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Method of Test for Veterinary Drug Residues in Foods-
Test of Multiresidue Analysis of -Agonists

1Lig* el Aem>2@* 3 4§47 ¢ 342 clenbuterol
salbutamol -~ terbutaline ~ ractopamine ~ zilpaterol ~ cimaterol
% tulobuterol 2_ #& %% -
2. ek E RIS TP I RJT( 0 R AR K 4T 8 TR 3 R (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) % 45
2. e
21. %%
211 Ap AT e B R
2.1.1.1. 33 R 2 E3SF 1 & 3 (positive 1on electrospray ionization,
ESI’) -
2.1.1.2. %45 :Polaris Si-A>3um> p £ 2.0mm x5cm>» & 55 o
2.1.2. = #(Homogenizer) -
2.1.3. -kif (Water bath) @ i a4 KRR £ 52 1°C P F o
2.14. & i5(Centrifuge) : # & ¥ i 4000 rpm 12 * 4 -
2.1.5. 4& F = (Shaker) -
2.1.6. pH Bl Z ik (pH meter) -
2.1.7. H4p E 7 F P-4 % (Solid phase extraction vacuum manifolds) -
2.1.8. R & % (Vortex mixer) e

22. 3EE LU L W2 B[R RISE Y A K AT e IR - EEFRAE
BF AR EEERIOR Y RESA 2 g R (T e AT
18 MQ-cmr 1) B-3 § ¥EERL H 5 7% % (7 B-glucuronidase
98000 wunit/mL % sulfatase 2400 unit/mL) ; clenbuterol
hydrochloride ~salbutamol ~ terbutaline hemisulfate ~ ractopamine
hydrochloride ~ zilpaterol ~ cimaterol # tulobuterol ¥+ P& # & %
&  clenbuterol-dg hydrochloride -~ salbutamol-dg -~
terbutaline-dy ~ ractopamine-de hydrochloride ~ zilpaterol-d; %
cimaterol-dg fr =% N FR4E & 5. o

23, BE 5 L



231 #<g 250mL o PP 41 o

2.3.2. #4p 3 P~ (Solid phase extraction cartridge) : Oasis HLB, 200 mg,
6mL > & F&xE o

2.3.3. Jg " 1 3442 0.22 um > Nylon +4 % -

24, A2 AH

2.4.1. 0.2M ﬁh' Fadph & R R
B 16493203 3 -k 900 mL> AR B pH 5 5.2+
0.1 f4c3 g+ k& = 1000 mL -

2.4.2.TMM B fie 43 it -
ﬁﬁ‘ﬁi?f@i@ 0.54 9> 113 33 kA 2% & 1000 mL -

243.1IN 3 3 1“4 %3 7% ¢
FEBG § 0404090 4 B3 ki3 R & 1000 mL .

25. # ﬁv#ﬁ/p R"Z_A ?l
o 9 g2 TMM s ik 4&7% it 11 85115 (VIV) 2 1 B3R 5 2 i Wi g 0 B
//,aufi; t= ﬁﬂﬁ%@#f‘ /{:NP'Z °

2.6. MR R2 e

2.6.1. 0 FRAR A R
B~ 4p % *% 7 clenbuterol-dg ~ salbutamol-ds ~ terbutaline-dg ~
ractopamine-de ~ zilpaterol-d; % cimaterol-dg % % 5 mgz_ f =% p
AR & MR AN T R RS L F 1 50mL - iF L p
AR o i * P A R[B BN REE R R LS T
7 mMMps A2 4%(8:2, vIV)i3 R A2 100 ng/mL > i® 5 P 8RR
iR

2.6.2. HHB %
P~4p % *t 7 clenbuterol ~ salbutamol - terbutaline ~ ractopamine -
zilpaterol ~ cimaterol % tulobuterol % ¥ 5 mg 2. $fpe * L& 2.
WAL A WY R RS R 1 50mL 0 1F 5 R Rk o
*opEo e BB RARE RURR & 180 0 e T mM By pL4%(8:2, VIV)
Bk AL 100ng/mL TR R EHRERE o TR BRI ERE
BRI i 3 N SRR G 110 5 T MM I R(8:2, V)R i
I 1.5-50 ng/mL (7 M %48 50k & 10 ng/mL) > iF 5 R 03

i



2.7. Wik AW

2.7.1.

2.7.2.

3B

Rty > NIBFBBT S RO 5 g HaEfLE o B
R o b r 02 M FEpA 5 5 15 mL > JHE0F 2 4 4
oM B E Y o Ao NIRRT 2 B-F R RIS R
£ 100 pul 38 & ¥95 > B 37°C -kif # -k j2 1 ] BF ot 4000 rpm
Hro 10 248 e f g o e g Y AR e~ 02 M BE
Fadh g B5 i 15 mL > 4= F ¥ P~ 10 4 4> > 4000 rpm gt 10
g EE T FROMINGF MABRRAFPHESLZ 700 £
> 4000 rpm oo 10 & 48 0 B~ F ,7.?'-,,;» EZ L * o

o

Be270 E B B r AT 3 mL 2 3 4T k3
mL Bz Fipsem > ud g3k 4 mL) i TR ERE j;‘lﬁ
e e T R AmL 3 o T B &R 0 2 65°C u;; F PREC
YAl LT MM FpL4(8:2, vIV)iE ik ImbL > e R
FFTHE SREERES 0 BITHRR o

-

2.8, B M2 BT
HAEPRERRE 10 Ul AR Riak7e MFHRY > &
- 55 | /'fﬂif’fm’z#f'é]ﬁg %%”Tﬁa‘ﬁ*‘? s jlr}é z Jn]mgt‘:% BTN RRAE
r'r'?ﬁt f"— L) _ljf"}ﬂ‘f@\ » 0 q']x%ﬁ%/}ﬁ}i » A ?\lﬂ:"f}.}ﬂl o
AR 8 i 0

Rt cFxmfrn kb BAMHE 85%L WA A Wk 1
/] B%(0.2 mL/min) > & 471512 70%¢2 ¥ 3 iR 1) pF
(0.2 mL/min) -
BEARAR DR 25 FAEULBR
i~ 8 110pL o
#FofpoezE © 0.2 mL/min -
£ g 7 & (Capillary voltage) : 3.4kV -
;%5%;—? Jr % & (lon source temperature) : 120°C -
% W3 4R & (Desolvation temperature) @ 450°C -
xaﬁfﬁa} 18 7% i# (Cone gas flow rate) : 50 L/hr -
A % FAg & (Desolvation flow rate) @ 600 L/hr -
BRS¢ 5 £ K & o pl(multiple reaction monitoring, MRM) -



3 ¥~ 2444 7 /B (cone voltage) = s 42 st £ (collision energy)+4r

T %
Py B+ ¥ BHRATR A E
# SR (Mi2) >4 4 43 (/2) (V) (eV)

277 > 203 20 20

clenbuterol
277 > 259 20 10
terbutaline 226> 152 20 20
226 > 125 20 25
salbutamol 240 > 222 20 15
240 > 148 20 15
. 302 > 164 20 25

ractopamine
302 > 107 20 20
Zilpaterol 262 > 244 20 20
262 > 185 20 25
cimaterol 220 > 202 15 15
220 > 160 15 10
tulobuterol 228> 154 20 20
228 > 118 20 20
clenbuterol-dg 286 > 204 20 20
terbutaline-dg 235 > 152 20 25
salbutamol-dg 246 > 148 20 15
ractopamine-dg 308 > 168 20 15
zilpaterol-ds 269 > 185 20 33
cimaterol-ds 227 > 209 14 12

T_E -+ 4 :clenbuterol = m/z 277 > 203 > terbutaline 5 m/z 226 > 152 »
salbutamol % m/z 240 > 222 > ractopamine = m/z 302 > 164 >
zilpaterol = m/z 262 > 244 > cimaterol = m/z 220 > 202 -
tulobuterol = m/z 228 > 154 -

mo2rde ot =052 clenbuterol 2 tulobuterol4: * clenbuterol-ds ; terbutaline
$x * terbutaline-dg ; salbutamol$x * salbutamol-dg ; ractopamine
$¢ * ractopamine-dg ; zilpaterol#x * zilpaterol-ds ; cimaterol#x
* cimaterol-ds -

1 PR EAEE AT A R BT 2 KRB 0 K T S 2 R R



KON °

[.—
2 AZZY 2 PMERET R TP FERRLEEZME T
&2 MRM %8k

2.9, #WFE%ZE2 7 RB A
AFRER Bt 2 e iair & 10 b A B~ R dn AT R 0 I
Yook 2.8 SikAn AT R TR REE AT AR SRR R
SEAE L FGREFE S EF BRI R T Vg2
T TN RN R e A4 E 2 7 £ (ppb) :
WALY 2o AR § E(RD)= Y
C:d B RRFHR? Lo AL AE 2 k&R (ng/mL)
Vot Eof 2 F 2 WA (mL)
M:PHoirii2 £ 2(9)
FL3APHALS A B A 2 L% 6 ff A A 17 (<100%) 0 F R

Fl4e™
A0 A 58 & (%) # 7 4~ #1(%)
> 50 + 20
>20~50 +25
>10~20 + 30
<10 + 50
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