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RmREERFE
R P REEFREENRNGE

1 3EHE

ABRERLE T 6 dh o R R 4 PO - A vk
AARAEIG T2 B8, 7Rk, SRR MR, BE. BEE. JOK. SR WL SR TR
S B BRI E AIAIE, LB R RS AT

2 FEMSIAXH

N HNSCAERS T ARSI R A 2 AT A o N BRSSO, O H AR iR A E T
AR NRAE RIS SO, HE#hiA CBREA MBS &l T AR

GB 2763 i @A EFbRAE £ iR 25 i Kk B B

GB/T 6682 71 Sis % FH /K HIRE ARG 75 v

3 FERE

R HH A B PR S R R PR IE e (1+2) IR AR L A SR AR R [ A A HURE B b P S8 A 4
WA AU L, Vel aRAE e R a, UM il - B O E AEIE, AR E R

4 WFFEFHE

BRI A RESS, BRI AT A, KON GB/T 6682 HAlE I —2K.

=%
.1 IECkE (CeHyg): HEZRTE.
.2 TABd (CH3COCHg): HEZ&1H.
.3 EAEA (NaCD.
4 TKIREREN (NaSO,): £ 650° CHIke4 h, BT,

P i |
1 AERHIECkE (1+2) %W B 100 mL AEH, A0 200 mL 1E ke, #E51&H .
.2 AER+IECkE (+D) W B 100 mL A EH, A0 100 mL 1FE ke, #5146
o
1 SRR UEY) (Iprobenfos, CigHnOsPS, CAS:  26087-47-8): 4iE>99% .,
T 9 T |
4.4. 1 bRAERERTER: MERRARBOE 21 SRR bR T, IR RO B 1000 Mg/mL brifffif o5
T, PR R I SR IE e B A B ARE TARIE R ARAEIE TR LT 4° C IRAF -
4.5 #7H
4.5.1 ASALIRBFEAHERE: 3 nl, 125 mg, BiMH%%.
4.5.2 HHEFEACBEE ARG 3 nl, 125 mg, B4

5 {XB/MgF

5.1 AUMEE-FOEERAEN, MHETFREE TR ELED.
5.2 TR J&E 0.01 g #10.0001 g.
5.3 HLHGIHNL.

N N
W DD DD N H = e .

~
> oo
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RIS %8 .

EAHRE IS, W HEAE.

Z IR E LR A A ERAY, B 2
fIRIE B OFL: 3 000 r/min.

S 15 ml.

ZIFERE: 15 ml.

10 PREVESTES: 10 ML,

1 R EENL.

6 REHFSHE

6.1 iEHIE
6.1.1 KRKHFER

B AGRYEREM 500 g, VIRFE AW KBRS, FEFALERE SN TR BT, FANEF
MBS AN, IR mAbRd.
6.1.2 FHERAE

B ARFR AL 500 g, FIMMBENU A FEE 2. 0 mm B L. 1RA), FENTEIFBREERSN,
% E bR bR 1L
6.1.3 PAREHIS

HCAAGRYERES 500 g, K HIWG, FIREHUREESIN TR, RE), ARG RS
N, EEIEFRARIL

e DLERE R ERERBAIIZGB 276 3P SRAAT
6.2 HAHRF

ZRM L BEFE S R T ORISR T 0~4°C 117 KBRS K A 1) S 2R A T —
18°C LA FAHRIRAT -

FERIRER A AR, BB IR 32 305 G Bl A2 7k B A & 2 AR A

7 SHPR

7.1 =R

XTI BREE. wEE . JOKFE, BRI g H5ERE ORI 0. 001 @), XT38, ik,
SERL BB AL AL AR, R 2 g 5 OREREE 0. 001 ) « KEFRELRFEE T 15 mL
BB, AL g SULEN, A 2 mL &K, TR FIR2I 30 s, JHCE 15 mine AU 3 mL A
Wi+ IE /R &, AIRA#HR EIRS 2 min. 2500 r/min .0 1 min, WH EEIF A BR T H
—IREHF. BN 3 mL P+ IE ORI E SRR, &R .
7.2 B
7.2.1 FM, R T ER RE BEEHES

P SR h R A AU (B N3 Lem @ TEKBREREN ) 2 25 75 [ AH ZE ) L A dh e 2 B
b, S 1 mLX 3 AEETRMGERE R, FH 1 mL X3 1E R MR, bk e . K
1E CREFR ORI 26 S5 A Bk S A A O R B At m b 5, PR 3 mL AR + 1E CbtiR A
WA, (RFFFUE 1.5 mL/min, WEEAIRMEWE, T 45 CT, ZAMMEILT. &G IE
ClEERZE 0.5 mL, fit GC-MS .
7.2.2 REE KK, BR. 4B, apHER

W Hp AR A A R (RN 3 Lem @ TEKIRER BN ) 2 25 70 [ AH AL L 2 dh e 2 B
E, %ﬁBmWMﬁM%¢mH,ﬁ%BmEEMﬁM%ﬁmH,#zé%ﬁM%ﬁ BIEC
PRI B P S AR A AR O R, AR At 5, PR 3 mL A + 1E bR A R et

oo oo oo oo
O© 00 3 O O1
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R, RFFRGE 1. 5ml/min, UWEARRE®E, T45°CTF, RAWMKEIET. REHIECKER
% 0.5 mL, ftGC-MS 73H7.
7.3 ME
7.3.1 SiEGE-RiESEXY

a) {Oifk:. HP-5MS A JEBNEHE, 30 mx0.25 mm (i.d), E/E 0.25 pm, BAHYSE,

b) TR FHE L. WIRIRLIE 80 °C, LA 7 °C/min JF4 205 °C, FELL 25 °C/min JHE 280 °C fR$F

5 min;

o) HFEOREE: 280 °Cs

d) k- R E: 270 °C;

e) A &S, 4AEAKTET 99.995%, 0.8 mL/min;

£) BFfEE: 1L

g) HEFE R A, 1 min JFIFIA;

h) BB El;

i) HERER: 70 eV;

3) Ry e A g =X (ST

k) WEINES T (m/z): 203, 204, 246,288; EEE T 204;

1) HNZEIR: 10 min.
7.3.2 @i%WESHIE

FRPEAEH A 1 I B SO0, e e W T AR AR I (AR TE ARV, AR v AR ORIRE I S5 A
FASHEAERE, W AR E T AE VA RORIRE VR S R 45 P i 74 359 A ASC A DU P 2 MY L A o

TEFH RIS 56 2640 T, FF b A DU A0 5 1) Joi 2 €000 £ B 1 1) 5 bt AR VROAE 1RD, JF ELFE SN By 55t
J (PIARE T B v, BTIE B X B, SR Xt L T a3 2 1 () 3 B bl 5 bR o N T I R EE L,
HAEAE VPG N (R VTG LR 1) ] 408 B S P AR AR XS B AF ) o FEARTE “7.3.17 FUER)
BT, FEEHFNSEMHAENEZ 17.70 nin, HBEWE T /2) F F T2
203:204:246:288=17:100:15:19, itk BRI S W% Ao

*1 FRAEMSHGIE-REMENSFEESABIFRE

MXTERE (i) >50 % >20 %% 50 % >10 %% 20 % <10 %
FVF BRI 22 +20 % +25 % +30 % +50 %
7.4 ZTHSR

BRANINARESL,  $3% R e D BRBEAT .
8 GZRITEMFRE

PR AL TN T (1) 7 SR SR 1 2
A *CseV

A

Il RSN SR, 28T, ng/ke:

A—— R SRR 4 PO W T A 5

Cs—hriE TARMR P R IR L, OC =TT, pe/nLs
As——hRHE AR S R 14 W T A 5

=R A E AR, 2T, nl;

m—— IR A FERTAR AR, 7, g.

e TSR A, WE S R FATIE MR AR ERR, IR E P BT
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9 HEE
9.1 (EREBIEFAT AW ML 5E &5 R LR 20 5 HEARF I E I CaaE) , N
MR CHIEKR

9.2 LEFILEFAF T HAT PRSI 5E 45 RN ZEH S HEA T EIE (%), NAT
A D IR

10 EERMEYE

10.1 EEMR
A JTEFGIE ) € B R 0. 005 mg/kg.
10.2 [EEE
YR IN7KFE40. 005 mg/kg. 0.01 mg/kg. 0.02 mg/kgit, RGN [E]UsC 8 2 LBt 5B .
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Mt B
(ERMERR)

R B DN R BE K i 2R i) SR LG MU R

B 1 HERERINRE R R ST R

GB 23200.83—2016

FE il 44 7R IR (mg/kg) SRR (%)
0. 005 91.9~113. 1
KK 0.01 91.6~108. 1
0.20 97.5~119. 0
0. 005 74.9~93. 3
Znt 0.01 90. 8~107. 9
0.02 83.5~108. 1
0. 005 86.8~110. 1
i 0.01 91.9~110.5
0.02 107.1~118.9
0. 005 75.3~86. 5
i) 0.01 92.8~119.9
0.02 95.6~113. 1
0. 005 96. 8~114. 4
ey 0.01 97.7~115.8
0.02 91.2~112. 8
0. 005 109. 9~120. 9
e 0.01 90. 2~108. 8
0.02 88.8~119. 5
0. 005 93. 4~104. 2
Tl 0.01 89. 9~100. 6
0.02 95. 2~107. 2
0. 005 87.6~98.5
F3k 0.01 93. 7~100. 6
0.02 82.1~94.3
0. 005 81.8~104. 9
R 0.01 80. 9~94. 0
0.02 90. 0~106. 8
0. 005 86. 4~99. 4
G| 0.01 92.4~111.0
0.02 94. 2~111. 9
0. 005 70.9~103.0
pAA| 0.01 70.2~93. 1
0.02 73.3~92.7
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Mt % C

(BISBHERIR)
TWERNEEHEK

FC1 XRWEAESFMHEK

B & B BEE
mg/kg %
<0.001 36

>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14
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Mf & D
(FIEHEHR)
TN EEFIMEER
& D.1 LTRREHIMMEER

WA AR’ B
mg/kg %
<0.001 54
>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
> 19
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=, SHEeEE
1 35E

AHRERLAE T B dh R R 9 B )OI 2 5 s
AhrEE R Tk B3, SRR AL RO, N, B REE. R BERSE R R
AR ERNE, HERHTSRIIT.

12 FEiEsIAxcH

N H SRS T ARSI R 2 AT P AR 5 SO, A8 H B iR A IE A T
KA FLRAFEHAR G SO, HEhiA CFEFTA FME SR & T A,

GB 2763 i @A B FbRAE £ iR 25 B Kk B B

GB/T 6682 43555 = F K HUAS AR50 J7 v

13 I8

PR PR ) SRR R A AR+ IE Ot (1+2) FIIE CORedE, I A ARk, P
I EEREIN 25 UM Bl SGEEAT I E , AR E

14 BRFISHE

BRI B RESS, FraRAB e, KONFFE GB/T 6682 HHLE I —2K.
14.1 &7
14.1.1 IECHE (CeHy): FEHME.
14.1.2 Pl (CH3COCH3): HEZIH.
14. 1.3 To/KERERHN (Na,SO,): £ 650° CHIke4 h, B THEAEFEA.
14.2 BREH
14.2.1 TERA+IECK: (1+2) %M. B 100 mL FEE, B 200 mL 1F W%, #2514 M.
14. 2.2 ArdEfE &I HERAREOE = 1 SRR AR YT, B ECH AR 1000 pe/mL b i &
T, PR RS U 5K 1E e BE A B AR TARIS R ARAEE R T 4 °C /17,
14.3 ¥R
14.3.1 SREEFFRUEYIFR (Iprobenfos, Ci3HnO05PS, CAS: 26087-47-8): 4iJE>99% .,
14.4 #H
14.4.1 AL EFEAAEDAE: 3 nl, 125 mg, HMHX4#H .
14. 4.2 HHEACBEEAEZREDRAE: 3 nl, 125 mg, BMHM#E .

15 (UM

15.1 AAHEA: AL KHEEEERIIES (FPD) .

15.2  Z3HrRF: JEE 0.01 g #10.0001 g.

15.3  BOML: 3000 r/min.

15.4  ZINRETERAFE FAR A, B 4% .

15.5 HEZIFEE.0H: 5 nl, 10 mL.

15.6  BEF§IAE: 20 mL.

15.7 MM,

15.8 fHEFEEHASE: 10 W, 200 R, 1 000 pL.
15.9 fHEEHEE: 10 Lo

15.10 {REEES)ES.
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16 HAEBIESRE

16.1 XSS
16.1.1 KRFFHE

WA REMEREM 500 g, VIRFJEANAT KBRS, BRI RE SN TR 1RE), NG
PURFER RN, A RbRIC.
16.1.2 FHERE

B ACFRMERER: 500 g, FUMPBENUERE 8@ 2. 0 mm BUFLTH . VRS, BEATEFHIBAER SN,
W EIFER I bRIC .
16.1.3 AEHEH&

HRRMERE M 500 g, W HUIWESS, FHIHALERE SN TSR, RE), NG AR
N, BB IFERRERR IO

v PLEFEREURERRAL14GB 276 3P SRAAAT
16.2 REREF

ZE L P S TR PR B EERE T 0~4 © C IRAF: AK R EESESSAI I B A i 2Rk T —
18°C LA AR IRAT -

TERIRERIERAE AR A, BB IERE & 2 2075 G Bk A= 7k B & = AR A

17 SthER

17.1 R#RBR5%&
17.1.1 FFFRK, RE, BEHER

FREL 2 g ORSHRZE 0.001 @) H5RKEET 10 mL B0 d, N 2 mL /K, I TE/KEREAH it
ZHEA, A 2 ml NEE A+ IE SRR SIRG IR, FHX 2 min, SREE0 3 min (BOHEEER
2 000 r/min), WRE L ZPRBGHTZIE B0 BT 2 nL 1IECHRBH K, S IFRBURT 215
SO, T2 IR AR R A BB AR S A EE B, T 40 C FHAURIRRE 1.0 mL, fi
RS AT .
17.1.2 3FER. ER. REHESR

FREL 2 g CKEBEZ 0.001g) ¥AJ6bRET 10 mL BEOabE . XHF28mRES, FREL0.5 ¢ KR
0.001g) ¥4 AFET 10 mL B.0iREd, A 2 nL 7K, IIATCKBREREAVE 2 B, F 2 ol B+ iF
CHRIR ARG IR K, SR 2 min, RJEE0 3 min (BOHEEEAN 2 000 r/min), WREL EFEIR
BORT 57— B0 E . FREFA 2ol IFE QeI IR, &9F FERIUK, fRdih. 76a B0 E
B AHACHORE 3 N 1 om @ EOTEKEREREN, 26 4 ol PR+ IE b iR SR sk v B AR A BUR:, 7
FA TSI, SR 5K IR BB A REBURE i, AR BG4 S e A A B i, P 4 mL
PR+ IE bR S se b, WESMR B T2 S 0T, RGEL IR R A H e
AR MRS B, T 40 CFRARAIRWRE 1.0 nL, BEHEFEDHT.
17.1.3 F4@E. BRA. &EER

FrEL 2 g CFEWIZE 0.001g) #I21REET 10 mL BOWREH, AT KERRNE 2R, F 6 L
Pl IE O iR AR G IR I —k, WA 2 min, ZRJE 0 3 min CEOIEEE AN 2 000 r/min), U
% FEZIREOET A . FREEH 2 ol ECOBIERPIR, & EERBOE, frigth. fEhHER
AR FEAE AL EomdE N 1 em my BIJCKBREREN, ST 4 mL PR+ 1E CUbe iR & 9 Tkt [ A A< 5Ok,
FERATTORDEIR, SRS R PRGN AR A, RR PRI A A A A O fE
4 mL AR+ IE CREIR AR, SR A I T 20 B 08 T, R TR 2 AR R LAR S Ab A
BHAAR S A s B, F 40 CTFHESRRE 1.0 mL, HEHEREHT
17.2 JzE
17.2.1 @BEsSEEH

10
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a) {Oifk: . BQUITY"~1701 B4HEHM:, 30 mX0.32 mm (I.d) X 1.0 pm BAHS 3,

b) FHEFERF: WIGEEE 100 °C, PL10 °C/min F+& 220 °C, f&KF 10 min;

o) HFEOESE: 250 C;

d) REgsiEEE: 250 C;

e) WA B, AERKTET 99.99%, s 5.0 mL/min;

f) &EA: 75 mL/min;

g) ZK: 100 mL/min;

h) BWA: 20 mL/min;

i) TR EAEERE, 1.0 min 5T

J) HtREE: 2 Pl
17.2.2 @BiENE

MR FEVR P SRR o BE L, 1R SRR AR (bR TAEIE . REIm br e AR
FURE I b S5 R 4 ) SO AL 2] L AEASC R AT WU 2P 3 BBl PN o s v TV VR RE R S5 A AR 2 g e 2
DAER BB e 1, IR0 S bt TAER LB T € . 7 DR A T, SRRy m
(1) €3 ] WL P S B 1B 1.
17.3 =ARE

BRASIIARAESS, 4 BRI 20 Bk AT

18 ZRITHEMRA

H i Hs A B T 20 (D) TR D iR B R, TR R TR R B .

AXCXV
s (1

AsXm

e

X - B RREE G SR, 28T, ng/ke:

A = FER S REI 1 R U THI AR

As = FRUETAETE T S AEm 14 ( EE TH A

C - FRETAREM T AR R, RociE=Tt, pe/nLs

V- FEURAERARI, 2T, L

m = PRI R, 5, g.

e WHEERIENGRS A, WEERAEATIE WEARFE R, REWAE R E .

19 BHEE

19. 1 7E S PESAFF 3RAF B OOMALIN E 45 R4 2 S HEARFERIE (F5%) , BN
A RGIIEKR .

19. 2 FEFFHLE S AN RAT B AL 78 45 R 2 20 5 HE AP RBMERIE (H23%) , BAT
A H EER

20 EEPRFNEWR

20.1 EER

ARIFERGIRIFE K B SER . A MR, A, 8% BEEF R ERR M 0. 005 mg/ke;
TEZHH ) PR 0. 01 mg/kgo
20.2 [EiER

11
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MUK 0. 005 mg/kgs 0.01 mg/kg. 0.2 mg/kghf, FAGEFHI7RINEILZE S LI F4F,

12



MR E
(ERMERR)
SEEAFEYRNGERE

GB 23200.83—2016

150 pA ]
200 5
B00 o
] 7
400 ,
200 —'J X Il
] T T T T T T T T T T T T T T T
o & 10 15 20 mir

EE1 REEFREMRIMEEHE

13



Mt RF
(ERMERR)

R B DN PR BE K I i 2R ) SR TG MU R

RF. 1 AR B IR EE R BRI LR B

GB 23200.83—2016

FEfh A TR INRE (mg/kg) S TE L (%)
0. 005 75. 0~94. 0
KK 0.01 81.0~106
0.2 88.0~92. 5
0. 005 92. 2~102
i 0.01 82.3~108
0. 02 82.0~98. 5
0. 005 74.8~91.2
B 0.01 78.5~98. 1
0. 02 80. 5~105
0. 005 93. 8~106
g 0.01 86. 5~104
0. 02 87.5~112
0. 005 84.0~101
FeIA| 0.01 85. 0~102
0. 02 81.0~103
0. 005 94. 6~100
g1 0.01 86.0~117
0. 02 86. 0~108
0. 005 82.6~91.6
% 0.01 86. 6~105
0. 02 77.0~92. 0
0. 005 72.6~88. 8
e 0.01 72.5~88. 8
0. 02 78.5~85.5
0. 005 80. 2~107
Fent 0.01 84. 0~106
0. 02 86. 8~107
0. 005 93. 6~100
ey 0.01 89. 5~105
0. 02 94. 5~102

14
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M &G
(BISBHERIR)
SIREAEEMHEKR

*® Gl XBRENFIREER

BAES B RSD
mg/kg %
<0.001 36

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

15
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M ®H
(FISEIERIR)
U6 = F I ER
& H.1 KEEEHIMEEKR

AN SR RSD
mg/kg %
<0.001 54
>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
>1 19

16



