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][

Bl

AFREH R GB/T 1.1-—2009 25 M i 6000 e 25,

s v e R R B B ORI 1SO 17234-2. 201 1¢ B 85 Yooy, Je 0 ob 350 348 20 e b 0 52 3 6
552 FAr A AR E R 2 )

APRES 1SO 17234-2:2011 M HL 54 1A A4 HER FAFFE 25 5 Bk D b 48 T 4500 28 Ak R
APk 25 KHFH— RS %,

b o E R TR A SR,

AArE B 4 R 5 Tl AR A R 25 5125 (SAC/TC 252) IHH

AR v B BAA R SR A R R B B0 0 R YT LW T 52 5% R b A BR A L Y E KR AR A %
U3 A7 BRI T AR AR B B BR S A LA N 2R R BN R W VAR 336 IR A PR | LT VLA AR Ak
W B .

AbRifE BRI CEHE RFR A U R AT SR R A SR E R
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REMER HFRRE
ZHEBREAMD IIEBRENAE

1 SeHE

APRUERLE T B2 5 M6 Bz o 58 2848 S04SR 20 Ml A9 DL R R B 08 X7 12 1) 4- 2 B K (CAS
:60-09-3) A U (5385 - I 335 K g Z8CTBOAH € 33 A 0 77 3k
APRUETE & T 4% Bl B B T B SO

Jfo

2 MeEsI AxH

T EN S XS T A SO B R AT P T A 51 SO AR E T A R AR 3 T A S
fF o PURASTE H B0 5| FH SO LS8 UAS CRLAEG BT A 08 20 5 35 T 7 e 04

GB/T 6682—2008 43 #7 5 56 28 FH /K AL AS 158 50 J7 ¥ (ISO 3696 :1987.4MOD)

QB/T 1267 Bz fe2# WHAPUM QR R BUREHA

QB/T 1272 EH AL2ERB G 0

QB/T 2706 i A2z B LA A 6 22 B 0 RORE 47 (QB/T 2706-—2005,1SO 24182002,
MOD )

QB/T 2716 & AL2FRIGEE A HE & (QB/T 2716—2005,1S0 40441997, MOD)

3 RIE

REELL G E T — DA A 78 40 CIREETN  AEmPEN B b 3% WA R i I . SR 5
BT 35 bR 30 D 4 M 11 1 A- S0 AUR ZE B . ZE BOR & e A A 31 S SR L A0RE £83i- BT 0 1B T AY
(GC-MS) B2 A S F 50 46 DN 45 14 v 28080 AH €435 A (HPLC-DAD) #4700 22

H T /0 i B A7 A6l T B S B B (0 2R W, P It REACH #5681 1907/2006 (4 B 5% XVIT #EAE H T
A3 BT R B R v g 0 % s BRAE O 30 mg/kg % FRAA LS FH T 18 B2 i 4 A il A, O A d I TR & 3
A5 B 5 BT R

EAG I EE R B8 4-FEMEAENSEES T 30 mg/ke, WA R E % & EAE A T B T A
Gkl 25 S AR T 30 mg/ kg, W TC 1 ) 5 % Bz S AR AR 77 b FR b 2 A 00 T T A S okt T R O o) 2
R4l B DL K BT A A8 At SRk 2R A7 i — 25 1 4 A U

e A-SAEE AR G DU AT SR B R I R R 1Y S A A 3 (HPLC/DAD) | i A0 A 68 1%/ T %

(HPLC/MS) AR @3/ BT 1% (GC/MS) itf A 4k 8 B 31 4 0 4% 19 6 40 % /L 7k (CE/DAD) i )2 3% (TLC,
HPTLO M5 . Hofib (4 35% 5k 2 WK 5% C.

TS — b o A ) 4- U R AR, AT ] — bl 2 Fhon] AR R i A . e Y o R o B AR R B
o 0 5 19 v OB AR 3% (HPLC/DAD) € 58 i .

4 F

B 53 A BLSE b A T A A S 3 A 2 B3R 0 GB/T 6682—2008 BLSE Y — UK .
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4.1 IFECkE,
4.2 HEAMEBER 20 ¢/L.
4.3 & WHIBRH.200 mg/mL, FREGE “WHBRH (Na, S, 0, &8 =>85%) , Hli&E & /K E ik, & T % 4]
Aam BENEC R A,
4.4 BUT FEWEE, 5l
S UNTERUT B AR 2 A . HTEE 2R 7 5 R R 500 mL ZEE T 1000 mL 4R b
A 100 mL JF W 5 6 B B I 0 2% 1 W I ZUARBE L 35 25K 2 B T i b 28 I 4R 33.5 °C ~34.5 C
184y,
4.5 FAfbHn.
4.6 WP, A5,
4.7 LG,
4.8 A-FHEAMA R AR AE AL 41 =98 VA SCHE S 1 60-09-3,
4.9 BEER AL .
410 BEERE M.
411 BE-d10, NErY, T GC-MSSHT, 4li B =98 %0 . fb 2 305 . 1719-06-8.,
412 FRUEVEW .
4.12.1  BE-d10 FRUEV L 2.0~ pg/mL , INFR P W, FARUT 55 Wk (4. 4) P
S OHH T AT DL o e E Y v
4.12.2  A-S AR ERAR MEAB AW, 500 mg/ L, FHAUT 3k B ik (4.4) s Al A 38 10995 590 B i
S VA VAR A TE R GO T A e 1 T K BRRR AN TR T —18 C TR A7 AR AF I 1 AN .
4.12.3  A-FRWE R AR .30 mg/ L, FRUT 59 ik (4.4) sl HoAth A& 38 9 7 57 fic 1
SE ML AT LA AR b v

5 {XEEFniE&E

5.1 4t K. FEE N 0.1 mg.

5.2 BEES VAR BRI R T B,

5.3 AW .AEERE, DERRD 160 W,

5.4 fEEKVESGE SIS R £2 C,

5.5 RHEBIRWEES .2 mL,

5.6 HLHIRZ 4%, 5 H =300 r/min,

5.7 BOHL,FEH =300 r/min,

5.8 HEZSHEFEIEL A,

5.9 S MGG HAL(GC-MS) i B 7% 5 TR (ED.,
5.10 ARG (HPLC) . —H A B 5 (DAD) K6 I 2§ .

6 XHEHE
6.1 BHUHE
6.1.1 #RMEIBAELHE
JHFE QB/T 2706 WRLEMTT, B QB/T 1267 MELEMHTT .,
6.1.2 JAEARAEER L BURE

AR SR AN BE A o S A5 JBORE I e DB L b L JBORE D o I 7 T ) Tk R DAY 09 A P S R R it T
2
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HAT AR HFAE 50 40 3 PR AR IE S BURE T 0L
MO A N N VRS2 S S E SN A L RN D EAAE 7/ IS S0 R p S IS S T R ERIVAART e 8 AR NG S N
PR

6.2 IXEHH &

Rzt QB/T 2716 MM EFHATHI %, B QB/T 1272 WHLE SE47 8145, BURE o 2 7 8% 0 & 9k
ok,
N U] BE e st R 2 RE A L K LB E W

7 SHBR

7.1 BiRE

FAHT KA (5 D FRBURE S 1.0 g THEEER B 28T (5.2) A 20 mL IEE%i(4.1), % LEF. BT
(4042) CHEB P (5.3) AL 20 min, ¥ 1 1E O ke OO A ZERTIR A B 20 mL IE S kE(4.1)
i [RIAE 7 0 A B — UK 5 SR 05 K Ak B A AR 0 TR B S N AR L L R SR R T G RO

SE AR TR B AR S U0 S T TR IBORE 0.5 g,

7.2 EIRRE

[v1] 3% B S N g A 9.0 mL SEALSNIA W (4.2) B A 5 T IR L RE SR T RO s P R O R
A 1.0 mL # Z W AR PR ANV W (4.3) . % W 5 FH DR $8 . S W 2 0 IR A1 SRR B F (10 +2) "C R E IR
R (5. 4) FELEAL B 30 min, B BEHE S 4% . B TR KB (BOK KR A s ki) s 2 =
(20 C~25 °C) 1 min,

7.3 B#R¥HIZEE

) b AR 3 B R A 5.0 mL ARUT 2 H K (4.4) B 5.0 mL WARIE R (4.1 AR 7 g E ALY
(4.5) B J g s 9% W, T D IR IR 51 )5 B T UL AR % % (5.6) L IR$2 45 min, ¥ & R/F HAH 25 HUE
W 0.45 pm A HLIERE S 4T GC-MS 43047,

AT VRV B RS N B B AT BRI B ) e RS B 5 5 min,

2. WPTAEAY BRI AT AT O AL B

i3 MEELFEARE T 50 CHYE A IR 28 K45 (5.8) T [ 25 & 50 000 Pat10°900/Pa(500 mbar=£100 mbar) ] 4
TP B UK R AR BT 1 mLORBEAT) R BT 36 ks AR R SR T, E8MA 2 mL H
P2 V5 ik B T RV W TR A BT

7.4 @ISR
7.4.1 GC-MS S #r & EEH)

EME OI%F . DB-5 ms,30 mX0.25 mmX0.25 pm, 8124

HERE TR 250 °C

TR .50 CHEFF 0.5 min, 20 °C/min B E R THE 2 260 C £+ 5 min
033 % 1% TR . 280 °C

HERE T 2 AN

A AR A =>99.999 %

#HA W 1.0 mL/min

j&ﬁ'ﬁgﬂj\ H 1 },LL
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H1L 25 )7 20 El

R BB 70 eV

R AT : (45 amu~300 amu)

K 5 =0 e BB W (SIMD wm /2 =92,197,120 CERELA100 : 75 ¢ 27)

7.4.2 HPLC-DAD $#i & (EE)

R M C18,5 pm, 250 mm X 4.6 mm, B A 4

Wi 0.8 mL/min~1.0 mL/min

FEIR .40 C

K i #% : DAD

K g 240 nm 280 nm.305nm.380 nm

TS A B

VishHl B:0.575 ¢ WM — 8% +0.7 ¢ B 41, % F 1 000 mL K, pH=6.9
PR .10 pL

MR LE 1
xR mEhEREE
fi 5] / min FEhM A/ % FEHA B/ %
0 0 100
5 10 90
10 10 90
27 68 32
29 100 0

7.43 TEHMEESN

T 7 T A 85 Y RN it 00 S VR A FE 2 A7 A, e IR 3R 6 35 R (R R A7 DU 3 5 b 3R S B b
) DR BB T ' i ] s i TR st A 1

B AR i v A- B A R0 22 BH P I o AR o o TV 38 YRORIASE o5 D 3 YR v ) 4 R A 0K 1) 06 T
R, HEAT 2 B0 . TR B0 1 T VA YRR 0 38 Y P 40 35 118 G20 R A9 A 0 1 i 7 1L 229 R 7 4
G 1 2 S BT

4-FIMAIER TREC-DAD @il S LI 5 A B AL OGS S L S A B A2, 4-ZIEME R
K E-d10CNFRD) 9 GC-MS 3% K2 DL 5% B 1K B, RS 181 2 R % B & B.2 K B3, HoAt 535 43 #r
Jii5 5 WIS C.

8 HRITE

8.1 HPLC ix (5MFH)

WA HPLC A& 28 42 IR CO TR i b - SR AR R & &

A Xc XV
X = m (1)
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A

X — i Mo i - m AR AR & L AN Z 5 T 58 (mg/kg)
A FE RO W D A- S S R B e T AR

c AA M

\% —Hmm%ﬁi R B Z T (mL) s

m lﬁtﬁﬁ%’i{ij\jﬁ(g)o

GC-MS & (H#RE)

R GC-MS 4345 5L 35 B (O AL i 4-ZOR AR & &
A Xe XV XA

X =

A Xm XA,

K

X iR A AR AR AR R & B B O 2 R T 5 (mg/kg) 5
A VHnnU“'Jﬁt{ﬁ(ﬁEP 4- %%ﬁffh?{l{:ﬂﬁm IR
¢ R A-F IR E ORI L AL Z e A FE(mg/ L)
Vo — PR AR A 2 T (mD)
A R U T AH 5
A W A %%ﬁffhiﬂiﬂﬁﬁﬁm T A 5
A.ssiﬁnu{)ﬂhﬁ{%@‘qj PN s 0 g e T AR
m — R AL T (),
6 i PR FA [B] 4

AR T3 R il 4G R SRR ARSI R 5 g/ kg 5 5 B9 IRDISCR B AR T 6004

BRRT

e (2)

W S 00 S 45 SR R A i 22 0 /N T 10 % A-G0 18 AR 19 & B DL OOE A7 3 56 45 R 1 BB R P
YWERR BN meg/kg, 4 %ﬁ%“”id\’ﬁl YRR

RS

T 50 2 5 AL A YA

a)  AIRUHEG T

b) B R TR B I

o) R AR A B

d R ERITE;

e) A~z AL AR AR I 45 5

£ IR T R A
g) STk ARUER AN R Z Ak
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Mt A
(FRHEM T

HPLC-DAD & & & & i &

HPLC-DAD & i & J 3% B 4 51 UL 1 AT FiiE A2,
mAU 4

1 23. 959
50 1
= z
\E 40
o |
%]:_Q 30—_
A9
BN 4
.. 204
:E ]
P ]
harg 10—_
0 J—y X
— 7T T
0 5 10 15 20 25 30 _min

Al 4-FEEREE HPLC-DAD &igH
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mAU 380 nm

50

40 -

30
o
& 20
fo 10
&
ey 04
o T T T T T T T T
S 200 260 300 360 400 460 600 660 800 nm
S
m .
S B A2 4-FEB/BEEXH HPLC-DAD H ik E
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GC-MS &t E R RiLE

GC-MS i & K ik & L B~ B.3,

2.0X10° -
1.5X10°
{ﬁ ]
H#1.0X10°

5.0X10°

13. 642

16. 927

e

0701 ===

B[R] /min

L R N R R B L L I L B L |
4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
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Bl  4-FEBRERE-dAIO(HIRY) IRERE GC-MS &i%E

120.0

s ohip Ll o Bl
e T R

L

197.0

T
100

T AL S AL WAL
120 140 160 180 200 220

Bt

B B.2 4-mEBREREM GC-MS FRikE

Hh R
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R

4V (V|9
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188.1

£

Hh R

USRS
60 80 100 120 140 160 180 200 220 240 260
B A b
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C.2
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(3 B B 3
Hib i3 7a %

S

GB/T 33392—2016

X B B BERE P A-ECR AR EOR BRI, DU @3 07 ik AP TS S AT

EAEEBIE/ ZRE KRN/ R (HPLC/DAD/MS)

WA 1. LN

TN 2.5 mmol BERREVE T 1 000 mL 7K, pH 3.0
{035 : Zorbax Eclipse XDB C18 (3.5 pm); (50X 2.1)mm
W 300 pL/min

BAE . WL C1

C.3

RC1 HEMREK
fis} 8] / min WA 1/ % WA 2/ %
0 10 90
1.5 20 80
7.5 90 10
R .40 C
R 2.0 pll

A < U AR A/ 58 1 R TS 00 o 41 R O/ B B A S, AR [ B A I 4 (DAD)

AWK 240 nm,280-mm4 305 nm A1 380 nm Ab i
HA AR ORI DR A
B AL APT B, 120V & T B S

EWEBRIKCE/DAD) (EEFE)

200 pL BESVIR TR (7.3)5 50 puLHCI(c =0.01 mol/L) B4 5 18 i IR 8 R 45(0.2 pm) , fF 5
b B A0 UK G AT A BT A

THME 1:56 com, TTALE , NAE 50 pm, BCA HE K HYOETE

BHAE 2:56 con, (B R LMGEE MR 50 pm, BCA SE K AYOEE

2t R R ER 28 wP I (¢ =50 mmol/L) ,pH=2.5
FEIR 25 C

HL 30 kV

HERER ] .4 s

TANEE] .5 s

Rl $iE]

bt R R
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Ko I 2% . — W A5 FES A I £% (DAD) . 214 nm»254 nm, YEiEIL

C4 HEBEMTLOHEHNERBIEN(HPTLO (EEHH) . EEBIEXMERHER AL EMER
FHEENH

C.4.1 2O (RROEZ ) . A REEE 60. %A 23R ] F254,20 cm X 10 cm
HEFER 2 p~5 pl, iy =X
TENAH 1. =B+ BERR =90 : IO L)
C.4.2 WZ OG5 GHZE OISR R LB 60, & A 26T /7 F254,20 cm X 20 cm
HERERE 10,0 pL EA TR
WENAE 2. AP ¢ LR RR AR ¢ B =60 ¢ 30 : LOURFALL)
TENAH 3. =AW bE + HEE=95 : SUARLLL)
LA 2 TR AT 3. 3 Sl A M b L P EAS T 2 A
C.4.3 il . 1. 585k
2 MRV 3R] 1 RN 2 kb, SN I E] 25 5 min
WA 1:0.1% 1 NaNO, B HCL W (c =1 mol/L)
W] 2:0.2% ) o Z5H KOH % (c =1 mol/L)

bt R

2020-1030-0318-2817-9335 3L LAy

op

Yt

0100201030070493  [iH

WS

10



Mt & D
(& BB )

GB/T 33392—2016

ARERAETF IS0 17234-2. 2011 HAMZREREEE

X DB TAFRES 1SO 17234-2; 2011 WH AR P25 5 K R A — %

R D1 AKIFEAESISO 17234-2. 201 1 IR A EZRRERE
e SR 5 Y A
st R A BN O SRR Mok se | Ao S R T 0 52 B A £ 0 L OF
. A 0 e A A U F 52 ) K 5 7 1
Rl T
| m%w;i;%gﬁﬁmﬁ@;Zw? e G/T 11 W R B EREER .
S " I A T 0 R 3
73
A5 G 1SO BRAE 005 3] 09k [ 0 41 3%
) {68 3 [ 4 1
FRAE R T B A Ml A o 1 5
W T B ER MR 3 R - B R
-~ A S A O 2 £ L
S AR FIAH AP Y 1 B
Yt A b R B 1A 7 0 I
R I AR 1 0 K 025 5 0 0 5
3 BRGSO  C SR O MR | - e =
DA VL 3 A bR i3 3 v ‘
6 5 B TR B PG €68 1
3 BN
10 A 248 13 4 7 1 P FrEhE
et A M7 8L B S A 7 9 B T
L4 9 B % 1 3R S S 7 B 1 KR R [
1 SHAL I ST ML (GB/T 6682 MLty =g | ok i BT AT
T2 25 B 1 B
7K
A I B AR 7.2 HE G R B T R R
13 TR A BRI T 1 b T BN | A T R M 0 T
B L
WO T T T 6 2, B BT T
14 G 7 BRI 09 9 P 0 T
VE L IF ELUR I T G 2T O 0 G AN B LR A
U L0 1 R L I 7 W B 2
11 NS 4
HEAF L6 GO-MS 68 14 2 i RIS 6 BT R R
S50 1 B A7 o PP B o T UK 1 B
1121 2.0 /L I HI T AT HHE T A A6 | TR K UM 0 5 3 e T R A T
I 00 1
BT % 4~ B 0 280 B 8 45 W0 OF
112.2 N1 AR QSRR TR ST o 005 5 4 08 L B
W
WA T 44 3 1 A M A 12 W 1 T
E— 25 30 30 B v I T ! P v
s o ol R g8 g g | SRR A

B9

TTE ) 7 32 ) 25 S o0 T 45 2R 3 Y R T
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£ D.1 (D)
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SR 4 2 R 2 5 L
TR BR T 05 2000 0 A6 P 7 % 4
— % T E BRAR 5 g2 B
B 7 DRI RS 4 B3 42 2 L 52 03 2 4 B 5%
o B b 6 (2 1 0 TG 4 2 OF
5 ¢ [ TR L T B AR
AT o 4MHT T 1R B 2 5 B AL
Y I B b e 6. 7 BLM IR 5 B 1 I
5.6 I 0 AT 15 ) T 0 T D 4
5 M B30 £ /i W 1A A A I 4 T 4
458 L B 7 8 BORE 677 T 411K 4 B
6 FE A RE B 47 17T B T 7 7 | T8 1
CE2 S
7.1.7.2.7.3 JEEE B AR o RIS AL BRI 9. 1.9, 2.9, 3 | JLASHERAE 5 IR i A X N
it [ BB R o A T B0 G % 4% PE 70 7 A
7.4 o T R HEA S B © i
s 3 AATEST, 4 SR E s N
741 SR THRAE T3 % R PR A 528 L T 26 P A 2 5
7.4.2 S LA T i 4 R [0 28 T 26 AT 2
743 BB T D 5 1 6 458 % 18 11
9 B T R 0 R £ 5 R TV 1 D]
10 BB T %5 54 7 Y LR 25
B2 T 4-F M ALK HPLC-DAD {44 4
T P 04 B o P A B A
W A P T T 4 AT TS B GO-MS | 74 3% S B (8 T R
o 0 P R P B C LA 6 T
ik
ST BRRR M T IR A B0 4 1 7 TR %
“Hff sk B GC-MS (o3 & K ot 3% 17, 31 2% T
5 B CERfE R T H-d10 £E K R
g L R AL AR by | e
GC-MS 3% F K il
FE B B 4 6 2 4 52 00 5 1 B IR W 8L 55
- W T IR R B A o e B B AT SERE AT | TR R I B 0 R O R 7 G b e
e
JEE Br bp o FR B SR A A B HPLC-DAD #i
Wt C 4 7 [ 5T 8 T
GC-MS 5 3 B 38 43 B 97 1% f T
Yot [ BB M TR 2 C o % 5 2 7 90 3 4 19 7 O
W T IR M B C ol T 4 R 3 1 7
- s PRI b i s B, MR T AR AR
? 2 4 5 L 1 5 e P
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