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1]

FARHERI B R A B R B MR C 39 SRR % .

AR EZAEAT HEEERZR AR LFAO.

FARERE RN P ER BB EIT 5B .
AUEEREENBRAR FRA BE FEP EH KIS FER . FR RS RN .
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AETEBREBREAZRBENNE

1 SEHE

ABRHERLRE T K7 5 SR i ke e W B R | PR R BB L BN L R AR L LA Lk
T R SR B SR TR N R R ) R SO 5 3 A B £ 3RS/ R T R T

A EERATRE PR AR e | P B B R e SRR . W I | SRR e T v
R | U TA KE R AR B B A B R E .

2 HEMSIAXH

TSP AR SR A AR RS TRy AR R A3k, LR TE B ARSI RS, KBS T E
BB CREHE IR N SR IT IR A TE T AR, AR 1T, SRR 38 A AR v 2 R M L & T BF 5%
BB AE X SR A . LEARE B M5B, ERFRAER T AR,

GB/T 6682 ki = F/KMEAIKXR ) 3% (GB/T 6682—2008,1S0 3696:1987,MOD)

3 FE

PR PR BEIR KRR I Z I R, 28 P Bak A b5 , R 8080 €835 A0 980 038 -5R 3%/ R
BWESMREER.

4 HFAFHE

BRAES B R, AR R 44, kA GB/T 6682 Bl —&K.

L -k,

B,

5] 8

ZEH .

Ed.

AR,
.7 EFBEEL 60 mm~100 mm,650 ‘CHt 4 h, EERRE ,FRIL 95 g AT BRELIMA 5 g K, Bl
BEKBRSYUMEFT BEL, BRABORPETESPLEIREEA.
4.8 KB 650 CHE 4 hBHEETTERSVTERER.
4.9 —FHLH-NE-FRE(7.54240.5, KB . BE 7.5 mL — & H 5.2 mL WEIM 0.5 mL HEE,
',
4.10 —@HRE-FEQ+H1ERL B 10 mL Z& P LM 10 mL FEE,BY.
411 PERE.0.22 pm,
4.12 frR¥ES FREETERE R B RE L PR RE (RECR R R L B RE N AR L A R LI R R L U R
R BUERERE, i KT 980 . HXERS MR Adk AL,
4.13  ARYEME SR HERR AR IRGE B Y 10 FhERBERARHE T, FH 2 B 43 B BC ) ¥R BE D 100 pg/mL B4R HE
220

4.14 BRAEWHETER BEFTE, S FIBE 10 Fof B BR AR M6 5 B 2 R B H BE SE R
BT,

bl
o s W N =
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5 {NEEMEE

5.1 ESMBAHEIE(HPLO) . BA BRI aE.

5.2 WA fARE- BRI R (LC-MS/MS) . it & BB E 8 FI(ESD.,

5.3 M.

5.4 BEIEHALAL 300 mmX 10 mm(AR)FHENHE MRKKEA 2 cm KAKBBRH,2.5 g WS K EF R
FEt,2 cm B XKBRH . SHRA 20 mL ZFH k.

5.5 .

5.6 B,

5.7 MEFEFEEAL.

5.8 ENUBRIHEBELE.

6 KEHESRE

6.1 RKEHE

BURFRHIREE 500 g, A VLB B H 23 0. 425 mm WA IBMYE  EAEBERE
L EE IR
6.2 WHEARE

BHEETF 0 C~4 C BMEGF. BHEE HIREARAESBES N LA ZBEREERERLGTEER
HAR .

7 SWPR

7.1 £H

FRES giRFECRERE 0.01 @ T 50 mL BB ZHBELEH, MA 30 mL ZE TR R
20 min,4 000 r/min B.L> 5 min, ¥ EHBEHEA 150 mL A%+, FrRRESMA 0O nL ZBEL
ERBAE-RKAHFRRBEBE TR . moaBEFPMA 30 mL FZ BRAMEKIEC 5K, k&
2 min, FESBRFEECKE, ZHEEHT 100 mL M 40 CREKRSGELZZT A5 mlL Z&
B GE v R AR I
7.2 B4

B EREBRBREVHEBEL L, A 10 mL Z@ R 5-WE-F R, 5+2+40. 5, & H ) (4. D BE
HFHFE,HH 20 mL “EPHE-FEQHLEFE @ I1I0#THBEFRETRER . BBEBET
EFHAERBAOCTHREZET A1 mL WIIMHBEMRESR. o 0.22 pm JEHE, fit HPLC it LC-MS/MS
W& .
7.3 W=z
7.3.1 HPLC & %%&%

a) ik :Cy,250 mmX4.6 mm(HR),5 pm, HAHYE;

b) WEIM:ZHE- KB pH=2.5) , B ERGSRKMFZE BHEB. 1;

¢) ¥iE:1.0 mL/min;

d) KK :230 nm;

e) HHEE:10 uL;

H H|’:30C,
7.3.2 LC-MS/MS & *%&14%

a) i :Ch,150 mmX2. 1 mm(AR),5 pm, A K #;

b)  FEhAR: ZHE-0. 1 BRK S B EE AR5 WM % B & B. 2;
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¢) ¥YiiE.0.2 mL /min;

d) FHHE:10 pL;

e) HiE:30C.

D FEiHEEAG .- BRMFE BFEB 3MEB. 4,
7.3.3 ERAUE
7.3.3.1 HPLC & AR #EHE M P B BE R 00 5 B, 38 8 VAR B8 AH 30 A9 4 M 1 0 9, 1 TR 9 v R AP B Bt
JOR ¥ e L O 7E AL 2R R I M R METE I . TR ME TAER B A RS RBSEHMNE . 7 LR HPLC
AR RMHT . SERE D518 A EEFEE 10. 74 min, W} EBEEE 11. 25 min, F B 12. 30 min, B
Z WK 13. 59 min, ZBEKE 14. 11 min, 3FEEERE 17. 35 min, BEEEE 19. 15 min, MEEEEEEE 19. 33 min, &
WEEERE 19. 84 min, FEHEEE 20. 89 min, BAHHAIEES LHFE CHEC.1,
7.3.3.2 LC-MS/MS ¥ . RIBA R PEABLIR S0 & B, 38 Wk BEAH L A0 4m M T4 W, 7 U A VB P B
BABERR By ma B A DL AE (LSRR T R MBI N . AR E TR AR SRR S MmN E . £ LR
FME T, SR F A4 BRI EEREE 5. 49 min, BHMEREE 5. 63 min, P 6. 15 min, BEEE
6.63 min, S AERE 6. 86 min, F R RE 8. 46 min, FEKE 9. 49 min, MLEEFERE 9. 91 min, F EHEE
9.91 min, F R 10. 46 min, BWHGE-FIE/ HiEaEHS LR CHEC. 2,
7.3.4 TEHME

5 BB bR S5 WU 8 SR A AR HE T VR, A SRR Ak 6 4 T B 6 3 06 1 R B I [R] 5 AR HE VA WRORE LL TR
+2. 5 UM AR REZ A HE S FRUAS MR T3 TR F B 5 5B AR X R AR 7 WMt X
FEREABIIR 1 WHE , W0 A W5 A AN HAREE Y .

£ EHVUEHANEFEENSARITEE

HMYNBEFEE/% >50 >20~50 >10~20 <10
RIFHHETRZE/% +20 +25 +30 +50
7.4 THRAE
BRA IS , 3 bR W 2 20 BT .
8 SRitEMRZE
REFHFNASYHREETLURANE N[N G BRERZRNDIIE:
AXc, XV
X = A (1)
E

X— RN ASTNRE S’ LA N ERE T (mg/ke) ;
A—REHCP BT 4 o B e T B
AR HE AR WP B A o Ay e T A5
ProE AR R B A KW, A N L 2 T (ng/mL)
V—RBHBEAEFEB AN ZES (mL);
m—— R AR TR LR, RN ().

T HESRTHZAEME.

Cs

9 REMRAMEIME

9.1 WERR
2 bR VE U 435 1R X £ A5 0 4 B B B AR FR O 0. 02 mg/ kg WOAR 038 FR 13 / B33 0 % 45 £ 0 9 4 B0

FEER K 0. 005 mg/kg.
3
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9.2 EigZ

2 bR Y T KB (5 R BB IR R R A IS MMk BEE 0. 05 mg/kg~2. 00 mg/kg FEE I , -1 [ i
K 69.8%~100.7% , MXTERAEMZE KR 1. 8926 ~10.43 %,

2 R HE B AE 38 - TR/ PO VA TR BE AR R R B WS Yk B 7€ 0. 02 mg/kg~0. 10 mg/kg FLEIH, F
BEIHE R 72. 1% ~98. 8%, MIXTARHEM 22 4 0. 906 ~7. 74 %,
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B R A
(BRI
BRREREAEEER
FAl DHEREXRESHAESEE
B R 2 B 20 CAS AFA s
£F FH HIXE 4T IR £

cor
o R R CuHisN, O, S @ e
SN,NHCONH—/ §

oxasulfuron 144651-06-9 406. 4
N=~cH,
S. ,CO,CH;
- %ﬁ & CiHisNs Os S, l ’ N_.(OCHQ
. 79277-27-3 [ AR
thifensulfuron-methyl 387.4 SOZNHCONH—< N
N=
CH,
COOCH; CH;
N
H CuHisN; OsS \
e 74223-64-6 MR SOzNHCONH—</ N
metsulfuron-methyl 381.4 N=
OCH;,4

0

C1 Hy;sCIN; O5 S a OCH.
Bk N W i, CIN, O, [:If““‘ ——
401.8 soNHcoNH—! N

triasulfuron
N

CH,

Cl CH,

N—,
Cyp Hi; CIN; O, S
R 64902-72-3 R OSOZNHCONH—(/ N

chlorsulfuron 357.8 N
OCH,

OCH,

I
COCH
D 83055-99-6 CuoFho N O: S ©: 3 AR
bensulfuron-methyl 410. 4 CstozNHﬁNH% B
0]

N
OCH;,
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FA(GED
HBtR LB CAS FR
2L IE
ZR Gy WS FRE
CH,CH,CF;
ﬁﬁ& Cis His FsNs O, S N OCH;4
94125-34-5 7 N\
prosulfuron 419.4 SO;N HCONH4<
N CH,
(0]
bt 1 % R CuHiNs O, S | | OC,Hs OCH,
lfuron-methyl 93697-74-6 414.4 N N
uron- . N
pyrazosu y III SO,NHCONH _</ \
N=
CHy OCH;,
COOC,H; N ¢l
Cis H;5CIN,Os S
R 90982-32-4 e SOZNHCONH—</ \
chlorimuron-ethyl 414. 8 N=
OCH,
CO,CH;
OCHF,
g CisHi:Fu N, O, S N
) ﬁ ﬁ& 86209_51_0 15 1214 4 7 @ / \
primisufuron-methyl 468. 3 SOZNHCONH~<
N=
OCHF,
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B X B
(R R
AERREEEZINRECE-RE/ REEZNESE"
Bl SYRECEIRECEEERRF
B fa]/ ZIE/ BYMUK % B (pH=2.5)/
min % %
0. 00 20 80
1.75 35 65
10. 00 40 60
13.00 50 50
15.00 60 40
22.00 60 40
22.01 90 10
27.00 90 10
® B2 BEEE-RE/ RELZREREREERF
B[] /min ZHE/ % 0. 1% HRRK W/ %
0.00 40 60
8. 00 90 10
10. 00 90 10
11.00 40 60
17.00 40 60
* B.3 RiEEH
B 7 ESI+
BHEHRE 3.0kV
FRE 120 °C
EEFRE 350 °C
ELKR #4<,,100 L/h
WU #,600 L/h
RS E #5,2.40X107° Pa
g % R B MW (MRM)

1 dERlk RS B B R B BTS2 SR 2 Waters Quattro Ultima Pt i3 b 58 BB » AL 5 i IR 50 AT AX 28 B 54X
EHTRYESE FAP RN, ERFEEAESARARR RRESHNE.
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£ B4 SREBEMFH

WA TR BT (m/2) FEF(m/2) 3 BB /s BB E/V R RER/ eV
L E 107 oo 005 1 18
284 0. 05 12
141 0.05 15
W R 388 40
167 0.05 14
141° 0. 05 15
R 382 40
167 0. 05 19
141° 0. 05 19
X E 402 40
167 0.05 16
141° 0.05 15
R 358 40
167 0.05 14
149 0.05 18
FEHEE 411 40
182 0. 05 16
141° 0. 05 22
RT3 420 40
167 0.05 18
182 0.05 16
I 1 B R 415 40
186 0.05 16
186° 0.05 15
AEGRE 415.1 40
213 0.05 12
199* 0.05 19
FUE T RE 469 40
254 0.05 16
‘HTER.
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mAU~
8-
6_
4_
94
0_—4-{\\/—
T T . T T T - t/min
0 2.5 5 7.5 10 12.5 15 20
1— R EAETREE; 66— FHEHE;
2—BEMIERE T— R
3R 8—— I W R
4—BERTHEE; I—FEHRE;
S— B 10— FIEHRE .
BC 1 10 MEBARERESN HPLC BiEE
1007 5.n63 1 388>167
% -
0 T T T T T T T T T T T t/min
2.00 4.00 6. 00 8.00 10. 00 12. 00 14.00
1004 561 1 388>141
i
0 T T T T T T T T T T T t/min
2.00 4.00 6. 00 8.00 10. 00 12. 00 14. 00
1005 615 2 382>167
% -
0 T T T T T T T T T t/min
2.00 4.00 6. 00 8.00 10. 00 12.00 14. 00
100 6'n12 2 382>141
%.
0 T T T T T T T T T T t/min
2.00 4.00 6. 00 8.00 10. 00 12. 00 14.00
1— BEWMEERE 66— FEHRE;
2— W 7—— T
3 ABE; 8 FEETHIE;
44— R E R RE 9— B RE
5—— BERRHRE 10— Bk,

B C2 10fMBEBREERBREN LCMS/MS & &MU EE
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6.83 3
1007 358>167
On 4
0 - ; . r T T : T : T v T T T t/min
2.00 4.00 6.00 8.00 10. 00 12. 00 14. 00
6. 86
1004 3 358>141
00 -
0 T 7 T T - T : T T T . T T T t/min
2.00 4.00 6.00 8.00 10. 00 12. 00 14. 00
5. 49
100+ 4 407>284
9 ]
0 1 T T T T T T T T T T T T T t/min
2.00 4.00 6.00 8.00 10. 00 12.00 14. 00
100 5. 46
] 4 407>150
%]
0 1 T T LI T T r T T T T T T T T T T t/mln
2.00 4.00 6. 00 8.00 10. 00 12.00 14. 00
100 6.63 402>167
1 5
%
0- T T T T T ey T . T T T : T t/min
2.00 4.00 6. 00 8.00 10. 00 12. 00 14. 00
100 6. 63 5 402>141
o
0‘ T LI SRS T T T T T T T T~ T T t/min
2.00 4.00 6.00 8.00 10. 00 12.00 14. 00
9.91
100+ \ 6 415.1>213
% 4
0 T T T v T T T T : 7 T T T T ¢/min
2.00 4.00 6.00 8.00 10. 00 12. 00 14.00
1005 9.91 ¢ 415.1>186
g h
0 T T T T T T T T T T T T T T t/min
2.00 4.00 6. 00 8.00 10. 00 12.00 14. 00
100- 9.91 4 415>186
% <
0 T T T . T . T ; T ? T T T T t/min
2.00 4.00 6.00 8.00 10. 00 12.00 14.00
9.91
100+ 7 415>182
"3 A
0 T T T T T T T T T 1 T T T T 1/min
2.00 4.00 6. 00 8.00 10. 00 12. 00 14. 00
B C.2 (&)

10
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8
100 8. 46 411>182
%i
0 r T T T ' T y . . . . r t/min
2.00 4.00 6. 00 8.00 10. 00 12. 00 14. 00
100 8.46 8 411>149
0 T T . T T T - T T T T {/min
2.00 4.00 6.00 8. 00 10. 00 12.00 14.00
10. 46
100+ 9 469>254
%
0‘ T T T T T T T T T TrT T M Ty rr T t/miﬂ
2.00 4.00 6. 00 8. 00 10. 00 12.00 14. 00
10. 46
100 . 469>199
9 ]
0_ T T T T T NS L T T T T T T t/min
2.00 4. 00 6. 00 8.00 10. 00 12.00 14. 00
100 9. 49 420>167
] 10
=
0 1 T T T T T T T T T T T T t/min
2.00 4.00 6. 00 8.00 10. 00 12. 00 14. 00
9.49
lOOj 420>141
] 10
%
0- ; . . . r S — T {/min
2.00 4. 00 6. 00 8. 00 10.00 12.00 14. 00
B C2E
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