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Method of Test for Veterinary Drug Residues in Foods - Fast Extraction
Method for Multiresidue Analysis of B-Agonists
W R AR ERET N FH A K2 IE  NEE P8k ¢ brombuterol
21 e A X WE S ERT AT o
Wk xRSk E Y ¢ AR M2 B 5P (Fast Extraction
Cartridge, FaPEX-VAG):Z it {5 » 11 dp & 47 8 B8 B 3# &
(liquid chromatograph/tandem mass spectrometer,
LC-MS/MS) & 47 2. = j* o
21. %%
2.1.1. eAp ke BT R
2.1.1.1. 33k 7 E 4+ i (electrospray ionization, ESI) -
2.1.1.2. % +7¢ + ZORBAX RRHD Eclipse Plus C18 » 1.8 pm » p j23.0
mmx 10cm > & B 5 o
2.1.2. #5275 % (Blender) o
2.1.3. F i » 475 & (High speed dispersing device) : SPEX SamplePrep
2010 GenoGrinder® » 1000 rpm:4 + > & o & 5 o
2.1.4. >R £ F(Vortex mixer) -
2.1.5. 3. ¥ (Centrifuge) : ¥ :£10000 =g+ » 8 B4 ¥ iE4°CrL T

x

fl
2.16. ¥ F k3 ﬂﬁ Z % (Nitrogen evaporator) -

2.2. ¥ ! Pkfp e ~ BpRz fRiomid B s L W 2 7 BRIBRR AR E
175 33RO 7 EA25°CF 218 MQ - cmiz F) 5 ¢ F)
£ k9 % 4 PR * 45 % Z.brombuterol % 2138 (578 L 't 4 ) S
cimaterol-d; ~ clenbuterol-dy hydrochloride -~ fenoterol-ds
hydrobromide ~ mabuterol-dy ~ ractopamine-ds ~ salmeterol-d;
% zilpaterol-d; fe =% P IREHE 5. o
23. BEZ #RC
231 g 2 15mLx 50 mL - PP o
2.3.2. 14 = 7 (Ceramic homogenizer) : Bond Elut QUEChERS P/N
5982-9313 » & & o
2.3.3. Jp : 34420.22 um > Nylontt -
234, & F S 10mL > PP -
235, ¢ Al XM L 5w I FaPEX-VAG. s &% f mE5mL > & F
B o

24, Az P
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241 7 1%pEpE2 o Bk

PorkpE pE10 mL o 4e 2 3 ¢ 1000 mL e

242.0.05 N®paia % -

PAA042mbl s E¥ Ao 23S -K00mMLY > B 4 d B3R =
100 mL -

2.43.0.1%" paia % -

B~® A20.1mL > 4e » 2 B3 -k 2100 mL o

2.4.4.01%7 F& : 7 §E(9:1, VIV)i3 i

2.5.

20.1%" i3 P pEt9 i L(VV) 2 bR g o
oz ag:

25.1. #E AR IRA

Be? Azl mLoo 4ed B3 ok iE 21000 mL o 2R ME R 0 PR
EIEA B AR RA

2.5.2. #6475 %B

2.6.

2.7.

2.8.

BB opglmb o 4 ® fRid 21000 mL > 1 jptiE g 0 Bripik B 0F

# AR5 RB o
IR MR % 2 Fe ]
B~4p % >t 3 cimaterol-d; ~ clenbuterol-dg ~ fenoterol-dg ~ mabuterol-dg
ractopamine-ds ~ salmeterol-ds; % zilpaterol-d; & ¥)1 mg > # /2L 2>
LT R R g 210 mL o (T E PN IREE Rk o 4 BT o
et B B IR R R 6 0 7 AR 2500 ng/mL o i
Ep IRRIEA R o
[ R A R T
B~ 4p % 3% 7 brombuterol ~ t-butylnorsynephrine (buctopamine) -~
cimaterol ~ cimbuterol ~ clenbuterol ~ clencyclohexerol ~ clenisopenterol -
clenpenterol ~ clenproperol ~ fenoterol -~ formoterol ~ isoxsuprine ~
mabuterol ~ mapenterol ~ 3-0-methyl-colterol ~ ractopamine ~ salbutamol -
salmeterol ~ terbutaline ~ tulobuterol % zilpaterolz_ ¥+ * £ & 5. % 45
mg > M ALFEE > AW T R RS 250mL 0 iFARE R
AR o Tt R R L ARERIRRE 0 10.1%7 BT R0,
VIV)7% e 418 2 100 ng/mL > i TR R
RS T
R M s 3218 > BR290 FamfL > Er50mLgps g P o 4
> FRRIER A0 ulx 0.0S MBI mL » £ e » [ T EF 137 >
1R A FTUE R %1000 rpmiR T FB5A 48 0 4o~ F A% 2 ¢ %
ARl mL o Frgps g F o £ B A frEE 571000 rpmik T 5
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BS54 48 0 374°Cr14000 xgag w54 48 0 B} -;%‘-;‘.*&5 mL;Z » ¢ A X %8
3R EPRw ‘/‘f“ﬁﬁ#qél?ﬁ/f/ Yoo R o TSR RIR o
Btk Rie25mL @) 1 F R KIEC 0 AT 20.1%7 R TR
(9:1, viv)iz1lmLiz f2(b) > R £323 > Sl EiTHk% -
AR T RRE R GIE
Pozv ekl 288D R AP IR E L2 Gk R 0 225 mL
(@) ¥ F PRI Wiz o & WA~ R FFR5~300 pl ~ ISR
210 uLz if £0.1%7 /& : 7 A5(9:1, vIV)id iR o @ R84 S 1mL (b)
MLy BITATTRKRERBIR  RTIFEREETAN ;‘I}u»‘;
z J"Js‘:'%f’—% g RAE I ) g G AR v Et’%:"%f@;" Lo AL WEk

» 4w B 70.5~30 ng/mLz & 57 fetk £
mﬁ}éﬁfrs o3 A R o 2 (9

R 47 + ZORBAX RRHD Eclipse Plus C18 » 1.8 um » p j£3.0 mm

x 10 cm -
R+ R - 40°C o
FHEARB IR CAREBR M T AEE R AT

P& B (min) A (%) B (%)
0.0—-1.0 98 — 90 2—10
1.0 -5.0 90 — 90 10 — 10
5.0 - 6.0 90 — 50 10 — 50
6.0 — 8.0 50 — 10 50 — 90
8.0 —» 10.0 10 -0 90 — 100
10.0 - 11.0 0— 98 100 — 2

# B 4p ik ¢ 0.3 mL/min o

A% S5ul-o

£ g T & (Capillary voltage) : 4.0kV -

¥ % /& (Nozzle voltage) : 0 kV -

B iL B0 L ESIE #ps oo

§2°% # %88 B (Gas temperature) : 280°C -

§0% # 8% £ (Gas flow) : 9 L/min -

7% 1t % T 4 (Nebulizer gas pressure) : 40 psi ©

@ # B & (Sheath gas temperature) : 350°C -

W g (Sheath gas flow) : 11 L/min -

WREC L S E R AR (multlple reaction monitoring, MRM) -
B H o~ B % R (fragmentor voltage) £ 7 4 7c £
(collision energy)%zr“fq‘ 3 o
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L AR EIEE AT A R PE S RATR Y 2RE o R TR S 2P
B

2.10. #Fw|R% 2 Rl E
HAREEP R Z AT T 28U R A5 Ul > A Bt » R dp 47 ¢
kY 0 R20.8 EEEF AN R AT T At AR
A 2 BT SEF Bl s Oga o ¥
BTEARES RO RMY Le Al AE 2 7 E (ppm)
CxV xF
M x 1000
Cid AF mGERTLTRREY £ AL 42E 2 kR (ng/mL)
Vo EPiaaz 1% 2 o B i 2 WA (10 mL)
M:BEHas itz £ £(0)
F:iksiedc d blak®
AR R R TMHRT HE TR RS H2 R G A AP o
(<100%) > % 37§ Rl4eT

%A Lo Al E 2 3 £ (ppm) =

1P $H AL % B (%) 5 77 e B(%)
> 50 + 20
> 20~50 +25
>10~20 +30
<10 + 50

MRt 1 A Sk 20 2 B AR ICR 355 0.001 ppm s TR BRE g ikia
% 0.005 ppm -

2. WY F R PR LS TR R FAR

5 /I;FL :

1. Lin, S. K., Chuang, W. C. and Chen, J. W. 2017. Quick extraction kit
adapted to a procedure of detecting pesticide residues in agricultural
products and a method of obtaining a primary test liquid from an
agricultural sample by the quick extraction kit. U.S. Patent No.
9581579.

2. A ARTIFN 2019 & 5P Fp BRI RHR D E - AXHE
¥ 5 €A T A+ (MOHWV0041.04) - 108 #5*% 9p fEFe s &
10819006425 =>4 i3 & o
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4 j R f:'
5% R 47 B3
xo m/z 220 > 160
= ‘fi Cimaterol
Q- —
e m/z 226 > 152
/" Terbualine
o y -
xi 3 m/7262 > 185
254 K Zilpaterol
o
a0 m/z 240 > 148
=1 N Salbutamol
o
b m/z 210 > 136
‘It t-Butylnorsynephrine
0
w0 a0 m/z 240 > 166
251 3-0-methyl colterol
o
o m/z234> 160
4
2 K" Cimbuterol
xi0 * . ) m/z 304 > 107
" : Fenoterol
0.
102 ;
’ 5 ,;W Clencyclohexerol m/z 319> 203
L]
0 * |
5| o Clenproperol R
[1} A
<0 m/z 277> 132

x10 4

i

75m  Clenbuterol
o %’A“—

ji_ljormoterol m/z 345> 149
- m/z 228> 154

Tulobuterol K
Ractoim;li:: m/z 302 > 121
m/z 291> 203

Clenpenterol ;s

1
'\
\

[\
I\

T T T T T T T T T ™ T T
32 34 38 38 4 42 44 48 4 S §2 sS4 58 S8 L] 62 64 685 68 7 72 74 78 78 L ] 82 @84 88 a3

Time (min)

T T
82 54 58 858

~ MLC-MS/MS~ 452158 ¢ A| X § 2 dpdo e * BRI 2 T30 7 (24 P 30

% 2.2 MRMEB]3#
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:.1:-: ‘ e m/z 325> 237
Mapenterol ‘ lﬁ
x0 3 m/z 367 > 214
Brombuterol TK
]
x10 ; m/z 311 > 237
Mabuterol 7§
0
x104 . m/z 302 > 284
2 Isoxsuprine TTW
0
xi0 2 m/z 291 > 188
1 Clenisopenterol 5&'
o
x0? m/z 416> 232
3 Salmeterol 3?-‘
x108
4 m/z227>209 |
Cimaterol-d;
- m/; 269> 185

1 kil
; ” Zilpaterol-d,
b 5 m/z 310> 141 ¢
¢ K Fenoterol-d &

x10€
T e . q
Ractopamine-d, m/z 308 > 168
05
0
x108
: 3 m/z 286> 204
I”‘ Clenbuterol-dy
! |
0 I\
- . m/z320>238
; Mabuterol-d,
1
0
o m/z7 419 > 235
2 Salmeterol-d; 9?”
o
a2 34 35 38 1 4z 44 45 48 3 s2 54 58 S8 6 82 B4 B8 68 7 72 74 78 78 & 82 &4 &5 &3 § 82 G4 G5 88

Time (min)
Bl ~ LLC-MS/MS A 172157 & |t iide 4 * AR I 52 Tof o 2k 30
128 5.2 MRM Rl (4)
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%+ 4 ~ Brombuterol 52158 ¢ | <X k8% 2 p MR 2 5 F KRB PIHSS S8
T A feys i fE
A= Sk PR (MZ)> | TR | A P 20
A+ (m/2) V) (eV)
367 > 214* 49
1 Brombuterol 367 >212 104 33 Mabuterol-dso
367 > 293 13
t-Butylnorsynephrine 210 >136% 36 .
2 (Buctopamine) 210> 192 74 16 Zilpaterol-d7
210>91 8
220 > 160* 17
3 Cimaterol 220 > 202 87 2 Cimaterol-d;
220 > 143 17
234 > 160* 25
4 Cimbuterol 234 > 216 99 9 Fenoterol-ds
234> 143 5
277 > 132* 29
5 Clenbuterol 277 > 203 94 13 Clenbuterol-ds
277 > 259 5
319 > 203* 37
6 Clencyclohexerol 319 > 301 109 9 Fenoterol-ds
319 > 168 17
291 > 188* 9
7 Clenisopenterol 291 > 273 105 9 Mabuterol-dso
291 > 217 5
291 > 203* 30
8 Clenpenterol 291 > 132 105 15 Mabuterol-ds
291 > 168 15
263 > 245* 12
9 Clenproperol 263 > 203 89 18 Ractopamine-ds
263> 132 26
*
10 Fenoterol ggi : ig; 121 i? Fenoterol-dg
*
11 Formoterol gig : igi 94 i? Clenbuterol-ds
302 > 284* 29
12 Isoxsuprine 302 > 107 114 17 Mabuterol-ds
302 > 150 9
311 > 237* 33
13 Mabuterol 311 > 217 109 13 Mabuterol-dgy
311> 202 25
325 > 237* 41
14 Mapenterol 325> 217 109 25 Mabuterol-ds
325> 202 13
240 > 166* 25
15 3-0-Methyl-colterol 240 > 134 99 21 Fenoterol-ds
240 > 121 9
302 > 121* 37
16 Ractopamine 302 > 107 104 21 Ractopamine-ds
302 > 284 13
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"+ % ~ Brombuterol %2158 ¢ 4| % §8 % 2 p 3R 5.2 5 F F R 0 RIS Sdie()

e A R FidE )
5 % A 47 4 noRAS (M) > | TR | W E MR
A P 3+ (m/z) V) (eV)
240 > 148* 13
17 Salbutamol 240 > 222 99 5 Zilpaterol-d7
240 > 166 9
416 > 232* 20
18 Salmeterol 416 >91 104 10 Salmeterol-ds;
416 > 398 9
226 > 152* 29
19 Terbutaline 226 > 107 104 21 Zilpaterol-d7
226 > 125 9
228 > 154* 29
20 Tulobuterol 228 > 118 94 13 Mabuterol-dg
228 > 172 5
262 > 185* 21
21 Zilpaterol 262 > 202 99 17 Zilpaterol-d;
262 > 244 5
I.S. Cimaterol-d; 227> 209 15 17 —
I.S. Clenbuterol-dg 286 > 204 14 19 —
I.S. Fenoterol-dg 310 > 141 8 14 —
I.S. Mabuterol-dg 320 > 238 20 20 —
I.S. Ractopamine-dg 308 > 168 113 16 —
I.S. Salmeterol-ds 419 > 235 138 24 —
I.S. Zilpaterol-d; 269 > 185 99 21 —
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5 =
Z_ 1

e
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