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AFRHEACERSN/T 3156-2012  (FL A 7L v 2 Fh Bk TR IR AR 255K B B 52 750 WA il -

e BEVE) o
RIrUESSN/T 3156-20124HH, FEARLIF:

—hRHESCAAR BSOS B i 2 4 AR ESOAA 25
—hRAEVEE RN e R s r S AT
ASKRHE T AR Bt PR J R RRAS R AT DL «
—SN/T 3156-2012,



REREERFE
LI Hm P SR ERRIEXRAZERRNE
AHE B ER-BURE

1 3eE

AARAERE T FLAFLH] o R EB K2 P WK UK WERUR T R R
BREC . B SR T B AR BN R B SE 1 4R Ak F R R SRR 24 B B VRO i — o ol
A T3 95 o

PG T 2005 BRYy Wik, GyEEAURDIFOREE. K2 PURFE PROKE KA. BER
B TEEBL WL R SN CREL T B BOR BN R R I E A EE, HE
i Al 2 AT .

2 FEMsIRAXH

N FU SRS F AR SRR R R AT A o PR H AR 51 SO, AT H I RRASE AR SC
o FLRAEHIAR SIS, HEHRA CBHEEFTA MBS &R T A0

GB 2763 it EEbrE B R AR AKIRE IR &

GB/T 6682 4375256 = F A% R I8 777k

3 RE

WA CHER I SRBORZ B ARG fs, H RSN, VRO il — 83 SR B SO I AN B
SR E B o

4 KPR

B RGeS, BRI N al, AKNRFA GB/T 6682 HRLAE I — KiK.

=81

.1 s (CHN) : FRE Y.

.2 HIEE (CHO) : BB

.3 HEE (CHO,) : g4k,

A HEE-KEWR (342, 1) - #ERREE 60 mL FELFN 40 ml oK, RBEEEH.

.5 TKEREREN (Na,S04) : Z)#r4l, £ 650°CHke4 h, W THEHESTHH.

.6 SUALAN (NaCl) = 2p#fradis

o

2.1 RUAFMEYIT: R KEE Ui bR R WE ., O i 2R WRER
FNE CFEB AT TR RS, A =98.5% . RIEDIE B S K A

4.3 FRfEEREH

4.3, 1 ARAERE VA 43 A HERAFRIDUE & 145 Fh s 2 H R S A e 02, FH A G 1) AR 2 9 100 1 g/mL
(bR AERE % IR, —18 °C R AT -

e e e el o
N — = = = = = =
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4.3.2 JRAFRUEF RN 3 0l v fh IR DO 2 (19 2 25k FR PR TR 2R 24 s i 4 VAV, ) R e A ) A FEE A
5 wg/mL KRS ARAETANA, —18 °C fRAF-

4.3.3 BEFURGPRME TAREW: ARYE 75 EE0 O & VR A b v A IV VR, FH 28 R ol 20 ol Y R T o) o
U VR S bR E TARVEW, 0~4°C UKAE TP ARAE, 18 I e ) o

4.4 B8

4.4.1 PRALEVERE: 13 mm X 0.22 wm, HHLR.

4.4.2 C FIAEZEEUH: ENVI™-18" 1 000 mg, 6 mL, HifH24%.

1B &
TAH R - BRI AN LA FRE S B TR (ESD) o
K JKE0.01 g #10.0001 g
i
BLOHL: 4 000 r/mins
e 2R A o
RSO : 50 mL.
Feifi: 100 mL.

RERE
gy, Y. KUYy, YIKSET 0~4 °C /A7, Wby 24 ORAE
7 SHIR

7.1 1=
7.1.1 4. BREYY. BRI, DEESF
MREGARE 5 g CRERAE] 0.01g) T 50 mL &0, A 20mL 5L 5 g ToKBRiREN, 1
FiHEE 1 min, JIAN 2 g &ALEN, R, T 4 000 r/min &0 3 min. WEX FIEWR, FREFH 10 mL
FEEEHRE 1 R, &3 BB, T 40°C Kt h ek 28 RIRAR 28T, 10 5 mL HEEME, Rrifil.
7.1.2 I E
FREURFE 3 g OFREE] 0.01g) F 50mL ELOEH, A 5mL 7K, 30°C/KEIREY 10min. F
AN 20 mL ZFELAK 5 g TC/KBREREN, ¥HIREL 1 min, JOIAN 2g &4L8, #%¥%, T 4 000 r/min
B0 3 mine WUHL BIEW, FREFAH 10mL AFEEERI 1 &k, &H Bl T 40°C KB Ekk
ARG EILT, I 3mL HWEEM, 5k,
7.2 Bk
F 10 mL HEEIG A6 ENVI-18 B AHARUH: f5, 37 250840, WL 2 mL $8BUK EFE. FH 15 mL HEE
ATV CGREA I 1 mL/min) . Y8 BRI AR T 100 mL Fefif, T 40°C /KB ek
m?yw&éfﬁiaji AT, HEE-KEHR (312, VD) HBEFFERZE 1. 0mL, SR, g e
- B TG DT 1A o FNAE -
7.3 ME
7.3.1 HHEGESERNG
a) {ai4:: Thermo Hypersil GOLD Cy, 150 mmx2. 1mm (i.d.) , 5 um, BiAH4%,
b)  FEiE: 30 °C;

SIS NI R R RS
N OO0 AN -

o

1) ENVI"-18 [ AHZEHUE & SUPELCO 2 &1 SR i A4 R, 45 X — {5 B T 7 A bR R A, AR xt
AR, W SR IAR SO i BAT AR R BOCR, TAT DU P 225500 o
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c)  JE#: 0.25 mL/min;

d)  BEFEE: 10 pL;

e)  RENAH K BE VM A WK 1.

&1 REMERBERR Y

I 1] I i 0. 1% 27KV
(min) (pL/min) (%) (%)
0. 00 250 30.0 70.0
1.00 250 40.0 60. 0
2.00 250 60.0 40.0
3.00 250 80.0 20.0
5.00 250 95.0 5.0
9.00 250 95.0 5.0
9.10 250 30.0 70.0
12. 00 250 30.0 70.0

7.3.2 FRiESE&H

a) HEA: EWIEHEE (ESD ;
b) TR BB T

R i)

d)  HEBIEHEE: 4.2 kV;
e) B, WEYSRBAEAES, MRS NE S .

B BURGI EEK 5

£)  BTUEERE: 350°C;

g EVEB X,

SRS I 2

A ZMNEN (MRMD

RERB T B M U Rl R
7.3.3 iz SHIiE
R A 8 e I

DL, 1€ MR AL I R &
TUFE P 14 Uk IR IR SR A 24 1 Wi L {25 LA A N0 F) 2 P B Y » R 5 A v A I S AR

A5 P T2 8 %A B AR

ERESH S W A.

R BUE

PR AR, R BTR A hr e AR AN fy

o LARNEHE F R IR SR AR 2 bR e Al 1 22 S SL I (MRMD (8336 P& 25 WL Y KB

B REVE MR SRR 4227 3. 1ANT. 3. 2R B SR A AT I 58 , T SRR v 5 s TR VA YUAH [ ) O B B[] A
i () S AR AP A — 2, I BAEI R 5t
Ja IRE S E, FrIE RE B 3 I (R BT 5 1 35 B L SRR RE A TR OGBS - AR T2 —
B, MALUEERTFMZEZN (WFR2) , TR E R A AR LEXS BT IIA o SRe FH 25 S A b 4 it 42 o1

e EE I, UK FEEAT BAAIE . R RAIE 7 AT AR ) ot i U R Y

|ZRFAIh =
®2 EMEHIMENETFEFENRARITRE
X T >50% >20%%50% >10%220% <10%
SOV AR (i 22 +20% +25% +30% +50%
7.4 BARKE

8 ERItHEMRE

BRAPRECBRE SN, 4% bk oD BRaEAT
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P EE A B B% (1D QT RARFE R 14 Fha 2k H IR R AR 25 5 B

A, xc; xV x1000

X o s (1)
A, xmx1000

X

Xi— hehR 2 G E, BPANZERE TR (mygke):

Ai —— FERPEIE HIRBR A 2R W A (B )

¢ —— WRMETARMR AR S i BIREE, BT =T (ug/mL);

V —— FERmA R, BT (mL);

Ais —— bRUE AR P AR Z ¢ AU A (ol i)

m —— BAFRPTAGRIARE R, AN ()

A EARMIRE A, W S RAATIE MR AR P RE RS, R A

9 HEE

9.1 EEGVEFAM TR R PIHSLIN E R0 2 E S HEAR B E (A3, NS
3K C MESR,
9.2 TEFFIINVESAF T IRIFHIPICHSLIN E 25 R0 205 HEARTF B E (A3, NS
3K D SR,

10 EERMOKE

10.1 EEMR
AJ7E E R RN 0. 01 mg/kg.
10.2 [EIZE

ATTVE IR K IR 2 WL %% B
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Mt & A
(FRHMEMIR)
PRt &M

Thermo TSQ Quantum Access LC-MS-MS &% 35 FH BE IS fii 3 2 2 2 Ak
a) MBS HBIZEHEE (ESD ;

b)  HBIZEHE: 4200 V;

¢) BHSJESI: 0.276 MPa;

d)  HHBISRE S 0. 138 MPa;

e) BTIREE: 350 °C;

f)  REESES7: 0,20 Pa;

g MR EB T

hy B 2RI (MRMD .

RA1 AHEEPREXRRANRESYE (SREENFEE

- o N FE A il 28 R
k) s N . KT FTET . e )
. FLA R 4 CAS & P REH Pt 1)
B i (m/z) (m/z) .
V) (eV) (min)
72. 3% 95 20
LR Oxamyl C7H13N;058 023135-22-0 242. 1 2.10
112.2 95 15
88. 1 63 6
K%, Methomyl CsH oN2028 16752-77-5 163. 1 2.41
106. 1 63 11
) 72.4 64 20
I Pirimicarb CiHisN4O, 023103-98-2 239. 1 3.97
182. 2% 64 15
. 89. 3% 78 16
R Aldicarb C7H1sN>028 000116-06-3 213.1 5. 36
116.3 78 12
i 94. 3 74 31
K B, Metolcarb CoH1INO, 001129-41-5 166. 1 5.61
109. 3% 74 8
109. 2 76 17
e e Bendiocarb C1iHisNO4 022781-23-3 224.1 5.85
167. 2% 76 7
123.2 77 21
HEE Carbofuran C12H15NO3 001563-66-2 222.1 5.85
165. 2% 77 11
. 127.2 80 28
F 25 Carbaryl Ci2HiINO» 000063-25-2 202. 1 6. 04
145. 2% 80 10
195. 0% 77 17
W2k Furathiocarb CisHa6N2058 65907-30-4 383. 1 7.94
252. 1 77 11
95. 2% 80 15
ST B Isoprocarb CiHisNO, 002631-40-5 194.0 6. 34
137.2 80 9
124, 2% 72 32
L, Diethofencarb C14H21NO4 087130-20-9 268. 1 6. 59
226.2 72 6
77. 3% 80 34
AT 8 Fenobucarb C12H17NO» 3766-81-2 208. 1 6.70
152. 2 80 6
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111. 2% 68 14

TR Propoxur CiHisNO3 114-26-1 210.1 5.79
168. 1 68 5
121.2 74 19

FH B ), Methiocarb C1iHisNO2S 029973-13-5 226.0 6.79
169. 1% 74 10

TE: I “x” BB NERR T .
JEm I B3R A BT S HURTE Thermo TSQ Quantum Access VUM ik —H3 R A b 52 R . ARSI H
WIS (U N T IR, A KR K, Sibr e 2 2R R/ AR5 A .
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Mt &% B
(FRHMEMIR)

14 HERERARERANSRMEN (MRM) &iEE

7. WHRE 8. HZEm 9. FER

10. SAE 11. 2F® 12. TR

12 BEXES 14 E4EES



EB.1 14 MEEFRIERANSKEEN (MRM) &iLE

Mt R C
(FASE BT 3R)
TERENESHEK

®C 1 XIUWERAEETMEK
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BRHS & FEHE
mg/kg %
<0.001 36

>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14




M %D
(HUSEMHIR)
KW RBFREER

#z D1 S REHFHRMER
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BAS AR Lk
mg/kg %
<0.001 54

>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
>1 19
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Mk E
(FRHMEMIR)
ARABRD 14 FEERRIEARGRMEWETEE

RE1 ARAF®ET 14 HIREFREEXRGRMEWERER (n=10)

REGLH PR INAFE (mg/kg) IR EH (%) RSD%
0.010 81.8~98.5 6.95
gy 0.050 78.0~98.4 8.44
0.100 81.8~99.6 7.27
0.010 81.0~94.5 5.40
[ival 0.050 86.4~102.4 6.84
0.100 90.2~98.8 3.21
0.010 81.0~99.0 7.27
REB ik 0.050 81.0~96.8 6.53
0.100 81.4~97.6 5.68
0.010 80.5~93.6 5.60
Wk 0.050 83.0~105.2 7.51
0.100 91.6~106.3 4.39
0.010 81.6~108.0 10.7
Yy 0.050 83.2~104.8 8.46
0.100 85.5~108.9 8.57
0.010 80.3~98.8 6.30
] 0.050 82.2~99.2 5.74
0.100 82.1~101.7 7.13
0.010 82.5~105.1 8.37
[iva 0.050 85.2~102.4 7.50
0.100 81.5~97.9 5.81
0.010 81.6~95.7 6.62
KZ B Uik 0.050 80.4~96.4 6.42
0.100 82.2~99.7 6.96
0.010 81.1~94.8 6.15
Wik 0.050 80.4~96.8 6.07
0.100 82.4~108.7 9.72
0.010 81.3~96.8 5.85
PSS 0.050 79.2~98.0 7.74
0.100 76.5~92.1 5.99
0.010 84.8~97.8 4.74
] 0.050 74.2~88.6 6.41
FUEF
0.100 80.8~93.6 5.55
[ival 0.010 77.0~93.5 6.65

10
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0.050 81.0~102.4 8.66

0.100 92.5~106.2 5.05

0.010 81.0~97.6 6.38

Wik 0.050 82.0~102.2 7.98
0.100 88.0~107.0 5.84

0.010 82.4~96.0 6.04

Uk 0.050 84.6~103.2 7.17
0.100 89.3~108.1 6.12

0.010 77.6~86.6 3.62

Ry 0.050 82.8~104.0 7.22
0.100 85.2~98.7 4.97

0.010 88.5~108.9 6.62

iy 0.050 80.8~105.6 9.51
0.100 79.2~99.3 8.27

0.010 80.5~92.1 5.50

izl 0.050 91.2~106.4 5.40
0.100 83.1~108.0 8.64

0.010 74.2~91.0 6.40

DY Uik 0.050 84.0~97.6 5.66
0.100 84.4~98.8 5.20

0.010 78.1~98.9 8.91

Uk 0.050 80.0~97.4 7.37
0.100 81.1~94.7 6.17

0.010 88.5~104.7 4.90

ES 0.050 83.0~98.6 6.55
0.100 85.0~98.2 4.59

0.010 80.6~93.5 4.58

gy 0.050 77.8~93.8 5.63
0.100 82.8~93.0 3.92

0.010 77.3~95.3 6.56

[ival 0.050 87.0~109.2 7.93
0.100 81.0~107.9 8.42

0.010 80.9~94.2 5.59

R ik 0.050 83.4~102.8 6.45
0.100 82.2~98.1 6.28

0.010 76.8~86.1 3.75

Wk 0.050 84.2~106.0 7.83
0.100 78.6~98.3 7.37

0.010 82.1~107.0 7.64

Ty 0.050 81.8~97.2 7.24
0.100 84.1~97.2 5.00

11
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0.010 83.2~94.5 3.96
iy 0.050 81.2~95.0 5.24
0.100 82.9~93.3 4.20
0.010 80.6~90.1 4.38
[izgl] 0.050 87.0~104.2 5.64
0.100 91.2~102.1 3.56
0.010 78.6~94.0 6.50
W g Wik 0.050 83.6~96.6 5.48
0.100 81.0~98.6 7.03
0.010 76.5~88.4 5.38
LT 0.050 82.8~102.4 7.63
0.100 83.0~100.1 6.82
0.010 82.6~93.6 4.70
ES 0.050 84.2~98.6 5.99
0.100 81.4~97.4 6.45
0.010 84.5~98.6 5.43
gy 0.050 83.4~97.8 4.03
0.100 78.1~91.9 5.24
0.010 80.6~95.1 5.95
izl 0.050 87.2~104.8 5.76
0.100 81.0~96.4 6.21
0.010 83.0~106.7 8.15
T H B ik 0.050 89.8~108.6 5.96
0.100 81.4~95.7 5.85
0.010 80.1~91.4 4.83
W% 0.050 81.8~102.2 7.67
0.100 80.4~93.8 5.77
0.010 83.5~101.1 6.11
Yy 0.050 83.2~97.0 5.97
0.100 83.6~97.4 5.05
0.010 81.9~108.6 11.9
] 0.050 84.0~94.6 3.69
0.100 80.9~95.8 5.46
0.010 81.2~98.8 5.80
izl 0.050 81.2~105.2 8.57
A2 0.100 84.5~104.5 7.31
0.010 80.0~93.6 6.35
Wik 0.050 82.2~100.6 6.65
0.100 76.8~96.3 8.86
0.010 80.6~94.0 5.50

AT
0.050 82.0~99.8 6.76

12
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0.100 79.1~97.8 6.83

0.010 83.6~106.7 8.01

Yy 0.050 77.2~93.6 5.83
0.100 81.2~96.8 5.89

0.010 83.3~96.1 4.70

gy 0.050 74.0~92.6 7.06
0.100 83.3~94.3 3.91

0.010 82.2~109.6 9.77

[ival 0.050 81.0~106.0 10.0
0.100 83.5~105.6 8.61

0.010 81.0%~97.8 6.11

W2k B by 0.050 80.2~96.0 6.32
0.100 81.0~97.4 7.48

0.010 76.0~87.0 4.24

Wk 0.050 82.4~98.6 7.30
0.100 90.6~106.0 5.18

0.010 83.6~109.0 9.64

Yy 0.050 78.6~90.2 4.42
0.100 78.0~95.2 7.30

0.010 81.1~108.5 11.6

] 0.050 80.4~95.0 5.20
0.100 81.1~87.3 2.86

0.010 81.4~95.6 5.90

[ival 0.050 85.8~107.2 6.67
0.100 83.6~103.6 7.87

0.010 78.2~94.2 6.40

TP ks 0.050 77.4~97.4 7.25
0.100 81.6~98.5 6.81

0.010 81.9~93.4 4.90

Wk 0.050 88.2~106.4 6.56
0.100 76.1~92.1 6.78

0.010 83.6~96.7 4.66

Ry 0.050 84.0~104.2 7.11
0.100 82.6~102.0 6.86

0.010 84.1~98.3 4.71

] 0.050 75.4~93.0 6.50
0.100 78.1~87.0 3.46

X417 0.010 81.7~95.2 5.36
[izgl] 0.050 83.0~106.2 7.03
0.100 85.2~106.9 7.78

Wik 0.010 78.6~95.0 6.63

13
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0.050 81.0~100.2 7.94

0.100 81.3~98.0 6.46

0.010 80.0~97.9 7.23

Wik 0.050 82.4~99.2 5.68
0.100 81.7~109.7 10.8

0.010 80.1~99.5 7.74

PSS 0.050 80.4~97.0 6.84
0.100 85.2~105.7 7.07

0.010 83.0~92.4 4.17

] 0.050 79.2~97.6 8.04
0.100 80.7~91.4 3.86

0.010 78.5~91.9 4.85

8 0.050 84.2~106.6 7.12
0.100 92.1~107.4 5.74

0.010 80.9~97.8 8.01

T Wiky 0.050 75.0~95.8 8.51
0.100 90.6~98.6 2.99

0.010 78.5~87.2 3.42

Uk 0.050 80.0~102.4 8.62
0.100 81.4~96.3 7.22

0.010 82.1~97.0 5.70

Ry 0.050 80.4~97.8 6.83
0.100 82.3~95.1 5.13

0.010 80.4~93.9 8.05
Gty 0.050 79.0~93.4 4.72
0.100 83.5~96.8 4.99

0.010 80.9~89.6 3.31
2 4 0.050 82.0~103.2 8.17
0.100 82.4~101.0 7.13
0.010 81.7~97.8 7.04

A B Uik 0.050 81.0~99.2 7.75
0.100 80.4~97.5 6.78

0.010 78.4~94.8 5.27

Uk 0.050 80.6~97.8 7.38
0.100 83.1~95.8 4.24

0.010 81.5~104.0 7.24

ES 0.050 79.2~97.2 6.82
0.100 83.6~99.1 5.60

0.010 83.9~109.3 8.41

R gy 0.050 84.0~99.2 5.74
0.100 80.2~94.4 5.21

14
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0.010 80.5~96.7 6.37
fi& 1y 0.050 84.2~99.6 5.87
0.100 83.6~98.1 5.49
0.010 80.6~96.1 5.69
Wik 0.050 84.0~98.6 6.47
0.100 81.5~97.1 6.23
0.010 81.2~98.8 7.09
Uk 0.050 81.6~99.2 7.40
0.100 81.1~99.4 7.72
0.010 78.5~89.7 4.77
P 0.050 87.6~100.4 5.33
0.100 80.6~97.1 6.28

15






