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Bl

AFRAERE IR GB/T 1.1 2009 25 H B 10 ] e &,

AR TEZE T KA SET,

AprdEt 2 E K E T AR EARZER & (SAC/TC 25270,

AbrEE A P EARSAMERENABRERER HELERERELER .0 @D . &
] iz 2 R o T AR 9 B L B R T P 0

APRAE T E R EN WAl ERAR PR R F R TS JTE,
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BREMER HFAK
BRE R R E

1 SEH

AbrHEAE TR aFE ERM P OB LR MR B A EF FR 0 8E 23 i
149 Zu BB e i,
AARHEE R THRANE BE 76,

2 MEHSIAXH

ISR T A SO IR RS AT AR, LR B ERI5 F S A0 B 389 IR A & B T AR S
. FLEATEH BRSSO B3 AR A (L35 BT A 16 2 %) 38 A A SciF

GB/T 6682 7 3L3e = KA FIRL I 7 5%

QB/T 1267 FER M FERIBAAIRE

QB/T 1272 FEHE 25008 e 09 #i & K Ak 2543 fr i i

QB/T 2706 [Z& {b2% .98 VUMM GFEERE B

QB/T 2716 [ (¥ BrES RS

3 KiE

HRZVEBANRER EELREE,. RHER T REEY RN K E XK HMHE 6% (HPLC-DAD)
R E SR AR - R/ R R B B (HPLC-MS/MS) il 5 FIBIE , AMF - E B .

4 K7

Bk 5 A UL, FE 438 v BT R B A 4 0 4, K R 6 GB/T 6682 #LE B 40K,
41 ZJE,HPLC %4,
4.2 W@z, HPLC 4.
43 Z®,HPLC 4.
4.4 sSUEKUEENE.
4.5 BEER TS T REETAW,0.002 5 mol/L, 5% EAK4.OFET pH &E 7.5,
4.6 ZPREETEW.0.005 mol/L, HHZ B (4.3)3 ¥ pH Z 6.0,
4.7 S (H R A RRHERE A B, 200 me/L HEER W,
4.8 BAWEBRR, SINBR—CEEN 11 MBERANREEERRAD . ETR-T"HEEE
WP A ERBEZEZIE.2Y. BAERRMEE TR LRGERH.

5 UFEMEE

5.1 SARIERBEEEEE .50 mL, RS (FRNUEZHER .
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5.2 WEIRBEAERE AR IR 420 W, 3,40 kHz, (70+2) C,
53 M RF.ERE:0.1 mg.

5.4 —WKHEEHER.2 mL,

55 RN M HEELE L. 0.15 um,

5.6 B BOBAH A . BOAT T MR R IR I 52 (HPLC-DAD) |

5.7 MR @IE-FURE /B 0 A B B T CHPLC-MS/MS)

6 RERE
6.1 B#

6.1.1 R ERACERAE

i

6.1.1.1 & # QB/T 2706 By A& 4
EH#A

6.1.1.2  BE % QB/T 1267 ByHLE HAT,

6.1.2  JEARAEAB L BUAE

AR BE PR HE B 7 BURE (A BLHe I8 RS | IURED , R 26 T 10 JH 10 00 B0 4T B R o B £ BE S0 o
BARERYE X T RS BRI B LB e B R, (RIS B P, I I BI04 i 10 % U
B,

6.2 XEMEE

6.2.1 K& .f% QB/T 2716 WM EH4T.
6.2.2 B . QB/T 1272 MLE P47,
6.2.3 BRIHEAL L BB K BB W SRR IR AT L 2 AT T B SRR P AR T

7.1 HmETALE

FRECET R 1 g B ZE 0.0l @ BFBBETEG. DI, A 10.00 mL HEZ(4.2). FEET,
PRt BRASE T (7022) CHMBA I & 482 (5.2) hAbFE 40 min, B EFRGFEEG.SSTE ERIR
W&,

72 REIERENHE

MR R RO C1.8) i Y BERL A — R 5 4538 VR b TR o
7.3 HPLC-DAD %%
7.3.1 HPLC-DAD 4} #7 &

Fﬁ?&”Uiﬁ%%%@ﬂ?%ﬁ(ﬁﬁ%#ﬁ%v@ﬁtxﬂﬁﬁi’ﬁtﬂéfgﬁﬁﬁﬁ%ﬁﬁﬁa FKH TS HE
B BT IR A& 1

a)  fi%H . ZORBAX Eclipse XDB,4.6 mm X 250 mm X5 rem, BE A 2 3

b)  WEIAH A:0.002 5 mol/L B§ER —H DU T B4R W ; B 2 AT B:ZHE;

c) HE: 50 °C;
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d) HE:0.6 mL/min;

e) KM 200 nm~900 nm;

D EEPHK:380 nm.450 nm.500 nm,540 nm A 590 nm;
g MHEE.20 pL;

h HEEBREF LI,

X BERRER

B[]/ min W AY WEH B/ Y BAEFR
0 20 80 2t
35 100 0 5303
40 100 0 &t
41 20 80 £
45 20 80 %t

7.3.2 HPLC-DAD #E

I3 5 B A AN A T AR HEAT HPLC-DAD 4347 38 1o ik 1 BT BE 7 $1 5 B9 4 T 38 6 4 £
ISR IR B B 8] LA ROGIE R HETT A LISMR R & .
B R T30 SPATAAE 1L R €0 AR B O R P RS SR FT WEE BE S LME ALMER BB C.

7.4 HPLC-MS/MS /%
7.4.1 HPLC-MS/MS & #h &4

HTWRER S EHGBNEEX BIER TS GEMTHERSK. RAFIEKE
BEUE B 3 0 2 A3 Y

a) itk Eclipse Plus Ciy,2.1 mm X100 mm X 1.8 pm, a4 %4 & ;

b) FBNHH A:0.005 mol/L ZBREVF R (pH=16.0); Hgh 48 B. ZI&;

¢ HEE: 10 Cy

d) i :0.2 mL/min;

e) HEEE.2 uL;

D BEREESF.WFE2,

g) B AR mIE O TR

h AR TR 2R

D PR B PE

D OTHRRIRE 325 C;

k) THRRWE:10 L/min;

D FAKES2.7X10° Pa(40 psi);

m)  HAFE &GS LR D,
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®2 BEEBERF

A [A] /min | WEIAR A% HEhH B/ Y AT L
0 20 | 80 %t
0.5 20 1 80 ée%’rftf:
1.0 80 | 20 Gt
13.0 80 20 ﬁﬂ;
13.1 20 , 80 (344
20.0 20 80 5 g

7.4.2 HPLC-MS/MS JUzE

I3 S W RIAR HE TARWHEAT HPLC-MS/MS 5347 38 58 BE P W R it B0 4 B T He i
FOBRHE €10 8 £ R B B (BT HEA T 4, UM BR Bk i 2
R ERDHRA 1] R ROR 2 R W (MRM) 63 B 2 0L R E,

8 HRitHE

B2 B R LA o O S R BRI 5 R R, IR (D H R R
A, X, XVXF

xz, A m (1)
o
T RBEREUEYOR R YA 5 T S (me k)
Ao BB EUB R ¢ B R
Coo PR TRRRRCRECE SR ¢ BHe B L f0UB A (mp/ L)
Vo B EROR MR, B Y B (mL)
Fo— WEHT
Au M TR TSR IR | G TR R )
m o AR RRE (),

HEERRENECSE 1L,
9 AEMUEBMEBRMBTE
9.1 WEXIR
HPLC-DAD & #9352 {&FR & 10.0 mg/kg; HPLC-MS/MS B EMR A 0.5 mg/kg.
9.2 BEE
IRl — LR =, ph (] — Bt 3 0 AR 7 B0 4, 4504 90 0 000 % » FF A5 S A [ P R ] — 9 9 5

AH B N7 FEAT B 300 50 2K 79 B9 7 0 S 90 3K 42 R AR TR S R AT 10 %
4




10

RERE

HEmRENETUTHNE.

a)
b
c)
d)
e)
D

PRAESR S 5

FRARR T R R ;
AEPHANREFAER;

HE LR

AT £ ff 5 A< b B4 2095 5
HEARHH.
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M R A
(BRHEHR)
11 # Bkl HPLC-DAD B K R R E/E

® AT 1 MEE R A HPLC-DAD # 3l K X (R 8 i &

% & B [7] DAD # il #

e PR 2R A% 30 % 55 (CASNo.) in -

1 BRYELT 26 3761-53-3 19.294 10
2 BEAEL 9 569-61-9 8.938 3
3 WP 14 632-99-5 9.787 !

4 BEE 38 1937-37-7 21.490

5 FIHELT 28 573-38-0 19.813 ; e
6 HEE6 2602-46-2 15.936 zr 3]
7 ArEUR 11 82-28-0 26.936 !
8 SrErE 3 2832-40-8 15.166 ar 5
9 e 2175-43-8 25.193 -
10 SYELE 23 6250-23-3 33.811 9
11 Sy B 149 85136-74-9 37.070 10
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B R B
(H R RO
A ERE K T B L RHR A HPLC-DAD & it &
Norm
604 ’ 10

" |

20 } | ’ ‘

| | |

| l [ ! .
0V [1] M NN ‘ \‘_’_)r PPN
R 1| UV (AT,
20+ Mﬂ

0 5 10 I5 2 % 20 % min

E B.1 11 #EELEH HPLC-DAD &2 & (380 nm)

|

,10_2 r\_r «,_J \\4

ﬂ |1 ]11 “\‘ i
M\MJ - lW/J - —

T T T T T i T T N T T T ™ T T
10 15 20 25 30 35 minl

B B.2 11 #3¥EL ey HPLC-DAD &% & (450 nm)

30 4

20

\ ukb\h_,\_fj UJL/LJL—-

10 3

— T T T T — T T T T T T T

30 35 min|

B B.3 11 #ZE Ay HPLC-DAD & i & (500 nm)
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mAU

120
100
80 -
60 )
1 |
20 ] i

|

0 ‘Jf{ Il\; u \du‘\_‘ﬂh_dj\,_h_,\_,_ﬂu - ~ - —

T T T T T T

0 'l) 10 15 20 25 30 35 min

B B.4 11 #hEEElgy HPLC-DAD £ it B (540 nm)

Norm
10 4 9

1

o F ‘ 4 -
' h “ f u%tfﬁ/
e

i
| ! J !
-
T T T T T T H T T —

f
- J
U\ s
0 5 10 15 2 25 0 35 ‘min

]

il
lti
‘U

B B.5 11 #¥EL#hy HPLC-DAD & & (590 nm)
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Mt & C
(R MR
11 FhE R EREER HPLC-DAD i
mAU mAL
13 0005
12004 ]
12 5007
1 000+ 3
8004 Z(XX)—
600 15003
400 1000 |
0f I | . , — 03 ]
300 400 500 600 700 nm 300 4(3() 5(|)0 b(’)() 7(;0 nm
B C1 BEMa 26 xiEHE B C2 mMaoiEHE
mAU r—
2 000 mA U7
2 500 400
2 000 2001
1 500
200
il 000
500 100
0 T T T T T L 07 T
300 400 500 600 700 nm 3(1)() 4(])() 560 6(])0 7(1)0 nm
B C3 mHEI14XiEHE B C4 BEEZEIBHAEH
MmA mAL
800—: 6001
z 0,
ax)_.
4 4(x)_
400“- 3001
200 201
1004
01 —r . —r— r . . o4
300 400 500 600 700 nm 300 400 500 600 700 nm

B C5 EH 28 xiEHE

B C6 E#HMO6NEHE
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mAU mAL,
2&)-
S(X)d
ZX)<
4m_
3004 150
2007 100
1007 50
0—- - — T O‘ T T T T T
300 400 50 600 700  nm 300 400 500 600 700 nm
B C7 HEEIRER B C8 HE#EINREHE
AU mAL,
400
800 350
| 300 3
6007 250 §
200 4
400 150 3
100 5
200- 50 1
0 1 . . . - S —
0 : , , ; : 300 400 500 600 700 nm
300 400 500 600 700 nm
BCY o8HEIXER B C10 48#E 23 k%iEH
mAU
2507
2m<
1504
1001
a)..
0] 1 §
300 400 500 600 700 nm

B C1 SR 149 ik E

10
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Mt ® D
(R RO
N HBEBEEHSERESH

D1 NHEELHNIESERESH

£ 84 a5t 1) W B T it HoHE PETERER
P R4 R , = ! - WA 2
min m/z Vv eV
420/248.4" 135 18 ESI™
BEKS 1.117
420/184.4 135 20 ESI-
434.3/193.3" 155 35 ESI™
R 4T 26 3.530
434.3/354 155 25 ESI™
288.2/195.2" 145 35 ESI-
BatE4r 9 7.731
288.2/168.1 145 44 ESI’
324.5/152" 135 14 ESI-
B 28 8.27
324.5/415 135 12 ESI-
302.2/209.1°" 135 35 ESI-
WMHEZE 14 8.669
302.2/196.1 135 46 ESI-
269/107° 135 40 ESI™
SEE 1 8.757
269/252.9 135 35 ESI-
735/672.4" 135 35 ESI™
HEE 38 9.494
735/355.6 135 35 ESI-
270/150.1* 135 15 ESI-
SEE 3 13.101
270/107 135 17 ESI-
238.1/165" 140 35 ESI™
SHEE 11 13.291
238.1/223 140 38 ESI-
300.6/195.4" 140 33 ESI™
SrELE 23 16.624
300.6/166.4 140 33 ESI™
456.4/265.7" 120 35 ESI-
SrER 149 17.541
456.4/195.9 120 46 ESI™

R MNEFAERE M T RGNS USRS RTRFELER  WERMME LSRR AR RE.

11
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L

Bt R E
(FRHEM R
11 FMEE R 2 BN S J(MRM) &1 E

t ] k

05 1 152 25 3 35 4

Bl E1 H#EXSG6
(420/184.4)

__

051 152 253 35 4 45 051152253 54455

B E3 BM4 26 B E4 B 4T 26
(434.3/193.3) (434.3/3t4)

05 1 16 2 25 3 35 4
BME2 BEEG
(420/248.4)

L ik ]

55 6 657 75 8 85 9

B E5 Mg
(288.2/168.1)

\

7 75 8 85 9 95 10 105

B E9 Wi 14
(302.2/196.1)

12

556657758 85 9 95 657 758 860 9510106 65 7 75 8 85 0 3510

B E.6 MWt 9 B E.7 E#44 28 B E.8 H#28
(288.2/195.2) (324.5/152) (324.5/415)

7 758 85 9 95 10 105

B E1 &8
(269/107)

7 75 8 85 § 45 10 105

B E12 S
(269/252.9

7758 859 9510 105

B E10 it 14
(302.2/208.1)
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J 1 L

758 859 951010511 115 75 8 85 9 95 10 105 11 L5 1115 12 125 13 13514145 15 05 12 125 13 135 14 145 5

B E13 EH#EZ38 B E.14 H#EZE 38 B E15 S8 %ES3 B E16 498ES3
(735/355.9) (735/672.4) (270/107) (270/150. 1)

_ ]

T3 215 B35 s 555 15 2135 B 1513 45 15 145 15 155 16 165 17 175 18 145 15 155 16 165 17 17.5 18
B E.17 SEEn B E.18 &SEE N B E19 4E#E23 B E20 8 23
( 238.1/165) ( 238.1/223) (300.6/166.4) (300.6/195.4)

|

16 165 17 17.5 18 185 19 16 165 17 17.5 18 185 19
B E.21 &8 149 E E.22 4rE# 149
(456.4/148.9) (456.4/265.7)

13
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