1 2 1 1

(1. , 100025 ;2. , 100094)

: , RPHRLC HRLCGMS (SIR)
10 : - :
, RPHRLGDAD HR.GESI(+)-MS HRLC LC/MS
10 HR.C
, 0.1 10.0 g/m 0.9996 0.9997, 0.05 2.00 mg/kg
, 69.8% 100.7 %, RO 19% 10.4%
200 g/kg LGMS 0.025 1.0 g/m 0.9995 0.9998, 0.02
0.1 mg/kg , 72.1% 98.8%, RD 0.9% 7.7%

, 10u g/kg

Multiresidue analysis of sulfonylurea her bicides in soybeans
QI Yan, ZHANG Xin-zhong, YANG Qiang, CHU Xiao-gang
(Chinese Academy of Ingoection and Quarantine , Beijing 100025, China)

Abstract: Reverssdphase high peformance liquid chromatogrgphy and high performance liquid
chromatography/electrogpray  ionizetion mass ectrometry have been developed for the smultaneous
determination of multiple sulfonylurea herbicide resdues in oybeans. Sulfonylurea herbicides were extracted
from ybean sanples with acetonitrile, and partitioned by hexane. After the extract was cleaned up with
floridl column, sulfonylurea herbicides were andyzed by HRL.GDAD and HRLGES ( +) -MS and
quartified by externd gandard method. Sanple pre-treatment , LC and LCMS andytica oconditions were
examined and optimized. The results indicated that the methods developed are easy , fagt and senstive. It Ao
dermondrated that these multired due analys s methods can meet the requirements of Smultaneous determinetion
of multiple sulfonylurea herbicides for ingection of ybeans.

Key word: G YCINE MAX; Pedicide Resdues; Chromatography , High Pressure Liquid;

Soectrum Analyss, Mass
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10 ESI 3kV, 110
HRC LCMC , 180 :
407/20, 388/16,
382/20, 402/22 , 358/16,
1 411/22 420/26 , 415/16 ,
1.1 HP 1100 ( 415/16, 469/22
Adlent ) : Chemdation 0.1s
(Rev. 09.01) Micromass ZQ Alliance 2
( Waes ), Masdynx (min) (pH=2.5) (%) (%)
(v3.5) ( Dr. Bhrendorfer Q. 0.00 0 0
Germany) ’ 2.00 60 0
Milli-Q 10.00 55 45
15.00 10 PO
(2000 g/m)) 16.00 80 20
-4 ' 25.00 80 20
1.2 >
1.2.1 5.00 g 50 mi L)%
30m , ) 2 ,
30 m - , ’ '
1 1) y 10
1.2.2 2.59
20 ml , 8m ’ ’
, 8m + + (7.5+2+ ’ ’
0.5) ,20 m + (5+5) 4 HR.C
: : 82 ,80r/min HR.GMS , 10 ,
1m N, , im,
1 10
1.3 HRC Kromad! KR100-10 Cgs HALC 2 LCMS
, + (pH=2.5,85% ) TIC
, 1 1.0 m/min; 45 ;
8
230 nm; 10p | 6 12345 6 (8910
5 4
1 ElN M ﬂ
2
(min) (pH=2.5) (%) (%) 0
0.00 %0 20 0 25 5 75 10 125 15 175 20
2.00 65 35
10.00 0 0 1 2 3, 4 5
6 7 8. 10
15.00 40 60
22.00 40 60 1 10 HRLC
22.01 10 PO (10Mgl)
25.00 10 PO
2.2 ,
1.4 LC/MS Z0RBAX B-Cp ( )
Adlent ) + (pH=2.5, ) ' " '
5
) 2 0.2 ml/min; ' )
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4 LC- MS

142 ;
89
3
6
4
5
250 500 750 10.00 1250 15.00 17.50 20.00
min
1 2 3 4. :5.
6. 7 8 9 :10.
2 10
(100pgL) TIC
+0.01 nol/L HA (pH=2)
(7+3) + (7+3) oy
GC , Horidl
QS 1
, ,Horisl ,
2-3 t
(y) (x pg/m)
,10 HA.C , 0.1
10. Op g/ml , 0.999 6
0.9997 LCMS 0.025 1.0pg/m
, 0.9995 0.9998,
, 3 4
3 HRC
g/m)
0.1 10.0 y=35.38x-0.28 0.9997
0.1 10.0 y=29.52x- 0.43 0.9997
0.1 10.0 y=38.66x- 0.58 0. 9997
0.1 10.0 y=33.03x-0.22 0. 9997
0.1 10.0 y=39.87x- 0.49 0.9997
0.1 10.0 y=24.70x- 0.89 0. 9997
0.1 10.0 y=34.41x-0.21 0.9997
0.1 10.0 y=27.98x- 0.63 0.9997
0.1 10.0 y=30.68x-1.05 0. 999
0.1 10.0 y=29.68x+1.81 0. 999

U g/m)
0.025 10  y=10620x+108.35 0. 9995
0.025 10  y=5323.8x+92.24 0. 9998
0.025 10  y=66982x- 40.82 0. 9998
0.025 10 y=5883.5x+7.86 0. 9995
0.025 10  y=3937.9x+11.69 0. 999
0.025 10  y=8451.2x+40.32 0. 999
0.025 10  y=9858x+7257 0. 9997
0.025 10  y=83116x+40.09 0. 9997
0.025 10 y=6877.6x+18.12 0. 9998
0.025 10  y=9087.6x+40.50 0. 9995
3 a
6
g 4
2
0
2 255 75 10 12515 17520
min
g b
6
24 6 910
)L o
0 - - Uﬂ,’—/ ’
2025 5 75 10 S125 15 175 20
min
1. 2. ;3 ;4. ;B
;6. 7. ;8. 9. ;10.
3 (a) 0.1 mg/kg
() HR.C
2.4
10 3
0 ,
‘HA.C 10 0.05 2.0
mokg , 69. 8 %
100.7 %, RSD 1.9% 10.4%
0.1 mg/kg HR.C
3 LCMS 0.02 0. 1ng/kg ,
72.1% 98.8%, RSD
0.9% 7.7% 0.1 mg/kg
4
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