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(1. R R BLA B AP 5 R BT 2 BT BT, el AR ™ i Bt 42 A URAT A 230 % (B L) LB AL, 2300315
2. TR B B AR G I ST, AR BT ROR B SR )M, 510640)

T OFE gy T BRI A - BT A N S e R OL A P R E KR - b R B R Y i TR
SFEENT VR T 2 T VG R = R FE K e S T R OBUR Bk ) T i B A R KRR R S B S
Br 5 4 C NG —/K BRI, 32 IR 2553 1l T A A YR DT I FH A0 Ak DU 25 SR SR BH | Rl i L A 4 U B e
WU ik 5 92 9 B I A HE MR B (LOQ) K H 435l 24 0.02.,0.01,0.001 mg-L™", 4414351 4 0.01,0.001 ,
0.001 mg-kg™", 32 Wi 253 51 78%—91% , 79%—95% , F %t A% ¥ 4w 22 (RSD) 23 51 K 4.4%—14.6% .
2.4%—6.1% ; TR AR ik A2 FF K TP i s s B85 & — R 1= 5 =W 0 3.5—4.3 d,
1.6—4.3 d.

KR FORKER, WG, R, WA, A,

FUIR G (cyhalofop-butyl) J& T R BEEER B AL2E B PR (R) -2-[ 4 (4-FURE-2- AR UL ) AR ] -TR IR T g 22—
FPREE | = R P REVERR 0], T T B LR, T4 TS5 ARACRI R B AR PREE gk B8 ) S SR e i R U 3R 1R =2 AL 3L
ET i ( bispyribac-sodium ) J& T HEBE K G BRISER R, fL2A B FRHK 2,6-%(4,6- - F S FEmR g -2- 480 3 ) 25 F R . LA FH L BR
FERMH L TEFLRR A I , 38 o8 BH 1k SR UERR 1 A G T S VR P E IR P 7K A , 32 T 30 7K A T g e L
S T AR

H T, A A MRE SRR BEAUSUR BEZEA ™ KR b i B3R BR 23 B 7 e £, KZ R HPLC J GC J5 i {H Y
Xof B2 AR AT A3 HT T HPLC F GC A% O B B I3 ) T4 A B 50 DX 4, DTG 3R A0 T Ak 0 445 2R 194 v 5 . v A
- = PR FF BTk (LC-MS/MS) fiFR 22 SR Wil ( MRM) 845X, BT LU RCHERR RS & Pk B AR 47 A i 85 1
AT, AT 8 38 B2 1R 17 T O R M R SRR 2 40 S 2 R AL W A T B Y T, LC-MS/MS R B )
12T ARG R BRS04 , I S AR B 20 B S 36 2 0 R A T B 2 —.

AR5 Xo 8 FE 7K R - SR 5 T Ak 2R 8 R ARSI % PR AT T O A, Sy T R DR | SRR R A SRR IR R
XCHE Tk AE A KR - 398 rh 5% B8 04 YR BRI FH V5 IR, SR FH T 2 D7 Y A 5 U I R L e e A P A R - 398 v ) 7k B O
AR, DA S JCAE A FH PR b 1 B B KU PPAG B i 2%

1 MRS %
L1 2y 5108

LCMSMS-8030 = PUM ATV TR FHAY ( H A Shimadzu 23 ) ;98. 4% T8 50 e A5 7 di L 98. 0% 1 15 4 5 6L 5 R b o
rit1 \97.87% ALEEEARE i (T8 Dr. Ehrenstorfer GmbH 2 H]) 3 Jo/KBRERHH (7347 2L, HRTTE 650 CFI%E 4 h 5 &) (&
1L L ZHE Y R b4l HR  ZREN N (A5 4l
1.2 BEMh

A MERFRIR 10.0 g S0 LSRR LA 10 mL oK 30 miL ZE, (MBI R) #5235 1 b, ik dEE SR Sl %

s GAAE A B 2 B B B A8 B BA I B (14C1105, 15C1105) , F % 8 5 i & 11 % (2016 YFD0200207-4 ) , [F % & 45 6 & 1 &l
(2016YFD0200803-1) , £ Ml 347 b BHIFE 35 ( 200903030 ) F124 2048 BARA ML 77 b A4 2 % 1.
o« BIHBRRA



692 B2 5% 1k 2 36 &

A 30 mL ZHEFRRIR S 1 h, 8, IR NaCl BIZUPRAE 1 min, RAT, # 10 min, S TCKBREREN , B4R 12
NG JZWRR S , 1 2 mL Z WG R  ARER N 0.1 g PSA 1 0.1 g Jo/KBRBREE WM, I 8IR A 1 min, #8814 JENK
FHIR SARRR B A, b e,

7K ERf R B K 2 mL 3 0.22 wm SFLUERS S HERE.
1.3 gkt

WAH A (A3E4E ; Shim-pack XR-ODS-1I,2.0x50 mm, 1.6 pum; W 3HAH: A 55 0.02% H 2+ 5 mmol - L™ BERREZ (19K ;
B W H L 4. 0.4 mLemin”' s REREL. S wm AR 40 °C VR T 2 B RE VRIS, B AT LAMREE N 10% , B[] FE e 26 1.

R1 BV

i [i1]/min il B WePE/ %
2.0 Pumps Pump B Conc. 90
4.0 Pumps Pump B Conc. 90
4.1 Pumps Pump B Conc. 10

5 Controller Stop

Bui st BT UR APCICHUIR REER ) (EST(AR IS 098 A R XU ) 5 85 1 IR 4% 1 L R EST+, +4.5 kV; ESI-,
-3.5 kV;APCI,-3.5 kV; 254 A 3.0 Lomin™' ; TS < 20 L-min™'(ESI) \5 L-min™' (APCI) ; BfH#E S . WS

SR 1250 C 5 IMPRLHGEJE 450 °C ;s MRM 2 80L3 2.

s WL

F2 FUREEE TURERR SO MRM Rl 24k
e = W 21
4e2s LN M PUET o bre Bias/V CE /eV Q3 Pre Bias/V
(m/z) (m/z)
R 375.5 256.2" -11 -25 -23
APCI+
Cyhalofop-butyl 358.3 -11 -11 -23
TR 300.3 228.1% 15 15 18
ESI-
Cyhalofop acid 112.9 15 15 12
PAE AL 431.5 275.1* -13 -15 -24
ESI+
Bispyribac-sodium 150.15 -13 -20 -19

* FNE BT

L4 BRAERRIE I 2 S A miGa 56

B 500 pg - mL™ REINBER , FR) IR T S AH B W B, BC AR MR T, Wb A WA T |, LLBTIER JE (ng - mL™) DAk
P U TR (X 10000000 ) S PR AR B , il VEAR 1 i 2k PR R 1R o i v B2 43310 2 20,50,100,200,1000,2000 ng - mL™" 7 1
VARV 5 A TR e RO I R ST R B2 43311 10,2050 ,100,200,500 ng - mL™ P ARAEIA K.

TEZS 1 T KR 30§ v 20 S I SRR IR SRR R BU R I bR v VR, BN /KO A 5 Uk, H BT A 5 TR AT B L
ARG 538 o [ s 8 A s v i 2.
1.5 BRER AR

AL 169 IR R - VU nT 53 0BT 50 RIS : 12% KUREE 490 ) , 76 78 B3 55 73 ik — e 5 7 F
R — B0 A (/N T IR /N X AR 30 m? KR 3—5 om, HE AR 505 25.2012 4E 1 2013 4EAE %
B HCRT PO S Y 1.5 R CARUSS & 216 g-ha ') M2y it 2505 20 5K A 855 1 3%, 43 B T2 )5 2 h
A1.3.7.14 21 30,45 .60 d %5 HIKF R 5.

IRBER RS /K ARBEHLIE I 10 4~ DL LoRAE S, BEREE AT 10 L, BAZ IR G415 B 1000 mL By, 43531
YNGR Y

FAERREE  BEVLIERL 12 A RAFE 8, B 0—10 em WRAGHLE -, BORFEE A TF 1 ke, IR H4E, WA B ELZ 150 ¢
FESRIOY , 0348 A H B89 2.

2 ZERGWHE
2.1 JrEE R I B A I R

E 20—2000 pg - L™ 70 B P, 0500 MR e 1 PR 5 R A I 38 ) S ek DG 3R A B2y y = 22.9x —457.5,R* =
0.9996.{¥ i e/ H 4 (LOD) 2 5% 107" g (4% 3 (MR LU T3 ) | SRR VR BB (LOQ) 43514 +3% 0.01 mg- kg™ | HIZK
0.02 mg- L~ (FEATRIG J7 ¥k e ICAE M ARG IV FEE ) 5 78 10—500 g+ L™ 0 B P, U960 5 9 174 06 1 L5 HL o e 2 (] - £
PR ARMEINZ T RE Ry y = 2851x +2133,R* =0.9999 AL A5 (1 fe /M 8 (1L.OD) 4 1.0x 107" o, e ARAR IR JE (1L.OQ) 43



34 FINITAIRAE: + ok S 5 F ) A - R JE B R 00 R T 7K 7 98 v 5 S P UL RS Pk 7k B 693

14 £4 0.01 mg-kg™ \HIZK 0.01 mg+L™" ;7 10—500 pg - L™ 35 FEl PN, X0 i 0 1 AR 5 JEC vk JE ) S MG 3R A
M ik y = 862464 +406825, R* = 0.9963. J5 ¥ e /MR H & (LOD) 4 3% 1077 o, S ARAG IV B (LOQ) 43 31l hy 1 1
0.001 mg-kg™ [H/K 0.01 mg-L™".
2.2 Jr R TSI DR KO XA i A 2

TE 0.01—1.0 mg-ke™ ' MR INTE R N, BURREEE H B INREE A 0.01—0.5 mg-kg™ ', PR ZF 79%—92% ,RSD
A 5.8%—10.8% , H 7K B9 &S Nk 2 47 0.02—1.0 mg - kg™", -3 B K Ky 78%—81% , RSD 7 4.4%—9.4% ; £ 0.01—
1.0 mg-ke™ BT IINFE PO, A4 A0 B0 R R + B A BRI N 0.01—0.5 mg - kg™, X BN N 87%—95% , RSD
6.7%—11.2% , H7K B4 € BE R 0.01—1.0 mg - kg™, SF-2 MU N 929%—99% , RSD N 9.3%—11.4% ; 1E 0.001—
1.0 mg-kg™" FRIERINTE B P, L5 B - B A ER AR 0.002—0.2 mg - kg™, 44 [0 3y 85%—95% , RSD K 2.6%—
6.1% , KBS ZR IR 0.001—1.0 mg-keg™", I EIE S 79%—90% ,RSD N 2.4%—6.1% (3 3).

R3 ZRefe i KA R EINELR (n=35)

K AT BRI/ (mgekg™ ) R % AR FR AR 22/ %
0.02 79 + 3.5 4.4
7k 0.05 81 7.6 9.4
SUR B Cyhalofop-buty] 10 7846 59
0.01 79 + 4.6 5.8
13 0.1 92 +5.4 5.9
0.5 91 +7.9 10.8
0.01 94 + 10.7 11.4
7k 0.1 92 + 8.6 9.3
1.0 99 + 10.8 10.9
FURF R Cyhalofop acid
0.01 88 + 9.8 11.2
135 0.1 87 + 5.8 6.7
0.5 95 + 8.6 9.0
0.001 79 + 4.8 6.1
7k 0.1 90 + 2.1 2.4
1.0 90 + 4.7 53
XUE i Bispyribac-sodium
0.002 95+ 2.5 2.6
-5 0.02 85 2.9 3.4
0.2 90 + 55 6.1

2.3 IR I ] 64 T A s A

G NY/T 788—2004 ¢ A< 25 5% B4 X 46 v UI'Y , 72 2012 4F-F1 2013 4F AT ), #% 1.5 57 245 & (A 3084 & &
216 g-ha™ ) TELHRL AL RN PG AF = b EAT IS0 A R R (R 4) , WUR R R A = 1 7K o i J5 0 DA A 43 0
0.639—1.021 mg-kg™' .0.502—0.591 mg-kg ™' .0.884—1.054 mg-kg ™", I BEMTE I, HAEK 5% B B W 1. 5 2
TG A R SFUR RER AEAE K A 5 B R AL RS B — BB DI SRR RO AT AR P RSIAL 3 Hh
BT R ] 40500 3.6—4.3 d.3.6—3.9 d.3.5—3.6 d , R4 2= AR 2T FREE L2 A VTN 00 HE ) ) v BT 3 A 24 7K figg o 55
R4y, F B R B K SRR SO — 9, B T2 R 25 (1,,,<30 d).

SRR R AE AT 3 b A A S IR A5 R R W) e 1.5 A5 P 2 s 2 22 B AL AR P AR 3 R AT DR U R R
7K PR W2 J5 B A AR FE ARG K, £ AR Y IG T LOQUARKEH ) , BRI T8l ) % O f il &

R4 FURAERTE K i T R s 2 O

F il 24 B Gy Hb A5 %S PUE R R e/ d
2012 3 C,=0.609 3¢ 138 8¢ 0.9647 4.3
| C,=0.437 8 18961 0.9646 3.6
e C,= 0.792 1701972 0.9953 3.5
H7K Paddy water 2013 T C,= 0.475 319350 0.9618 3.6
i} C,=0.226 7e 1708 0.8949 3.9

il C,=0.816 4 187 0.9911 3.6
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2.4 WU IEAE TH 8] (4 71 Ak 3 25

#2012 4FF1 2013 AFPHAE[R], 4 1.5 A5HERR FH 245 A8 22 0 WAL 00 55 = R AT 5 R AR (R 5) , Rk 7
=R K P A AR VLA R4 O 0.223—0.707 mg- kg™ .0.027—0.171 mg-kg™' .0.117—0.281 mg-kg ™", It A ] £E 4 |
AR K P R B S RIS Bl 7 R L 5 SR 2R W, DU Bk A R K b ) B B R AR AR AT B — S Bl ) SRR A
e A TR PE AL & = R T A 0 R 3.7—4.0 d.1.6—4.3 d.1.8—2.5 d AR RGBT 4 4
PRI HE N b T A A 27K AR S G R 4, BUR Bk () 7K AR e S5 N — 90, 8 T 5 A 24 (¢,,,<30 ).

U B A FH 58 v () A SR SR SR e 15 R T2 e 2 B LN PG 3 b AT . PR B T Y 7K i
PEBCR 2 5 FE AR K LI FLE TR E T LOQ CRALL ) , B RH#AT B 12 UG

RS OUUREEEE R B g sh 7

RN G Hb A5 MRS PE R R e/ d

LY C,= 0.591 e 0187 0.9798 3.7

2012 I C,= 0.189 8e 04157 0.9265 1.6

ald C,= 0.055 9¢ 02804 0.9068 2.5

ik L C,= 0.026 80172 0.9829 4.0
2013 S C,= 0.022 5¢70-1615¢ 0.9870 4.3

Wt C,= 0.367 370378 0.9815 1.8

3 it

ASHIFSE A TR €% - B 5 BTG HAR 1 S50 RCe  AR UL e 7 A FH /K 1 8 rh i PR A DN , 12207 vk DRt A L ]
5, VRS S FIORS 5 B2 A5 AR 24 5% BR 0 9 2E0R  E T R B PRISERE i 0 .55 B0 SCHR ) 05 F6 A0 LL i 38 5 7

R SR RO i 14 5 P

,,,,,



