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R 25 2L % @ h = R &SRR N 7 %

1 EHE

ABRUERLE T EOREFL L FL 0 A LK S B0 = B U B = R e, B U B 3
(HPLC IR) WBUAR (3% Bl / 0 3% 1 (LC-MS/MS ) 1S A 2 3355 386 086 ) o [0 9 04 0 36 i o
(GC-MS IK) , S @3-/ Bk ik (GC-MS/MS #) ],

A AR HEE F T JEOREFL U it AR 5 3L v = U 0 5 R S 5 A 1 TR R B L
B R IR o L0 M - T / B 2 ) 38 T RO RL L 360 5 L R & L 5 o = SR U 10
E VERRIE o

A M 185 250U 5 0k P 5 R BROK 2 g/ e, YOM €6, 9 I 1% / R B O SE R PR 0. 01 mg/ke,
AR EL B A 0 BR A 0. 05 mg/kg CHL i A0 MI 68385 1%/ 3R 3% 5 9 2 B BR 9 0. 005 mg/kg) .

2 eS| A

TS R B AR BCE S A AR A 5 | T B CR A AR B SR, LR VE A IR0 3 SO B S R A
6 BB A L 46 B R ) P9 2800 SR T RH RS R T A W » 9 T 358 5 4R 8 A A o 6 AR P B9 4% 75 B 5
R A AT I 2 SO B BB ARAS . FLRR R T H 39989 5 S0, L 8 3 MR A 38 R T A A ofe

GB/T 6682 7S£ 5 = FI/K BLAgE IR 36 J7 ¥ (GB/T 6682—2008,1SO 3696:1987 , MOD)

3 ®$—i% BREMEEEMHPLC %)

3.1 R
BRI = R S BRI M- AR B, 22 B B8 T 32 $k B 4R 48 BOURE Y 10U+ D 700 0080 A 4308 0 52 , A e i
ik

3.2 RASHE
BRAAE T A ULB , BT A R 28k e 4l , K GB/T 6682 #LAE 9 — 2Rk .
3.2.1 HIEE.faiday,
3.2.2 M faikal,
3.2.3 HK:HEBH25%~28%.
3.24 =HZ®.
3.2.5 MrEER.
3.2.6 FELiBEEREN . ik al .
3.2.7 WEOKIEW - MERRIE 50 mL BB 50 mL KRS & A
3.2.8 =WZMEWAY) MEFWHIBM 10 g ZHZMT 1 LARE D AKBRIEEEZAE B

#H.

3.2.9 ZFALWEHAW (520  MERE 5 mL & /KM 95 mL HEE, B &M,

3.2.10 B3N G oI MERRARI 2. 10 g ATEERRAN 2. 16 g SESeERREN . 1A 24 980 mL K ¥R , 8
WPpHE3OF,EXE1LEM.

3.2.11 =REMARMEM : CAS 108-78-01, 4ifF K F 99.0%.

3.2.12 = RN AR MERE % W EBIFR I 100 mg O E) 0. 1 me) =R FULARAE S T 100 mL F B
LR BOKEW 3. 2. DIEMRIFERZZE, WA RKE N 1 mg/mL MIREEE R, T 4 °C R
Az,
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3.2.13  PHES 734 A A O IR & B PR B FAC e B A ZE BURE , B W R MRIL I B EZ G -— 2%
HEARERY ER &R 60 mg, (RFAN 3 mL, S(hH 2% . AR KA 3 mL F#E.5 mL Kigfk.
2.14 EYEELK.
15 Wb .4k2=4, KB 0. 65 mm~0. 85 mm, 4 {LAE(SIOD HFEHN 99%.,
16 THALUBHE:0. 2 pm, HHLAH.
17 AKX :4EXFETF 99.999%.
1 B&Fnig &
15 BB 3 (HPLC) X« B A 58 A0 I 25 350 — AR I 370 A T 2%
SAHTR & 0.000 1 g F10.01 g,
BOHL FEERAMET 4 000 r/min,
B P K
(2] FH A BB
AR TAL,
R IETR A 2% .
HIEYIRES L4 .50 mL,
Wk .
AR
1 RE
AT AT BR Y vk B AN 8
FRER 2 gORH 2 0. 01 @) ik T 50 mL HEMBEB.LE P, MA 15 mL S8 ZMRIEW (3. 2. 8)F
5 mL ZJ§, A 10 min, BRI 10 min 5, IRKTF 4 000 r/min .0 10 min, FHBRE=K
LRV W IR KL IR E =R RIBBE AR E 25 mL, BH 5 mL B, A 5 mL /KIBA) G s
AL .
3.4.1.2 B . MmN RAE
PRI 2 gORE# 2 0. 01 ) i TSR, I AGE B RD GRFE R B A9 4 5 ~6 %) W R T W ak . &%
B %2 50 mL HRZEBRE.OCE D, H 15 mL Z @ SBMREBW 3. 2. ) SR G V0o, Vel A B O E
L EEEOCEPIMA S mL ZHE, R TERAER 3.4, 1.1 FEAE R 10 min, oo A 5 mL KBS G
T R RIS D B, T LA = R 2 RV VR R B9 IE VW4 R R BB U B SPE AR YR AL
3.4.2 &4
B 3.4.1 PR S ILIRE R E B A ZERAE (3. 2. 139, KK 3 mL KH 3 mL BEEYER, HE iR
TJaE, 6 mL EALH BEE R (3. 2. OV . B EAHZEBGE B EA BT 1 mL/min, YEBE T 50 C
THERRT,REYWHRHEYET 0.4 g HFOMH 1 mL WsHES, WERA 1 min, I #FLIERE (3. 2. 16)
J& st HPLC %€ .
3.5 BIRMEELENE
3.5.1 HPLC & &4
a) ik .Co H,250 mmX4. 6 mm[ ARG, d.)],5 pm, A4 E .
Cis #5250 mmX4. 6 mm[ 423G, d.)],5 pm, BH 4,
b)  WBhAH . Ce kBT XK E bk (3. 2. 10)-Z B5 (85-+15, (& FEL) L 1B ST .
Crs B, B T XHE ) 28 wh M (3. 2. 10)-Z 5 (90+10, (R HL) L 1B AT
¢) Vi#:1.0 mL/min,
d  FEE40 C,
e) P :240 nm,

© 00 N O O B W N —

2.
2.
2,
3
3
3
3
34
3
3
3
3
3
4
4.

WO W W W W W W W W W WwWw W W W W
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D #ErER .20 pl,
3.5.2 IRAEHMEHLH
 JHUR SR = R o A W R RS B A Y BE R 0. 8.2.20.40.80 rg/mL R HE T AE W
G E B G 3 5 A T A 0 - o B A L 7 A o A 0 FE U AR = 5 R B RE
HPLC @& 2 WHE A FiE A1,

3.5.3 EEME

T8 U RE YR v = 3R W 7 7 7 o B 8 48 ¢ FEL P 8 ek 2 50 T U 5 4 R 5 T AR 407
3.5.4 #RitHE

IEURE AR = 3R UG A 5 2 o €0 SR A 8 A R e 5 (1) 1 7

cX M x1.009
A X m X 1000

...( 159

K
X—idgEd=

AU
VR EF R AR
AR R P R U
m——— 1 B R 18137 g 7 C
B
3.6 =A%XK [LL
BRAS B IRE 5 B0 B 4 1 sk
3.7 mxzEr|0.
AT5 1 2 B R mg/ke.
3.8 [Eg=E

[E] , JFE] X A Y O 2 /N

3.9 e
TEE YR T HRRDP 7 45 3R B 8%

4 FTH KEMIE-RE R(LC-MS/MS %)

4.1 RiE
BRI =S BRI AR T, 425 PN T 3¢ #e 1 A 28 B AL e AL, s, B0 €2 - 33 /5 i v W 5 D

i SR

4.2 RHFS5HB
BRIESS A VLI, BT A 5024 R 43 W7 4, 7kl GB/T 6682 RLE 1 — 4K .

4.2.1 Zm.

4.2.2 ZMR%.

4.2.3 ZRREWEW 0 mmol/L)  MEMFREL 0. 772 ¢ ZWETF 1 L BRI, KB e E %,

REE=H.

4.2.4 FHAthlF 3.2,

4.3 {U#{EMgE

4.3. 1 WO /R (LC-MS/MS) Y« it 5 H 85 28 3 -8 (ESI) .

4.3.2 HAhIF 3.3,
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4.4 HRAE
4.4.1 $RE
4.4.1.1 WA .OH BT KERFDES

FREL 1 g E 0. 01 @) ik AEF 50 mL HEWHE.LES, MA 8 mL =R LMRFEW (3. 2. 8)
2 mL ZJi§, B #2H 10 min, BB 10 min 5, UAMETF 4 000 r/min Z.0 10 min, EHFBRE=R
TRV W R A U AR A IR S AT
4.4.1.2 B .WHiMFTGE N E

FRER 1 ORI ZE 0. 01 @) iR TSR, I AGE B8RP GRARE T & ) 4 15 ~6 £5) BRI T 44k, #%
BE 50 mL HEBHBELEP,MA 8 mL ZHZMBEB . 2. ) BORE T, BB EA B LE
FLEMA 2 mL ZBE A TEER 4.4 1.1 f“BEERR 10 min, - ([ EERE AR T

VE R R I A BB, T LA = 4R 2 BV MM RN 9 IE 2 R - W4 R BRI S R SPE Ak
4.4.2 %4

4,41 PRSI EE T E BB (3. 2. 13) 1, MR 3 mL K F1 3 mL B BESE % fh 2k
TG, 6 mL @A H BAW (3. 2. DY . B EHEBGIRREA D 1 mL/min, FEBEET 50 C
THARSKKT.REYHET 1 ¢k A1 mL WaHES , BiER S 1 min, I ARG, 2.16) )5,
fit LC-MS/MS Wl & .
4.5 W8 EE-RIE/ RENE
4.5.1 LCBE&H

a) g ERAE TR RE CIRAER . BAHAA : 4,150 mmX2. 0omm[ W& G. d.)],

Spm, B 4 # .

b) WEH FERENCBREBRA.2.3)MLERMRE  HLRATE pH=3.0 F&H.

o) HFHEE.10 pL,

d)  HiR:40 C,

e) Wid.0.2 mL/min,
4.5.2 MS/MS &% &%

a) FLE A EBFEE, EET.

b) BFMIEHEE:4 kV,

o) ZEMR.AK,2.815 kg/cm?® (40 psi),

) FHRS.AS,HHE 10 L/min, B E 350 C,

e) HESA.AX.

) AR QILUAN)Q3ICAND) .,

g) HMERX . LRSI MRM), 8B F m/z 127, EBFEF m/2 85, EHTFEF m/z 68,

h)  EEEEE 0.3 s,

D AfFEHEE100 V,

P HEiEREE .m/z 127>85 2 20 V,m/z 127>68 H 35 V,
4.5.3 tRAEMZERLH

BUZS FRE SRR IR 4.4 AbEE . RS RO RE S VR HOK = UGRS3, 2. 12) B R M BRR B MK
BEN 0.01.,0.05.0.1.0.2,0.5 pg/mL §)H5E TAE B, W& BE B (K 20 & g AR R DY , DA GE B 7 88 7 0 i AR
BEVE I, 45 A% el 28 81 9 7 F2 . R R DT G bR = A BAE S LC-MS/MS £ 2 o7 W il i & 6,3
S LR APRE A2,
4.5.4 EENZE

4 I RE Y v = 3 U g W 7 O A o 7 B 4 R 9 R A R R 9 L D) A R S R T
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4.5.5 EMHE

e B b AR 2% 00 5 35 04 o TR VA I 40 SR R T Y O B i e 5 R B ] 5 A o T A T TR — B

CEAEFERITE £2. 506 2 ) s B b B AR A 4 89 P94 T 85 T B0 A X =2 B 15 e B M 2046 V0 08 K 10 A % =
JE— B0 AR FEBER 22 AT R 1 BHLE U AT I T RE 5 R AR = R U,
X EUEBFHEHNEENRALTRE

AT B F B >50% >20% % 50% >10%%E 20% <10%

FOVF BAE X R 22 +20% +25% +30% +50%

4.5.6 LHRHE
A 3.5.4,
4.6 THXE
FRASFREURE A1, #3% E R 5 4514 045 TR EAT
4.7 HEEEBR
AITERE R 0.01 mg/kg.
4.8 [EHE -
FEW A BE 0. 01 mg/kg~0. 5 mg/kg ¥ 3 115 Bl P9 » [B1 O3 7E 80 % ~ 110 % =2 [ , A XA M A 25 /1N F
10%.,
4.9 REE
FEE B VR AR AF T ZRAG A 6 UM L I 8 45 SR B 4 3 E A S M B ARE A 15% .,

5 HZiEk SHEEGE-RIEKAZGC-MS f1 GC-MS/MS %)

5.1 RiE

TR 2 8 7 R IO A 2 0 AR 38R 4T B 8 P AT 2 o 9T A 7% 0 SR PR 3% B M O R A
(SIMD 22 5 R 5 900 57 3 49 i S K CMIRMD , P4 90 4 4% B B 10 0 J5% 338 B8 - 9 = BE L 8 A0 o
ER.
5.2 ®AS5HE

BRAE 74 B, BT A IR0 3 e i d K O GB/T 6682 MURE 9 — K .
5.2.1 mkWE. %4,
5.2.2 Z W4
5.2.3 ATEMEN N, O -I=H H A3 = I Z BB (BSTFA) + = H 3 B A £E (TMCS) (99+ 1), 5,
wal,
5.2.4 ZM#MEW(22 g/L): M 22 g ZMHAY 300 mL KBMEEAZE 1L,
5.2.5  ZIRUBR HE I - HEHE IR = UK AR A A (3. 2. 12)1 mL F 100 mL 2 8o o . I A e
R BRI AR 1 mL A4 T 10 pg ZREMARAES T 4 CORBNGEE AW 3 A,
2.6 WTAERTET 99.999%.
2.7 ARAERTET 99.999%,
.2.8 FHAtF 3. 2.
3 UEERRE
3.1 SAMHEE-FE(GC-MS) LB A B FEHREEFEED,
3.2 SR MEI%-FiE/ R (GC-MS/MS) X : Bt i FE H BB & FR(ED.,
.3.3 HTFERMA.
-3.4 Al 3.3,

SIS NG IS IS RS B IS
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5.4 HmabiE
5.4.1 GC-MS %
5.4.1.1 RE
5.4.1.1.1 WSO8 BRI FAES

FREL S g% 0.01 @) BEG T 50 mL HE A, MA 25 mL SR ZBMEW 3. 2.8) , WIER S
30 s, A 15 mL =R Z MW, B 1B 15 min, IA 2 mL ZBREEWG. 2. H) =R LRE B
EREZE., BHRIE . EBEEBRIUEA 30 mL £ 50 mL B0 %, UAKTF 4 000 r/min B L
10 min, FiEWFFEL.
5.4.1.1.2 WM. MmMMBREAHE

FREL 5 gOR§ M = 0. 01 @ #EfhF 50 mL HE L@ E J, H 5 mL oK% # (4 Z 6t ol 38 X , &
HA 20 mL =5 ZBRIEW (3. 2. 8) , IATENR ¥ 30 s, FFANA 15 mL =450 2 BR¥ W0E 75 $& B B LA T #4E [W)
5.4,1.1.1, ARSI S BB, T LA H ZBEBIRE A =R L MRE AR L.
5.4.1.2 %k

WM EL 5 mL R LB B B A ZE BOR: (3. 2. 13) %, A 3 mL 7K.3 mL B EEO Ok, 3R 06 vk
W, 3 T 5 B 3 mL Z0 40 B VA (3. 2. 9) VR, W AE R .50 C FASK T .
5.4.2 GC-MS/MS &
5.4.2.1 h¥p . W5EE .Gk 5 A MHES

FREL 0.5 g R ZE 0. 01 @) ik kE. IIA 5 mL HBUKER (3. 2. 7, RIEIRS 2 min 5,87 R R
15 min~20 min, AAEF 4 000 r/min .0 10 min, B WK 200 pL B FLIERE (3. 2. 16) 1 €, 50 °C
TARSIKT .
5.4.2.2 BEMMERNE

FREL 1 gORE#IE 0. 01 @il AE, iINA 5 mL FEE, IR IR S) 2 min J& , # 75 $R B DA T #21ER 5.4.2. 1.
5.4.3 T&d

BERBESKRTHRBEY, A 600 pL # 0k BEF 200 pL 77 4R H (5. 2. 3),1B5, 70 'C AL
30 min Jg ,fit GC-MS 8, GC-MS/MS ¥ & &8 ¥ I 5k 5 3F .
5.5 SiEEE-RiGNE
5.5.1 UFSEEH
5.5.1.1 GC-MS &% &4

a) i 5% RE T HEREARAEBHAEH,30m X0. 25 mm[ N . d.)]X0. 25 pm, B

R

b) Wi :1.0 mL/min,

¢) FEFEFR:70 ‘CHEFF 1 min, A 10 °C/min FHERFHRZE 200 C,4£+FF 10 min,

d)  fRHRIRE 280 C.

e) FHEEDOEE.250 C.

) R AR TR

g) HEFERE 1 pl,

h) BEFA B FEREBREED,

D HERER.70 eV,

D BEFIRRE 230 C,

k) MR EBEE T, EEE T m/2 99.171.327.342, F BB F m/z 327,
5.5.1.2 GC-MS/MS &% &4

a) i SUER _HRREAKAZLBHEH,30 mX0.25 mm[HEG. d.)]X0.25 pm, K

MEE,
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b) Wi :1.3 mL/min,

o BFFHR:75 CHHF 1 min, A 30 “C/min BEZEFEE 220 C » LA 5 C/min P EFEFE
250 C /%% 2 min,

&) FEFEOEE 250 C,

e) HEMOWE:250 C,

O i W N i

g) HFER.1 pL,

hy BB R TR (ET

D EERER .70 eV,

D RS ®

m) fif {EfE B

n)  HE o RE i 1 7 ‘ ey 7 302 >327, 34952171
5.5.2 #RE i R4 %
5.5.2.1 GC-

HEB W B 3R 100 mL A&,
FH ERBRERE. R A AL 7= 1 Wk BE 4 B R
0.,0.05.,0.1, 8 ] _ : TR AE A R VR B O e A

bR E B T e 4 d e 7 S 18 B T R
Z LM A A P # A 5 X A

W B o e 47 el
J2 It ) o £, 1 P
5.5.3 EEME
TR D RE W = R
AL BRSO .
5.5.4 EMHE
5.5.4.1 GC-MS 3%
AR WA i B 4 B i) 7 1
171,327 #1 342) 93 BE b5 45 o 5 19 4 7] 22
5.5.4.2 GC-MS/MS % ,
DABR HERE i A 2 B8 B i) A R 2 I 17 W 3 5 F (/2 342>327.342>171) %E ¥ , Ho At 4 30 5 JE ) [R]
4.5.5,
5.5.5 ZRitHE
[ 3.5.4,
5.6 ZHXK
BRASFRIBURE fh A1 3% b R I 5 4500 F0 25 TR 1T
5.7 AEEER
ATr R SN BT % (GC-MS 3 1952 8 B R 0. 05 mg/kg, A 6 3 %/ 3% 3 (GC-

pS42) 5E 1, FEIUFE S P 4 B F (m/z 99,
HEARAKF 20%.,
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MS/MS ) B E &R K 0. 005 mg/kg.
5.8 [EIE

GC-MS ¥ 7E TR WK B 0. 05 mg/kg~2 mg/kg W J3 15 Bl P4, IR AE 7006 ~110 6 Z [ , A3 B o
2 /M F 10%,

GC-MS/MS ¥ : ZE TR MWK BE 0. 005 mg/kg~1 mg/kg W J& 7 Bl 14, [B1 L B 7E 90 %6 ~105 %6 Z [A] , A
xR AEDR 2 /N F 10%.
5.9 f¥E

10 5 M 2 1 T A5 0 T UM ST 0 E 45 R e 0 E AN B B BAR T EM 15%.
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= —.—‘_'-—\ J
A% B 1 ] /min
Al BREERMZ=REBNESR HPLC & E
(K2 4 240 nm, {7 B FE] 13. 6 min, Cs A E)

x10°

e4TIC

5_

4_

3_

2_

1_
x10°
o 5] 127>68

24
1.5-

=
0. 5-
X10°| 127>85

3-1
2.5-

2_
1.5

14
0.5

0.20.40.60.81 1.21.41.61.8 2 2.2 2.42.62.83 3.23.43.63.84 4.24.44.64.85 5.25.45.6
£ B IS 18] /min

A2 BEREEMF=ZBEENERLCMS/MS SRNELENFRERiLE
(R EHFE 4. 2 min, EHEEF m/z 127>85 1 m/z 127>>68)

11



GB/T 22388—2008

500
000

=R E

500

L S B 1

000
500
000
500

N W W

2 000
1 500

1 000
500 L.—A—I\AJ\-‘
7.00 8. 00 9.00 10. 00 11.00 12.00 13.00 14. 00
£ BY 5 1] /min
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B A4 ZBEERIITEY GC-MS EEEFRILE
CEHBF.m/z99.0.171.0.327. 0 1 342.0)

12



