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aERY Rt BERTERK AN EEIERT AT
Method of Test for Veterinary Drug Residues in Foods-
Test of Multiresidue Analysis of B-Agonists
LR MMe> 2@ * 3 44 %° ¢ AX 42 clenbuterol ~ salbutamol -
terbutaline ~ ractopamine -~ zilpaterol ~ cimaterol % tulobuterol 2. & %% o
2. WS O RS EFEZELR o AR B F ¥ & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) %4 7 2. 3 j% o
2.1, %%
2.1.1. Rip kA7 e BEE R -
2.1.1.1. 35 & @ % 47 v I #F (positive ion electrospray ionization, ESI") e
2.1.1.2. B +5¢ * ZORBOX RRHD Eclipse Plus C18 » 1.8 um » p 42 3.0 mm x 10
cm > B & & o
2.1.2. =7 ¥ (Homogenizer)
2.1.3. % @& 255 B ¥ T 357 18 (SPEX SamplePrep 2010 GenoGrinder®) : 1000 rpm
PSRN
214, ki i AmEFREE L AEICHPN F -
2.1.5. . % (Centrifuge) @ #:# 7 i 3500 x g 12+ ?‘f o
2.1.6. #& F % (Shaker) °
2.1.7. phkk A& #] =ik (pH meter) °
2.1.8. F4p E 7 Z P~ 4 % (Solid phase extraction vacuum manifolds) e
2.1.9. * R & F(Vortex mixer)

2. R T ERR Y RAP R AT D PERRAN  PRPRAE C BERE  BPEZ £ K(25%)H
R E B8 § MEFERLH PF% 7k (7 B-glucuronidase 85000 unit/mL
% gsulfatase 7500 unit/mL); & # 5 -k (b 7 et 25°C V¥ i 18 MQ » cm 1Y
_F) 5 cimaterol ~ clenbuterol hydrochloride - ractopamine hydrochloride ~
salbutamol -~ terbutaline hemisulfate ~ tulobuterol % zilpaterol ¥+ P& * & &
& ; cimaterol-d; - clenbuterol-dy ~ ractopamine-ds ~ salbutamol-dy -
terbutalin-dy % zilpaterol-d; ¢ =& p $R4E 8 7. o

2.3, BEZ 443
23.1. g :50mL > PP 4 F -
2.3.2. #4p F B~® (Solid phase extraction cartridge) : Bond Elute Plex PCX - 200
mg > 6 mL > & % & o
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2.3.3. 14 T #2F % (Ceramic homogenizer) : Bond Elut QUEChERS P/N 5982-9313 >
s o
234, Jp% 3472 022 um > Nylon # 5 -

24, #FH AW
2.4.1.0.2M Fif Flegph 3 e/ i
P pEpedh 164 g0 4e 2 45 -k 900 mL 73 f3 > U AEFLGA B pH B2 5.2£0.1
£ 4ed 3ok 2 1000 mL -
242 IN & 3 - 403 7% ¢
P-4 § 1“4 40g> 23 g3 -kB 2@ 2 1000 mL
24.3.5mM fiEFLdein R
HP-Prpase 0385 g > 3 3 ki3 22 & 1000 mL > 12 g *i g ©
2.44.5 mM frpade 7 FR(9:1, vIv)ig iR
Po5mM a4z R 2 T R 90 1 (viv)Z v bR g e
2.4.5.02M B#pLR R
Ekﬁﬁi67mL’Ué%%$$zf’ 1000 mL -
2.4.6. 7 % 1 % K(95:5, viv)ig ik ¢
o ﬁi%aL;f'i? K2 95 15 (viv)Zo vt BR 3 o

25 BEpigie B

251 #dApar A
Ped Aok A 99.9 1 0.1 (VAV)Z W BIIR 3 o MUREE R 0 PoiRiR
ERHE AR R A

252, #f4p3 B:
Bro P A 99.9 1 0.1 (VAV)Z M BIIR 3 0 MR HE I 0 PRk B TR B
BB R B

26, B2 fe il
2.6.1. pFRRER R
P~4p % *t 7 cimaterol-dy ~ clenbuterol-dy ~ ractopamine-ds ~ salbutamol-dy
terbutaline-dy £ zilpaterol-d; & ¥ 1 mg > HAEFL T > A WM T fR3 2T T F
3 10mL > (T35 p 2RI Rp o Tt PR o A W Boig BN SRR RRR & 15
1T EE AR S 1000 ng/mL o B TE R FRAR S R
262, &R RE

B~1p % *t 7 clenbuterol ~ salbutamol ~ terbutaline ~ ractopamine - zilpaterol ~
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cimaterol % tulobuterol 2_ ¥4 P& * &2 &2 & & Smg HAFE T &~ W11 T R
AfRET 2 50mL TERBE R R B A uBEEEERRIRS
6o ® EAFE L 1000 ng/mL > 18502 SR8 Rk o fR* PO P ER £
T R 2 p AR R 0 00 SmM AEE 4 T AR, vV)iR R AR T 1.0
~50 ng/mL(Z P 8% 5 10 ng/mL) » & (T 82 7% o

27. Wiz A
2.7.1. B

Rt Wi 30518 > BN 2 g0 AR BN F 0 o Ao hIRHRIED
% 20 L 2 0.2M By e dh & 73 % 15mL > MBS HSREIST 2 A ds > & 4
»REIBF R L B i e BriR B354 1000 rpm 3% F E‘;’B’» 10
A48 4~ B-F §ORFERAH FFIR R 100 pL o 3t 37°Cokig @ 71<g; 1] FF o 4u
@A 2mL 0 4R F 10 A 45 0 > 4°C 2 7000 x g Hrew 10 A 4o Bt FR B

R

2.7.2. & i

2.8.

270G E i R 5 3 AFp A T R 6 mL 2 2 33 ok 6 mL B R 2
fﬂ#ﬁ.’;—g"@ ’ ’;‘5/11 »1/]7"{7 v k=11 0.2M ﬁﬁ/j‘/p/fé 12 mL -~ 'irig‘ﬁ-'* ’J( 12 mL
29 FE 12 mL G B4R EB® 0 R iR o 0P AR L g 0K (9555, vIV)iB ik

12mL 3% > e dki 0 3t 65°C 1 F F vRig 0 A& éﬁwc » 5 mM fip il d%
T ER(9:1, v/V)id i I mL > %R &3 R 0 12 5000 x g #5440 Bk if
T G Wk Rk o Pofeite ik S00 UL &2 S mM FEpRds 7 ER(9:1, vIV)iB iR
500 uL iR £ 353 > MR TR R 0 B TR o
AE et gz fir:
B M 278U R AR B T~ NIRRT o A BB
P~ 500 pL (a) > 4e » R &R iR 1.0~50 uL 2 p3R4EEZ R 10pL > £ 125
mM fis e 4% 1 7 FR(9:1, v/v)A iR F 1 1000 uL (b) R £355 5 i IFAF T e
W SURR 0 BT IR A R AR AT ek o Al
PR S R 2L B e AR A RR > A S ETF 1.0~50 ng/mL
ZAFT R A
ReAn R A7 ¢ E R E ()
BEAAR CAREBRUTIEEEFHE ST

3



2.9.

94 4 8 H 22 HBIRBETE 0949424412 57 AEETE
100 4 4 A 7 HEHREFE 1001900952 FEAEHEE
102 4£ 12 A 10 HEHREFE 1021951106 58 AEHEIE

p7 i (min) A (%) B (%)
0.0 - 1.0 98 — 98 2 52
1.0 — 5.0 98 — 90 2 - 10
50 — 8.0 90 — 80 10 — 20
8.0 — 10.0 80 — 70 20 — 30
10.0 — 12.0 70 — 60 30 — 40
12.0 — 15.0 60 — 10 40 — 90
15.0 — 16.0 10 — 10 90 — 90
16.0 — 19.0 10 — 10 90 — 90

%ﬁvifﬁl ik 0 0.3 mL/min o

A= 2 10puL -

< g 7 & (Capillary voltage) : 3.4kV o

#+ JRE & (Ion source temperature) : 120°C -
A ¥ 4R B (Desolvation temperature) © 400°C ©
ﬂiﬁé&% 8 ;% 1% (Cone gas flow rate) : 50 L/hr o
% WA i (Desolvation flow rate) @ 850 L/hr -
»;i B T % £ F R P (multiple reaction monitoring, MRM) o i B3+ ¥ ~
1B %48 7 /B (cone voltage) ¥ i 3% it £ (collision energy)4c*f % ©

PRI IER AT AGERF 0 kAT Y 2L RE 0 K TAF A 2P TIER

TS 7 ER T
HAEPtair 2 AT 7 LUz R & 10l & Bl »
6,&2&$ﬁﬁ@ﬁg$@%um@ﬁggWﬁ

i An b A7 B T
W B 4B 01T LR 27 Pk

EEIEE RN L SCEEE SR Y A A RENE R R N L R
A XA 2 ¢ £ (ppb) :

. CxVxF
WY Lo AlXMRL L) = —

C:d AT " miERRETRKRRY &
VB ts T 2 8 4% (mL)

M: ATtz £ 2(g)
F:#f@#&#  J ba F 17
i-wﬁ$+m§ﬂhﬁ$*ﬁ TE YT

v A% %8 % 2 )k & (ng/mL)

2 5 A A0R A #(<100%) -

PR R (%) B2 R(%)
> 50 + 20
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>20~50 + 25
> 10~20 + 30
<10 + 50

ML 85 R RREF L TR A A
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%it% ~ Cimaterol & 738 ¢ A| X 42 d P * B2 5 € F i P S8
S i
RS HORET (M2)> | R AT R | AL B | PESRET (M2)> | e RATR | mipa | P RESD
A i #+ (mlz) (V) (eV) A 4+ (mlz) (V) (eV)
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-dg
salbutamol 240 > 148 20 15 240 >222 20 15 salbutamol-d,
terbutaline 226 > 152 27 16 226 > 125 27 25 terbutaline-dy
tulobuterol 228 > 154 20 20 228> 118 20 20 clenbuterol-dy
zilpaterol 262 > 244 26 13 262> 185 26 23 zilpaterol-d;
cimaterol-d; (I.S.) 227 > 209 14 12 — — — —
clenbuterol-dy (I.S.) 286 > 204 20 20 — — — —
ractopamine-dg (I.S.) 308 > 168 20 15 — — — —
salbutamol-dy (I.S.) 249> 149 20 15 — — — —
terbutaline-do (1.S.) 235> 153 26 16 — — — —
zilpaterol-d; (I.S.) 269 > 251 20 17 — — — -
AT ZP 2 PMERET R T D FERZFEZAE TRZE MRM S8k




