2B EERR-SNREE - R
KRN & SR 3 R b -SR]

Preekem

w5 : ANIET1401

FE: AJ77EZ2% (GB/T 22286-2008 SN URIE € il 2 i B 52 AW/ 5% B B ROIIE ) A1 (SN/T1924-2011 32 i 1 S) P8
YRR TR . w2 Bl VD T REEERR A A ARG B BRI e ) S hRdE, ESZ T M4 BB AR (EXTRA)S,
E AR il 5 BR T HE (HPLC/MS/MS) [ IR A 3 A B -S2 AR sh IV (48D T HGRE . SR 2 ElL. sk ®) fEshiatk
TR EER % FEREEE, F 02mol/L (pH=5.2) WIABREZMISTHIREL, £ B - %) b R T g/ o 2 On B e M
fiJE, P SCX A4, WTJa FE M € B3 IBE B (HPLC/MS/MSYIE I SE , - [RIAR A5 FH [ A7 26 P BREAT A2 BLAMMT, B ARAL &4 i el
ST RSD $4)8%hf . ATVERE . REL EIMELF. T Frrtkif. il a2 e mmFEE.

KR wieRY, Ku2 Ok, WTIKE, B-ZM#Mzh7H, EXTRA, HPLC

158

B-22 (AN AR T2 LK E5 1, REIRB SR/ NG TR, SO B A YURL, (B2 BRI
BRI . B R R R . R, B AR AR T s e, SR
FHFC AR B0 L SR P 7 75 LR FE MR . — S T ool b T R b 2L J5RHE
ST, A FRAEAE 4 2R B LN T, ST b2 T it i 25, AT &
B2 PN 1 B 10 £ A0t A B 7 WK s, & (T R N T 0o 32 B A O 3
S, UG M. BUEEERUES B ANEREE A AL, SRR A TR AR SR & . F T
W T 3 B S 5 % LA S R NS 38 9 % L e o A B 1 B SRR PR EL 48 A

B2 (AN B 2 LA A, W2 IR . BER BRI MR IR, 7T 50 2R
MY, T B - RIS A AR B, I Y ROK R, SR 1 R, B2
NI AR B B AT 1.



-I.'l_ll[ H CH,
R~ () }—CH-{-NH I R,
R, R,
K,
B 1 XA p-ZAEshiR s F4HE
2R Ri R> R; R4 Rs Re
WT R  CH.0H OH H H CH; CH3
EN T
S 2 K H OH H H H CH>-CHa-p-OH
PN X (U Cl NH; Cl H CH;3 CH;

R P-ZAEBIFNIREMELEZEZNEY

7wl NN Y &y )

2.1 R

BRASMERE S, BTERFIS AT, LB — oK.

IR il

0.2 mol/L LFR¥EZE M FREX 154 ¢ LTREE, WM#T 1000 mL /K, HEE LRI pH & 5.2;

0.2 mol/L #hIRIAR: ML 18mL ¥MERR, DN KMiREZ 1000 mL, VR

0.1% PRV B ImL W, JUKFREE 1000 mL, VR

5% K FESE: B 5 mL 20K, NP EEMREZE 100 mL, 5

B- ] I FE AT I/ 05 FE BRI RE (B-Glucuronidase): 10000 units/mg;

W eEE 2 EE. AR P bR AR T 98%:

PR T HERARBUE B0 T HeRE . ST 2 K SEACHRE B AR i, FZK 23 G A 100 pg/mL fI98
PRt &L ORAFT-18 °C UKFE N .

TREARHEAIE (2 pg/mL): 23 AIAERIIN 2.00 mL ¥b T el 3502 Bl e s & hrii il &% 100



mL FEEF, HKMBEEZIEE, -18 °C #OLIRAF .

FIRL R AR Sk ®-D9. ¥ T JlE-D3. 3% BH%-D3, 4R KT 98%.

[F)A57 2% PN b fidh 46 T - MEERRARBDGE B (1 s AR 45 2 -DO D T ZIE-D3 . 3 7 %2 U %-D3, A /KL & sk 200 ng/mL
(IRRAERE 2 ARATT-18 °C UKFA A .

2.2 1488 K234

2 H BB AHFER EXTRA ( FiEIZ38). Waters Alliance 2695 & RURAH €018 - £f B ig A . A8 = WhiE vk
0 BT R BRI SO B B, C18 i, SCX /M (500mg/3mL).

3 kI TTE

3.1 AT E %

3.1.1 28]

FREL 2 g CRERfEY 0.01 @) SLEIAEM T 50 mL Hag e e 1 R A B0, N 200 uL RIS &= N
PRt &, A 20 mL 0.2 mol/L ZFREEGZIMVEWR, I\ 50 L B ) WH 1 1 G/ 05 FE iR IR IR RE, 780 4R TR
5), 37°C Bfi# 12 ho KBRS DRV IEIR 2], 5000 r/min 250> 10 min, i FiE@ IR €, LS mL JE
AT AL T
3.1.2 &k

3mL FEEEL — 3mL KiEL — 3mL (02 mol/L) EhRARIEN —»
—» 3 mL KMt —> 3 mL FEME—> 5 mL5% %K EE e

313 R

VEMGRAE 50 °C FEMRET, H 0.1%FRIFERERE 1 mL, £ 0.45 um JERE L JE /5 HPLC-MS/MS
AT
3.2 fd 7k

3.2.1 EXTRA %2R

EXTRA {#LFEFWIER 2 Ao



R 2 EAFEAERCGE SR T B-R A BEhFIFIF LR

P FA il ¥ R FTVA R
ELE (VAL gl
(mL) (mL/min) (mL/min)
U GhEF 7K 6 120 120
GEed i 3 20 2
K 3 20 2
2 mol/L ERPRIEWR 3 20 2
R FE AR TR 5 20 2
U GhEF 7K 6 120 120
s % K 5 20 15
R FE TR 5 20 2
ol 1 60 60
Wk K 3 20 2
FH % 6 20 2
T 8 60 60
iy 5% 2K F i 5 20 2
3.2.2 BikEH

BisFE N C18 £ (Waters), K 150 mm, W42 2.1 mm, &EHRAZE S pum: #iE 30°C, #iE: 0.2

mL/min, #FFEE: 20.0 uL. EiEELE TR 3 fis:

®3 BEBEERES

It} 8] (min) L (%) 0.1% H R VA (%) 3% (mL/min)
0 5 95 0.2
1 5 95 0.2
3 50 50 0.2
5 50 50 0.2
6 5 95 0.2
12 5 95 0.2




3.2.3 FRiEEG
M ZE I (ESD, IEEFH, 2 RMIEFERN (Multiple Reaction Monitoring, MRM) #&3;
EERIE: 3.2kV; #EFLHEE: 23 V; RF&EHE: 0.1V; BFHEE: 120°C; PARSIEE: 350 °C;

HEFLWASIRE: 50 L/h; JBIAFISIE: 500 Lh: B-3Z4KEE07 MRM FH#S800% 4 Fios:

&4 B EBERYE LC-MS/MS MRM 24, TAEMZLMTEE . MXRBAL M R

SRR BT FTET EETET filf- 5 RE B (V)

‘ 239.9 147.9 18

YT G 147.9
222.1 10
‘ 301.7 163.9 15

K% g 163.9
284 14
276.8 202.93 17

AR RER 202.93
258.74 11
D3-7b T i g 242.9 150.9 150.9 15
D3-5a iR % 304.9 167 167 15
D-9 (w2 % 285.8 203.9 203.9 15

3.3 hniE IR Il &

HERA S B — 52 B (0 [R5 3R A b ik 5 VORI S A E R 1BV, FRBLANER 5 Pk IR & R AL 3T
HPLC-MS/MS 7341, DA IR 5 b it 28 51V V0 L EAT 2k el )

R 5 PEMLIREER

[FALZE WAR (ng/mL) AR (ng/mL)
fifi 2 AR E 200 2000
1 20 20
2 20 30
3 20 50

4 20 60




3.4 R HE

3.4.1 EMLER
FER P AT EBATRE S AL BRI FE o, BR S Am v S A AR I LR B I (D40, DI E R B0 e 7 5 e
R TSR LU AR O 2R LA A A it A IR B 1) = P OB Y 25% 4
342 FBGER
TEACHR AR SRR SR LA OIERE, AR e &, THES R . D3-W T ki
VERVD T IR AR T, DO-Se AR B VE N ST AR B A AR I, D3-38 5w 2 I 38 50 2 T (9 A A

Yl -

4 R 51118

4.1 k5 ®IET N

N T SE o i RBUEA L — 1k, 1 2 S MR CaE AT A, AR H AT e A VR AR 20K, 54T
SEPERUE M. FEUEE AR FAE T, RSP RO B 2 s, 2Ak i EmE 3 jos, n
PRFE i 3 B A 3 P

D9-Clenbuterol

hilRtal of @ charnels, ES+
D9-Clenbiuterol 2358 » 203.9

100

G600 2.00
D3-Ractopamine
MR of @ charnels, ES+
100 D3-Ractopamine _ 048 > 167
834 2.771e+004
1549
% 2769
D—rrrrrrrrrrerrr ll"'I T (Tin
600 8.00
D 3-Salbutamol
MFM of @ charnels, ES+
10— 8- Salbutamol 24281509
5,95 16694004

Clenbuterol-1
hARRd 0f 3 channas ES+
100 27820203
1 007es005
%
] min
5.0 200
Ractopamine-1

hARdA of 9 channads ES+
Ractopamine-1_ 017 » 1639

100 836 59974004
862270
9 50851
0 ey min
.00 200

Salbutamol-1
MARM of @ channels ES+
100 Saltutamol-1 23040 1470
7.00 8 B59e+004

12045 90
o 22510

6.0

B 2 REiRER R G

800

Clenbuterol-2
MRk oD channels, B5+
100 ZTES > 25074
G581 Tedlld
%
1] min
500 200
Ractoparmine-2
ARk of 9 channels, ES+
100 Factopamine-2_ 3017 > 284

4. 135e+004

b
I min
Gon 200

Salbutamol-2
MRMof 2 channels, BS+
100 Salbutamol-2 23048130
700 3.907ed04

5703 46
o 9982

I min

600

00



D9-Clenbuterol
tofftul of 9 charnels, ES+
09-Clenbutarol 2868 > 2008

oo 2.27%e4004

Clenbuteral-1

Clenbuterol-2

fulfht of @ channeds E5+

2758 > 20293
14014002

100

oo

tulfitd of @ clannets, E5+
2TEA 25074

% %
1] min 0 min min
600 8.00 G.00 800
D3-Ractopamine Ractopamine-1 Ractopamine-2
MM of 8 charnels, ES+ hRhd of @ channels ES+ MRk of @ channels, BS+
100 D3 Ractopamine 049 = 167 100 692 g4y - AT 1634 100 3017 » 284
g25 £.710e+002 4849 8GeHI0Z Factopaminez  2-51fle+002
124498 7.12 i
% 60 & %@ 3080
02 2
Db min I R amamane s N TN [-T=F T min
600 8.00 G.00 800 GO0 800
D 3-Salbutamol Salbutamol-1 Salbutamol-2
MR of 8 charnels, ES+ MRM of 8 channels, ES+
100 24201509 100 2399 > 239
33TeH 003 S00eHI0z
% $ 4408400 545 772
924 . .
o min min
600 8.00 6.00 800 G600 a00
B3 ZameaitE
D9-Clenbuterol Clenbuterol-1 Clenbuterol-2
hiRtA of @ charnels, ES+ MRt of 9 channes ES+ MRMMof3 channels, ES+
100 [8-Clenbuterol 2858 » 206.9 100 6.6 20203 100 2765 > 258 .74
5691e+004 3.588e+004
% 3
I min 1} min
GO0 2.00 .00 00 00 g00
D 3-Ractopamine Ractopamine-1 Ractopamine-2
hiFhA of @ charnels, E5+ hiFfd of 9 channes ES+ MRhof3 channels, E5+
100 [G-Ractopamine _ 044 » 167 100 Ractopamine-1_ 3017 16349 100 Famé;anine-i 3017 = 284
8 2. 78e+04 a3 3482e+0D4 <] 2. E55e+104
412 46 3802.25
5 27en g q 26466
1] min 0 min ] min
600 a.00 6.00 300 &600 200
D 3-Salbutamol Salbutarmol-1 Salbutamol-2
MR of 3 charnels. ES+ MRt of 9 channeds ES+ MRMof3 channels. E5+
100 2420 1509 100 Falbutamol-1 90 » 1479 100 Salbummal-2 ract L i |
1.600e+004 B0 & DEDe+004 . Me+00d
& % i3
0 min 1] min 1 min
GO0 2,00 .00 200 .00 g00

HET T AE & B S 00 el ORI (A I R 4T, B

B 4 fndete s it A

=]
Eﬂéé

A, Bk BAT N R AT



4.2 bR 2 B T 72
IR A e RIVELE 2.4.2 (XA A FHERESIIT, DA 250 IR B 55 S R TR B EAT L b ) ) [ )

JIRE RAR R R BRI -

& 6 pRrEf LB AT IE AR R

Moy EEyE R2
AR RES y=0.424796%*x 0.997258
¥ 2 By y=0.351796*x 0.999436
W g y=0.8414449%x-0.442609 0.992929
4.3 JntrEICR G % E
7 2.0g &5 ARSI 20ul JB AR, SPAT =4, BHT AR SZEG . bR B . AR AR AE
ZINREATR:
KT BREEEFEELRER
Y NEL(EL YA P2 s {E RSD
A5 PR
(ng/mL) (ng/mL) (ng/mL) (n=3)
YT el 0 20 19.54 1.99% 97.7%
B Ay 0 20 19.63 6.62% 98.2%
ALY 0 20 19.50 2.05% 97.5%
4.4 ik

4.4.1 B -ZEHEFH FERMBEL R
B-SE AR BN (1 U MU SE A AR [, IRy R R A B- B2 A sl I FE L i v LA P T 2 S b 25

TR IRJE TR RS, A 5 B



CN  oH [ N
CH, L  CH,
HN NH——cH, | 258y |4y NH——CH,
CH, CH,
miz 234 - miz 216

= r CH i_l_ﬂmkr

CN
" ~NH
[ iLN—€i>—-CH=CH J L 1LN;(j>zﬁthH.

3 miz 160

m/z 14
iﬂmm
+
| <)ot ] miz 116
L
B 5 B-Z AR B 5 R B R
* 8 WEE P RER IR E R
Spiking Detected Surrogate
Response Recovery RSD RSD
Level (ng) Recovery
2 ng 27139 1.97 98.5% 76.5%
29352 2.12 100.6% 76.4%
0.92% 1.31%
27799 2.01 100.8% 78.1%
4 ng 57812 4.16 100.4% 75.2%

4.4.2 K FRAOIESE

TESNYIETE B, & S2GITE AR 9 — 3 4 MR I T 2k A4, 8 — 0l 5 28 R 4
o, DB o TG K E . AR, R B- 2R, Wb T HelE, A 40%-45%
CAGE G T SN APTE TS VR e & o D 7 T BRILEE A R I B 5, 6 BEREAT /K AR AL B, PRI K A
T WA RIS o -2 VR FR) B AR AT AL 3, AR SIZI {0 P B~/ 2 RS Pl 75 B MR TR 11y
KR ZR, pH=5.2 21k R AE 37 °C /KM IR, I SEBUAE S K K AR 72 .
4.4.3 EIHEZERHDIER

B-SZ AR BB TR & e v A e, G B — e ISR, R P L AE S RREASE b B8 1A ME R AN 2%
TG FALTERE, TSR BH B 58 e A s /K BRI, AN [R) (R VA BOP 5 vh EAT 0 — 25 (G A B . AR
SR SCX /M, FE4 R B-S2 PRI TR R R AL 4 R R, SR B ERAR TR . SORE TT LAY s T



Pov R TG

(RN A5 Y KA A i ) RIS, A b K, FTBAARSCER R 1 EXTRA 4 H 3l b AR A B
AT AL, N, B35 SPE HEEAL. Feh B, BARPBE I AR S0 3R . 4 E S AR ACHL
BRI IS BRI, GRAEBRAA LR e PEATE DU, it % 7 BRI THERAE R A NiIRZE,
I HREW i Or R 47 A B e, (8 T Ok a SR A FeR% , (S T i 57 AT b ) 2 5 R St == A
4.4.4 )LIRERBY B -Z AR BBNFTIAVE AL R

LRI B-S2 ARSI AR A B R R ARSE, R RBRE R, 18R A H
Je oy QBN R RIERRY B FERIEN BT, Byfedt 5 i TR s, GRS Prskss s (BAETLIES T,
Eyfe st s G 0R, RIA LT REE RIS IMRAL, BON GRS Y B .

AT IEAE AR RE I A e A% (P BB VA T, & R BRI DAL S Z R AR AL, AT iE A G BT
JLZRERTY B - 32 BB 77 H I 5E o

5 45k

ARTTIEIE IS B AR SRIBURI[E A 2SS 7 ik 4T A0 3, KA HPLC/MS/MS ¥EXS 3 it B -SZ AR Sh 71 #EAT K
W, TSR AR B FE VL, e AT A B RTVR 2 S0t [ SR sl X A A R, D B T ) AT B P U
M A DG 2 AR AL B

S 3Rk

[1] (GB/T 22286-2008 a1t & &b 2 Fh B - 524483071 5% B3 5 10 52 )
[2] (SN/T1924-2011 Bt DI hWpIR M & WP e P . B2 EfE. 70T Jame AR A A bRk BE = 1100 5 )



