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A 3R A Agilent G6410AA B = B HREXMRAT L (000) 31
THEHRUPH U HREZBENNTSE, HENREE
5. EEME. RYBRSURRTENSEHTRGE. it
fTLC/MS/MS 7347 . Fi A Ml RE5 84S i PREBIKTF 10 ng/mL,
HXEFURE, W00RENRBERBRESMEFAX
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RAGFERNTES P Y Z, EREATHATM,
RIVA= 7= 0 S 75 (58 3 A T ) A I AR T R A ok
MBI Ry EE M T A AR Y, FHIL, K255

Agilent Technologies

K% B & (MRLs) 5 & i L2 1P A & B8 1B
o AR P MRLs VAR H 4% . HATE
2006 FH & T 5 &5 FH ¥ (Positive list system),
X EF 500 R AR ZYH MRLs 1E THLE . X — il B
XTI A2y, #ORF & mALE T AR MRLs,
W, RS2 RF, MRLs 7 0.01 £
3 nug/g A%, MRLs FfE RIS Y RBUESE L T
TR K, AR AT EF T & i DA 2 52 A i i 22
Ko 124, WA Z RV RN X(MRM) QQQ 1Y EAL
VROHH €033 / ER I T R L (LC/MS/MS) 2 £ f R ME AR
2y g B AR 0 T H . MRM B GRS X £ X
PRI A B R AT o8 & — AR . A SCHE BT AR 43
Br&& i Tt T 44 Pk 2y (MR 1K 2),
HRBE AR AR 2 Mk 31 58 5 R i BE R AH R 2K

XEBS
fegtm

5 (LC/MS 2%) WjH Wako Pure Chemical Ind.
(HA), B2, W, Bk, TR, SbafioK
TRERENI R/ Hr4t, T H Wako Pure Chemical Ind.
(HA). SPEHEIH Spelco Japan (H#A), &%&KZ
FrifE i) H Hayashi Pure Chemical (H7<),



HablE

RE
B SEFUK SRR ok B AT 3, H & O TALEE
10-500 g NEEMFEMUIRE, RIGEREA N IR .
Frit 20 g ARSI 200 mL ) PTFE B.04%
A B0 mL £ f57E Polytoron & &r#s HiIR S, B
BT B A 08, BUEIE . DR TFPA 20 mL
BRI, B LiAERAEE AR, FIA 100 mL
AR, MACKES . B 20 mLE2EYE A
PTFE B.L4 ™, A 10 g NaCl 120 mL R %h 2%
M (pH 7.0), TREES 480, MATEHRCEZE, mH
A B S TCKBREREN . AR ToK R NG, 58 i
AR RANTE 40 °C I S HEIRIUZE T, FREDA2 mL
B — BAGDER

4t

E—H - FHERW DAEFIZ 10 mL 25 — F2EGB:1)F
i34 i) GCB/ 44 N % SPE #:(500 ng/500 mg) ., LA
20 mL Y OB — ARG Dbk, WEEBEIK, LAIER:
RRANFETUEN, B PA4 mL FEAR.

ETE - RHRIY EAER S, VR, Ok
10 mL AR A3 i ik ik SPE #£(500 mg) b, PA
10 mL (A E-= 2 f&-1E C5E(20:0.5:80) 1% i, 3725
BEWEWE . FFLA 20 mL PYER-FFEECL:D)oPE, WS
W, W7 RAZETIN . 5if A4 mL HEEA .

BRI S

il 1 pg/mL A4 25 bRifE Y R EEATR, DA EEIR
WM RERS 0.001-1 pg/mL FIFRUETR G

ZSHEFRE P IMARGKZ, WEHN 10 ng/g,

LC/MS/MS {28

LC/MS/MS F i 4335 Agilent 1100 R 5 E A <AL,
TOUE, HIHEERY, HRAEF Agilent G6410 8=
RV, B2 ESTE, A#RrH K
F2 JA T — PP A s K SR B S R 2R B Y
M. AT AR BRI G PR R EE, &
B AL S BRI A IS Y i A, b gh
BH WIHR H K- BE-H - PRk R, Gt
K 1.8 um B2 ER Y C18 4,

LC &

e Agilent 1100 HPLC

. ZORBAX Extend C18, 100 mm x 2.1 mm,
1.8 pm (EEE 728700-902)

HiR: 40°C

ikl A =0.1% Bg +5 mM BEgssk AR
B=Zk

TERRRE - #4410% B, at30 min 80% B

TR 0.2 mL/min

HHE. 5L

MS & HiEE

DS Agilent 6410 Q0Q (=B BBIRITES)

BFR: ESI FEFH#

FRETE: 10 L/min

ks 50 psig

FRSEE: 350 °C

Veap: 4000V

BTFAREE: m/z 100-550

AR : 100 VAT

MRMBF: RF1FAK2

litEREE BE1FER2

LC/MS/MS Fi&

PAMRM #5422 i [R] A2 3 (time programming)#i47 &
08, MRM transition 24 L3 1 f1E 2,



1.

£ —Arh & REH) MRM Transition TS

{REBETE BEF FEF flifEgeE

FS RE (min) f¥E (m/2) (m/2) (V)

1 R R 5.018 201 202 175 20

2 1 6.16 291 292 21 5

3 ART 7.83 249 250 169 10

4 SEH 8.19 221 222 104 10

5 Atk Ak 8.39 255 256 209 20

6 — FEE 8.8 209 210 171 20

7 SHERR 11.02 267 268 175 10

8 T2 e 11.03 252 253 126 20

9 FELI 12.87 324 325 183 10

10 gk E 13.21 254 255 124 20

1 BEkEZ 13.7 254 255 132 20

12 AHE 17.77 317 318 136 20

13 A 17.9 318 132 77 15

14 TEmM 18.5 293 294 70 15

15 B 18.7 359 360 251 15

16 RS R 18.7 318 319 139 20

17 + = Mg 19.21 297 298 130 15

18 e il 20.06 312 313 149 20

19 IR EL R 20.57 394 175 1M 20

20 FEH 20.63 301 302 88 15

21 2R 21.27 291 292 17 10

22 E=s] AT 21.55 491 492 331 20

23 SNEE R 21.7 324 325 108 10

24 SRR 22.5 367 368 199 10

25 It 235 438 439 173 15

26 =TT 24 430 431 105 20

27 HEEms 24.3 412 413 241 20

28 BimE 24.37 527 528 150 15

29 S HBE R 24.78 372 373 299 5

30 Cloquincet-mexyl 24.8 335 336 238 15

31 KR 25.7 365 383 195 15

32 IERER 26.3 478 479 344 15

33 = RXEH 26.7 329 330 284 10

®2. FE-HABERIHE MBM Transition SEIESH

{REBBTiE] BEF FEF ilifEsEE

Fs RE (min) TFE (m/2) (m/2) (v)
1 WISEE R 9.96 325 326 129 20
2 EIRE 11.95 220 221 102 10
3 REE 12.25 311 312 267 20
4 IR 12.89 387 388 167 10
5 WE R 13.75 359 360 129 20
6 HES IR 14.63 247 248 129 10
7 SERTEERR 16.41 429 430 398 10
8 WEREERR 16.83 405 406 161 20
9 AERER 18.27 438 456 344 10
10 e 19.29 492 493 264 15
1 SMERR 19.67 361 362 316 15



ZR 518
MRM transition S B4

X1 ng/mL PSR 2 TR A A S AR IR AT
AR TR TR AR, RIS R
Hf:fFE MRM transition 2%, PR 2T
(TIC)WLE 1 FIE 2, FEA&HMB X IEE T, BT
azinphos-methyl, furatiocarb #1 fomesafen f93EI&
B2 [M+NHA T 2 oh, HARH R &1 # 2
[M+H]", Meffik Lo BLl g5 h 1) 551 74T MRM 15
MM, SR 2 # R & (multiple acquisition)FH[H]
PR, AT AR BN W& 25 AN T 5 F MS/MS
ik, ME1FIR2 PRI AR S, SE—H 33 FhRZy
AR 20 11 AR 2553 1 A 10 /NF0 7 AN B[] Be AT
MRM FE il .

K 3 2 H/D MRL KB /KF-(10 ng/mL) K 2547 e R
FH TICISE . BT rf R 258 eoR 7 580 ME
M (S/N)o PAMRM A 7047 1 ng/mL &R 2515 1K
(5K ), HIB(ENELL S/N=3 1 & 45K 2 A
FR(LOD), [}, 4347 0.001-1 ng/mL 4% K 2
W, emlE iR 2, TP g, K3 FUER
Ry ITH R LAER KRB BT 0.998,

HT RO T AR, AR SOOI . SR
LR EANG DI, 1045 B RS 2 3 imA
10 ng/mL R EGHRIE RS IEAT /04T . T 4 AN 5 2 At
FEPRIU B MRM 8138, HoAR SR A&t 2R LA 6.
S5 R AR R A B B, ATDAER Y, B
(4 B R R G BAGIN B A T, IX3RH], MRM B
HA MR EsE.

B 29,30
(A)
1.2+
i 10 12 18
B 19,2
_ 78 0
0.8 2 31
- ! 4 9 15,16
_ 27,28 33
_ ) 13 21 26
0.4 2.1 2
N 3 17
i t " 23 32
i N |1V L
I L L L 1 T T T T T T T T T T T 1T
1 3 5 7 9 n 13 15 17 19 21 23 25 27 29 31
Abundance versus acquisition time (min)
x106 6
654 (B)
= 29/30
7 910 12
31
45 7.8 19,20 [
- 14 |18 p1
257 z 5 1 13 " 3
e 1 3 5,1 25 /
] 3} 207, 2
3 Wb f? Bp
051 b )
T T T T T T T T T T T T T T T T T
1 3 5 7 9 1 13 15 17 19 21 23 25 27 29 31
Abundance versus acquisition time (min)
B1. BHRGEESE (1ng/ml) WLIHER (A) AFEFEHER (B) HTICHKE
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B
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415 | 6
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Abundance versus acquisition time (min)

B2, MNMHRGEERE (1ng/mL) HLEHEK (A) IFEFEHEL (B) BTICEE

WeAh, ARSI AT BN A R 21 I SR B R 2 . 38
T PR A AR UE R R B, 45 R 2 AR T
SREETE91% — 116% JuE NAs 5 (LK 4), WRAVE,
BTN R 2k I R FEAEAE R 2, S R 4, I
AR, W, PTEHERHIMRELTE R, NUPAE
FUREH,. 24T HFSTREU & A 2551
#FEME, RSD N 1.7-5.9%,



m 12
5000; (A) 9 29,30
4000 18
m 19,20,21
3000
2000
— ‘I 6
B 4
m 2 10
1000 — 3 15
n L-_ 11
T T 1 T 1 T I T T T 1 T 1 1 T
1 3 5 7 9 n 13 15 17
Abundance versus acquisition time (min)
| 6
16000 - (B)
_ 5 10
12000 4
_ 1
8000+
8
24 7
4000+
B A 9 11
T T T T T T T T LJ\ LT“\ T \ﬁ T Ln\_\ T T T T T T T T
1 3 5 7 9 n 13 15 17 19 21 23 25 27 29

Abundance versus acquisition time (min)

E3.  10ng/mLiy33MREGGESR (A) MNBRGEESRE (B) MRMEXH TIC EE

®3.  MBRERESRIOZMERE TR

FE =G P £iHR(ng/mL) FS KRG P MR (ng/mL)
F—4

1 EHER 0.9999 <0.1 18 & B 0.9993 0.55
2 1 0.9992 <0.1 19 IR B R 0.9992 0.49
3 TRT 0.9999 <0.1 20 pr=1] 0.9988 <0.1
4 L 0.9993 <0.1 21 E= 3] 0.9993 <0.1
5 At 2 B 0.9995 <0.1 22 SRR 0.9994 <0.1
6 — I 0.9989 <0.1 23 LR 0.9987 0.43
7 SUEFR 0.9993 <0.1 24 SRR 0.9991 <0.1
8 T2 e Bk 0.9991 <0.1 25 M 0.9990 0.51
9 B TR 0.9988 <0.1 26 M E5 0.9982 0.49
10 BEkE 0.9993 0.34 27 FEEmR 0.9993 0.43
11 BEkZ 0.9995 0.53 28 il 0.9993 0.61
12 rEHE 0.9993 <0.1 29 SHBER 0.9991 1.04
13 AT 0.9997 <0.1 30 Quinclorac-methyl 0.9988 0.63
14 REE 0.9992 <0.1 31 BRERR 0.9987 <0.1
15 B 0.9991 <0.1 32 ERER 0.9987 1.10
16 b7 NE=T 0.9988 <0.1 33 = RXE 0.9992 0.52
17 + =g 0.9991 1.21

-t |

1 WIS E AR 0.9996 <0.1 7 ELREER 0.9987 <0.1
2 R 0.9994 <0.1 8 WEEER 0.9989 <0.1
3 REE 0.9992 <0.1 9 AR ER 0.9989 0.32
4 TR} bR 0.9989 <0.1 10 FERRER 0.9992 <0.1
5 WEHEER 0.9969 <0.1 1 SMERR 0.9995 0.19
6 HESIIR 0.9977 <0.1



25000§ 1 700 13
150003 m/z=202>>>175 - m/z=132>>>77
= 300
550-] 2 9007 14
3607 m/z=292>>>211 500 m/z=294>>>70 L
300 3 20007 15
2005 m/z = 250>>>169 1200; m/z = 360>>>251
E ] |
T 1T T T T 1T 1T 11T 17 1T 17T T 1 1T 1T T T T T
0 11 12 13 14 15 16 17 18 19 20
7004 4 250 16
] ZT 2104 50 /7= 3195>>139
50
: 247
300 ¢ 117
77 m/z=256>>>209 122 m/z=298>>>130
100 B
i | A A
800 8 2500] 18
4005 m/z=210>>>171 t 1500% m/z=313>>>149
I L I T T T T 1771 -
3 4 5 6 7 8 9 10 11 12 13
37 900 19
2500 .
]5005 m/z=268>>>175 500 ] m/z=175>>>141
= 7
40004 8 900 20
4 m/z=253>>>126 600
2000 . m/z = 302>>>88
7 .
= 1100
3000 9 721
= 500§
1000 m/z=325>>>183 : m/z=292>>>171
7 8 9 10 11 12 13 14 15 16
300; 10 \ 500 22
200 300
1004 Lﬂ m/z=255>>>124 n m/z = 492>>>331
400: " 30(1; 23
200E P B 200; _
] LA m/z = 255>>>132 3 m/z = 325>>>108
7112 2200 24
3000 3
] 1000
1000 m/z =318>>>136 3 m/z =368>>199
T T T T T T T T T T T T T 1 T T T T T T T T -
0 11 12 13 14 15 16 17 18 19 20 15 16 17 18 19 20 21 22 23 24
Retention time (min) Retention time (min)
B4 BWRE (10ng/mL) EHBEEHERE MRV ERXE TICEE



400 25 1000 31
W0 mz=439>>>173 4007 p/z=383>>>195
200; 26 120; 32 N
80 m/z=431>>>105 = m/z = 479>>>344
180 27 300-| 33
100 y
B m/z=413>>>241 100 m/z =330>>>284
“1‘5‘“‘1‘6‘“‘1‘7‘“‘1‘8“"1‘9”“2‘0““2‘1““2‘2““25”"2‘4“ T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 17T
~ Retention time (min)
728
800
001 1/ =373>>>299
429
45—
26|
4 m/z =528>>>150
3500 30
1500 /7 =336>>>238
CTTT T I T T T T T T T T T T T T T T T T T T T T T T T I T T T I T T I TTTTTITT
2 24 25 26 28
Retention time (min)
E4.  33FRZEG (10ng/mL) FEHHEREMERE MRM EXE) TIC EE
6000 | 1 6000 /
7 4000
2000 — N
m/z = 326>>>129 i /2= 4305>>398
7500 2 8000
2500 4000
| m/z =1221>>>102 7 m/z =406>>>161
7500 N
7 400
2500 m/z = 312>>>267 B m/z = 456>>>344
20000 10
20000+ 4 4
10000 4 10000
| m/z = 388>>>167 m/z=493>>>264
| 1
7500 5 20007
B 1000
2500 m/z = 360>>>129 b m/z=362>>>316
- I I I I I I I
=6 16 17 18 19 20
Retention time (min)
10000 —
5000
| m/z=248>>>129
I I I I I I I I I I I I I I I
12 3 4 5 6 7 8 9 10 11 12 13 14 15
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5. NM#MRE (10ng/mL) EHBREYERE MRM E8Y TIC iEE
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HHUER. DRENSORRRMAERY I3HRE (A, B, C) AAMNMHRE (D, E, F) MRMEXH TICEHE



R4 BRERYPEREOEMEE

FS RE R (%)

gE—4 g HBDR k) OHE

1 R R 105 (3.2) 101 116 107
2 T8 M [ 103 (2.1) 98 104 105
3 AT 106 (2.9) 101 109 112
4 L 105 (3.3) 106 101 109
5 M. e B 102 (1.7) 97 102 104
6 — FER 103 (4.6) 107 103 108
7 SUEFR 106 (3.7) 102 104 106
8 TR rHL I 104 (3.1) 104 106 108
9 FAE M TR 93 (4.6) 90 94 84
10,11 BEREZ) 116 (4.1) 109 102 112
12 AHE 96 (5.3) 99 100 104
13 AT 90 (2.1) 103 104 110
14 TEEM 104 (4.4) 102 106 110
15 B 102 (2.7) 104 108 103
16 IFERE R 97 (4.1) 103 104 93
17 + = I m 92 (3.1) 99 104 97
18 FA 4 o 96 (2.8) 102 103 101
19 I AREL R 97 (3.4) 96 100 111
20 *EH 99 (2.1) 105 102 101
21 R 91 (4.3) 97 98 103
22 SABER 102 (2.6) 114 104 114
23 E MR 93 (3.5) 92 87 95
24 Py 102 (2.7) 105 103 107
25 e 103 (4.7) 101 103 97
26 MEER 108 (5.2) m 98 108
27 TEER 108 (3.4) 110 105 101
29 BhE 109 (2.8) 105 100 111
28 S RBE R 105 (4.2) 107 106 104
30 Cuinclorac-methyl 105 (4.1) 104 104 105
31 TREEEL 102 (1.8) 104 105 101
32 AEFER 100 (3.7) 109 105 112
33 =X 101 (3.3) m 102 117
-t |

1 WIS R 97 (2.6) 110 156 104
2 RAE 104 (4.8) 101 102 113
3 REE 105 (3.1) 100 100 101
4 1M R 106 (2.9) 112 116 113
5 WREE R 99 (3.1) 106 103 109
6 FAEL S AR 101 (4.4) 103 100 108
7 SEREERR 94 (3.9) 104 97 142
8 WEEE R 95 (3.3) 102 96 107
9 ERE T 99 (5.9) 101 95 109
10 SRR 97 (4.1) 111 104 108
11 FMEARR 108 (4.8) 114 110 124

*(): RSD,% E—XM5XEELRAIHEIE.,

10
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