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BES R ERTERRS 20 ULWAN
FERGAITULE R SHEL
DI PR o
Lo * o A& 2034 |1 @» el A% 2034 - THEE 1B
A5 ¢ ¢ A% §+% clenbuterol A 5¢ ¢ 4% 4% clenbuterol ~ DI RE
salbutamol -~ terbutaline - ractopamine ~ | salbutamol ~ terbutaline ~ ractopamine ~ b A
zilpaterol ~ cimaterol % tulobuterol 2. # | zilpaterol ~cimaterol # tulobuterol Z_ # %P B iR i

2. T E D HRMERBE M
YU Ap R B BB R G & (liquid
chromatograph/tandem mass
spectrometer, LC/MS/MS)~ 45 2_ = ;2 °

2.1. %%
211 jeAn k47 B PR
2111, 350k RIEARS VIS

(positive ion electrospray ionization, ESI
o

2.1.12. K +7¢ : ZORBOX RRHD
Eclipse Plus C18 > 1.8 um > p & 3.0 mm
Xx10cm: & & & o

2.1.2. 3= #(Homogenizer) °

2.1.3 3 i# ' ST 4R I 39 8 (SPEX
SamplePrep 2010 GenoGrinder®) : 1000
B o

D FECRER A At 1°C

rpm 2+ o>
2.14. kiE
rp Jﬁ’f °
2.1.5. #.< #(Centrifuge) © #&:# ¥ &£
3500 x g 14+ H e
2.1.6. ¥ F #(Shaker) °
2.1.7. pakk & P Tk (pH meter) °
2.1.8. H4pE 7 P-4 % (Solid phase
extraction vacuum manifolds) °
2.1.9. *g R & F(Vortex mixer) ©

2 RE O BE R A
i P AL A BAEE £ K(25%)
$oR Y R B E IR R
% (Z B-glucuronidase 85000 unit/mL %

’(LL ?J

sulfatase 7500 unit/mL); 2 &t -k

2. B E D RMEFER E T
f6 o v Ap & 47 B BB R & (liquid
chromatograph/tandem mass
spectrometer, LC/MS/MS) A 47 2. = 2 o

2.1. %% :
2.1.1. jeAn k47 B B R
2111, 350k RS VIS

(positive ion electrospray ionization,
ESI") -
2.1.1.2. %45 ¢ * Polaris Si-A » 3 um >
MR 2.0mm X 5cm e & e & E o
2.1.2. 3= #(Homogenizer) °
2.1.3. -Ki#(Water bath): ¢ &4F K88
LhE1°Crp
2.1.4. #.< #(Centrifuge) © ##:# ¥ &£
4000 rpm 12 F Jﬁ °
2.1.5. & F #(Shaker) °
2.1.6. pH iB| Z_i%k (pH meter) °
2.1.7. B4 B 7 F P-4 % (Solid phase
extraction vacuum manifolds) °
2.1.8. *g kiR & F(Vortex mixer) °

2. RE R L B2 R R EISE
AR AT B pRAh - fip PRA% 3
3 it 4032 fif o * REEL i
FoR(R AT £ 1I8MQ -
1) B B RFERRH PR R(E
B-glucuronidase 98000 unit/mL %
sulfatase 2400 unit/mL) ; clenbuterol

hydrochloride ~ salbutamol - terbutaline

cm 4

hemisulfate ~ ractopamine
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FEt 25°C ¥ £ 1ISMQ scm 11 H)
cimaterol ~ clenbuterol hydrochloride ~
ractopamine hydrochloride ~

salbutamol -~ terbutaline hemisulfate ~
tulobuterol % zilpaterol ¥+ P& * & %& &)
cimaterol-d7 ~ clenbuterol-d9 ~
ractopamine-d6 ~ salbutamol-d9 ~
terbutaline-d9 % zilpaterol-d7 F % p
PRI 5

23, BEEHR

23.1. g 2 50mL o PP R o
2.3.2. H4p & B~ ® (Solid phase
extraction cartridge) - Bond Elute Plex
PCX > 200 mg > 6 mL > & B % o
2.3.3. 14 F 35F 7 (Ceramic
homogenizer) : Bond Elut QUEChERS
P/N 5982-9313 > & B % ©

234. g% 3472 0.22 um > Nylon 4
HFTT °

24, #F&E A

2.4.1.0.2M fig pldh 5 % i
HLo-fiy e g 16.4 g’ *r 3 #r3 -k 900 mL
B fE > MEEERAFPH EL 52+0.1
£ 43 B3 ki@ = 1000 mL -

242. 1IN & % i“ 4% 7% :

FP-a 5 144 40g 3 3+ KRR
¢ = 1000 mL o

2.4.3.5 mM fis pad&in i -
A pade 0385 g > 102 Hrs K3 %
% % 1000 mL > ™ g "ifE i

244. 5 mM frpad t ® FR(9:1, v/v)i3
P 5mM i fedeid e &2 7 g 9 ¢ 1
(V/V)Z_ v B3R g o

2.4.5.02M AR R

A 16.7TmL > u3 I3 -RTE 3T
1000 mL -

24.6. 7 fg * 5 R(95:5,v/v)iB ik ¢

hydrochloride ~ zilpaterol ~ cimaterol %
tulobuterol ¥ pe * & & 5. ;
clenbuterol-d9 hydrochloride -
salbutamol-d6 ~ terbutaline-d9 -
ractopamine-d6 hydrochloride -
zilpaterol-d7 % cimaterol-d9 F =% p

SRS

23. BEZ

23.1. g 2 50mL o PP R o
2.3.2. H4p & B~ ® (Solid phase
extraction cartridge) - Oasis HLB > 200
mg> 6mL > & &K o

23.3. g% 1 3445 0.22 um > Nylon

B o

24, #Hza

2.4.1.0.2M s e 3 i e
FP-FEpadh 164 g 3204 3t -k 900
mL > MAFEAFE pH 5 52401 £
4vd g3 ki & 1000 mL -
2.42.TmM f$ pedeid it

HLP P 4% 0.54 @0 1 4 B3 kR R i
% 1000 mL -

243 IN & ¥ - 403 7% ¢

FP-a 3 5 40g> 3 g oG
i % 1000 mL -




BB AR BT g R 95 1 5 (viv)Z bR
3 o

25 #BEApp R PE:

251 #EF4pa ik A

Pod s ok A2 99.9: 0.1 (v/v)2

25 #BEppiezAw
© % ¢ TmM [ k483 i 2 85:15 (vIv)
2V BIR g o N R

P it

SREIEERY =) B YAl

T B ARIB R -

HEApB iR A -
252 ##4p3 % B¢

Pro 3P A2 99.9 0.1 (V)2 M B
B3 B R T4 #
103k B -

2.6, R R 2 fel

2.6.1. pFRAER R R

Lo I R
clenbuterol-dy -~

7[%&?]9 =

cimaterol-dg -~
ractopamine-ds  ~

salbutamol-d9y -~ terbutaline-dg  £7

zilpaterol-d; £ ¥) 1 mg » M rfie » &
WP OARAfRY €% 2 10mL fF G p
FRAL I Rk o TR PEF 0 A b Beif B
PHEERFRES S N BFRD
1000 ng/mL - B 7% p R4E 2735 e

2,62, &R R

B~4p % >t 7 clenbuterol ~ salbutamol ~
terbutaline ~ ractopamine -~ zilpaterol -
cimaterol % tulobuterol z_ ¥ pg * L&
295 mg HHET AW R
AR T F I S0mL o 175 R Rk o
et B A g EEERRRE
o EAF 2 1000 ng/mL > fF 5
HMEEERZ - 2% BF o B £07
Wl R 2 p IR ER R S mM P‘J—g
fade® 5 (9:1, viv)ig e -3 1 1.0~50
ng/mL( 7 p #7428 5 10 ng/mL) > i
B R o

27. eirz A

2.6, B R el
2610 SR i
w4 & 3

salbutamol-dg -~

clenbuterol-dy ~
terbutaline-dy -~
ractopamine-dg Zilpaterol-d7 3
% p 3R
e ‘f%ﬁ'ﬂfp—f\’ A ]l Y ARA R
FEEL 50 mLo 75 pEE R
e BRSSP R R R
- 7 mM iy ik 4%(8:2,
vIV)i% ik A 3 100 ng/mL » i 5 p 38
Bk -

2,62, EHE A%

B~#p % ** % clenbuterol ~ salbutamol -

terbutaline - ractopamine - zilpaterol -

cimaterol-dy % %) 5 mg 2

MR L s T

cimaterol % tulobuterol % ¥ 5 mg 2 ¥t
Bw HBIE % AEREAE R A T
BfEr R FE 3 50 mLo 75 R R
oo w s A S R AR R
:7mM ﬁ_ijé iz 43(8:2, v/V)
B AFR L 100 ng/mL - 7 57 & 1R
Rk o Tt B R BB R Z

pESHREER R 0 e i LT mM Ayl

L‘ f; s 1T ’J%

82, viv) % & - 1 15~ 50
ng/mL(z P\é ;‘%;@r‘%};ﬁ; 10




271, P

Bt 21 > B 2 g0 MR
7" ’_E“’V:‘"}iﬁ E\Z“ "5\3)\}]\ "'K‘f@—‘_%/\
* 20 ul 2 0.2M ﬁhﬁ’;ﬁ?‘ S /p/& 15

mL » l,(}’]fé ﬁ:}l f’]?ﬁ' 2 A,\ ’ -4‘3

»HEBTE 1 3 rsi,.ﬂ:ﬁwﬂ}&

2.7.1. F B .

Bete Wi o MBS 0 Pl
MG Sg Hmfle R3HFErY o
der 0.2 M FEFL4 3 773 % 15 mL
WHF 2 rsis B r o pd o
o RIS 5 - AR

35 RIS 1000 rpm 38 F X5~ 10
& A8 e~ B B AEFERLH BER R 100
H'L ’ "3,\ 37OC 7}{(%\ = 7}{}11';;’ 1 /J~ E]é): o ‘5( DS

prig e £ 100 uLo iR g 355 - § 0 37°C
J\/é\é J\ﬁ*l/\ & o‘%/\4000rpm1%g_lu
10 4~ 45 ﬂ(g:_/ﬁni’ ’fi}ﬁ‘-'»?“‘i/i

B2 mL - 1R e R RO

;/;kif"?- RN 0.2M1?—T,a fgh & g i 15

#1000 rpm & F 10 ~ 48 > *+ 4°C

mL > 3= F P~ 10 » 48 > > 4000 rpm

4 7000><g1%ﬁ-'\> 104\%’3"sz4$"*‘

yil“q’f

2.7.2.
Be 270 IR R AR 0 L TR
U A 6mL % 2 Bk 6 mL EEZ FH
WEB® > Rk R 02M B
fiidi 12mL ~ 2 43 -k 12mL 2 ©

iz 12 mL ; ’F FTHEBREER® > R AR e
P EE 4 -R(95:5,v/v)iz ik 12 mL
#oolc B :v“ﬁ:‘r& '3 65°C 1§ F eRiT

E L

ARG e SmM frpLdE P ER(9:1,
v/v)i& % 1 mL> g fﬁ/w & 7% f%> 129000

Xgdw S04 B ERITLRRER
oo Py i 500 ul 2 5 mM ]’_-T'p fis
4% 1 7 AR(9:1,v/v)ia i 500 uL R & 35
3 MipEiER 0 R EHRIR o
28, B peth B s 5l
v et 27 8AWT Y iR

s 10 248 0 £ 8 FFR o IN;
F i“HpAarAE pH B35 700 £
4000 rpm 3w 10 4 450 B+ 7 % EE
iv® o
2.7.2.
P27 HE R 2 Bk it~ TR A
M ?EE 3mL 2 2 33K 3mL B2
FARF B w0 4 4 ok 4mL ik F
AEB® 5 AR e T AR 4 mL
oo ol 2 65°C 11§ F ok
Foo A e W 1T mM fpi4(8:2,
VIV)B iR 1mL o YRR & BRT %
3 SiREERE > BTk

JE Lol

28 LI Mo # i
AT PRERRE 10pul> & WlE »

R f e r PR R o A 0

AP R AITR BT RY o kT AER

#5500 uL (a)> e » B SR E B % 1.0

~50 LlL; P ‘”’”fﬂ—?/pn 10 HL 'F‘

TR R AT gk
AR 2P R SR G

5 mM ﬁiF Fedd P AR(9:1, VIV)IA R TR

B b AlE ARk o A u

3 1000 uL (b) > ;R £33 » wITAF

1RO W s -

etk B AR R o T iE e i




2P IR EAE G R

2 2 AXMEER > A BB F1.0~

50 ng/mL 2_ L B 7 e ik & A o
AR KT R E e

it AR A A7 B S R e O

BEARZR CAREBRMNTAGEE | B4 Ex L RAENMNEAREZR
EEHR A 85%2 %% B ik A Wl 1 ] PF(0.2
P ¥ (min) A (%) B (%) mL/min) > & 4715 11 70%2 33 R ik
0.0—1.0 98—98 22 1 -] P#(0.2 mL/min) -
1.0—5.0 98—>90 2—>10 |#HFpizR R2S5 AW AR o
5.0—>8.0 90—80 10—20 |[A»& 10puL-
8.0—10.0 80—70 20—30 |#H4piniE ¢ 0.2 mL/min e
10.0—12.0 7060 30—40 |+ = % & (Capillary voltage):3.4kV -
12.0—-15.0 60—10 40—90 | &+ /&#/E & (Ion source temperature) :
15.0—16.0 10—10 90—90 | 120°C-
16.0—19.0 10—10 90—90 | % 4447/ /& (Desolvation

#FH4piniE ¢ 0.3 mL/min

A~ T 10pul -

£ g T B (Capillary voltage):3.4 kVe
<+ 78 & (Ion source temperature) :
120°C -

7% ¥R & (Desolvation
temperature) - 400°C o

B HR4a f #87xi# (Cone gas flow rate) :
50 L/hr -

% B3 i (Desolvation flow rate) :
850 L/hr »

WOpHEEY ¢ 3 € & R R (multiple
reaction monitoring, MRM) ° 1 jp| 4 =
¥~ B4R 48 7 /R (cone voltage) ¥ #idg it

£ (collision energy)4rkit & o

temperature) : 450°C o

B HR4d § 180 # (Cone gas flow rate) :
50 L/hr -

3 "% #4700 i (Desolvation flow rate) :
600 L/hr -

BRI 0 2 £ F R R (multiple
reaction monitoring, MRM) ° &g ¥ ~
4% 44 7 /& (cone voltage)£? Fidg it &

(collision energy)4r ™ #

etk .
S e
}EE At B
AR T SRAE
m/z) >
es M @
(m/z)
clenbuterol 277>203 20 20
277 > 259 20 10
terbutaline 226> 152 20 20
226 > 125 20 25
salbutamol 240> 222 20 15
240 > 148 20 15
ractopamine 302> 164 20 ol
302 > 107 20 20
zilpaterol 262> 244 20 20
262 > 185 20 25
cimaterol 220 >202 15 1
220 > 160 15 10
tulobuterol 228 > 154 20 20




L P ERIFEE AT R kAT
R 2RE KA LR LEE -

29. #w|E%RE 7 ERIT
HAEEPRRE AT TR E RER
L 10 pl o A wl o~ dp R 47 8 B H
R R 288 R T R
BAFT TRt E R RTERLE 2ZF
FREEZ S EF RO PIIPHES AR
gul 2 £ kT A E S R
i dlaE 2 7 E(ppb)

Y Lo iR 7 E(ppb) =
CxVxF

M

Cid AF s RELFRR? 2
)% 48 % 2.k & (ng/mL)
V:tetE (e 2 F 2 A (mL)

228>118 20 20
286>204 20 20
235>152 20 25
246>148 20 15
308> 168 20 15
269>185 20 33
227>209 14 12

clenbuterol-dy
terbutaline-d,
salbutamol-dg
ractopamine-dg
zilpaterol-ds
cimaterol-ds

T_E #+ ¥ : clenbuterol 3 m/z 277 >
203 - terbutaline % m/z 226 > 152 »
salbutamol = m/z 240 > 222 »
ractopamine = m/z 302 > 164 >
zilpaterol 5 m/z 262 > 244 > cimaterol
% m/z 220 > 202 > tulobuterol % m/z
228 > 154 -

m2RAE i 252 ¢ clenbuterol %
tulobuterol ¢ * clenbuterol-dy ;
terbutaline # * terbutaline-dy ;
salbutamol # * salbutamol-ds ;
ractopamine % * ractopamine-dg ;
zilpaterol $ * zilpaterol-ds ; cimaterol
$ * cimaterol-ds °

bR EE 4T A i PE o R AT
®h 2 REKTEELRTLFE
IR E Y L N SRR ST A
BE IR T ERCELE S W R 15
i+ MRM %-#c -

29, FuFEHRE ZERIT
HAEEPHRRE2EEZRE IOl &
WA RAREATE B R 0 & 2.8
% Ap 1 B T 5 A 4
:T‘Ji‘%ﬁjlfé BIAL MR e A (B M 2 R T pE
B2 5 € F i inld o s
D20 BT IR R R
tedlxuiE 2z £(ppb) -

WY Lo LA 2 7 E(ppb)=
CxV

M

Cid R d ARiFHip? Lo
% 2_ )k & (ng/mL)

Vi fetE e T F 2 MA(mL)

=




M @2 542 £ £ (g) M@ B 52 £ £ (g)
F: @ g d bla i@
CAEET SR SR SR RS S UCE L S TR S R
B S0 A AR 5 9 (S100%) 0 | 5 A7 B 9 (S100%) % 5 e
BT T
BHETBR) FEERC) | WHEIBR%) FER%)
> 50 +20 > 50 +20
>20~50 +25 >20~50 +25
>10~20 +30 >10~20 + 30
<10 + 50 <10 +50
ML SR J R FRFRSRLFT [N 857 J B FRRER LS T
o s p TR e o s p TR e
‘it % ~ Cimaterol & 738 ¢ A|X WA 4o f* &2 § & F B 0 RIS Sl
TEHF LA+ &
~ 1 1 BT ERAT N w
SRR e T e | e o e g | P IREST
2§ B (mfz) (eV) | A4 & (mf2) (eV)
V) V)
cimaterol 220> 202 15 10 220> 160 15 15 cimaterol-d;
clenbuterol 277 > 203 20 20 277 > 259 20 10 clenbuterol-dy
ractopamine 302>107 20 20 302 > 284 20 15 ractopamine-de
salbutamol 240 > 148 20 15 240 >222 20 15 salbutamol-dy
terbutaline 226> 152 27 16 226 > 125 27 25 terbutaline-dy
tulobuterol 228 > 154 20 20 228 >118 20 20 clenbuterol-d,
zilpaterol 262 > 244 26 13 262 > 185 26 23 zilpaterol-d;
cimaterol-d; (1.S.) 227> 209 14 12 — — — —
clenbuterol-dy (I.S.) 286 > 204 20 20 — — — —
ractopamine-dg (1.S.) 308 > 168 20 15 — — — —
salbutamol-dy (L.S.) 249 > 149 20 15 — — — —
terbutaline-dy (I.S.) 235> 153 26 16 — — — —
zilpaterol-d,; (1.S.) 269 > 251 20 17 - - - -
A EY 2 PIERET @ 7 P § iR P R ¥R 2 MRM

\\\?{r

e



