretreatment and determination. Under the optimal conditions, the
detection limits of pesticides by the method (S/N =10) were under 0.0l mg/kg. Tests for recovery were
carried out by addition of standard at a concentration of 0. 01 ~0. 2 mg/kg, the recoveries of pyrimethanil and
fluazifop-butyl were 81.4% ~94.6% and 107% ~129% with relative standard deviations of 3.3% ~11%
and 4. 0% ~9.7% , respectively.

Keywords  solid phase extraction ( SPE ), gas chromatography-mass spectrometry ( GC-MS ), sample

pretreatment , pyrimethanil , fluazifop-butyl , onion



