aRt Bt EATERER 2 - XM EEIEAT AT
Method of Test for Veterinary Drug Residues in Foods-
Test of Multiresidue Analysis of B-Agonists

Log* o AMeZk> 2@ * 34 A5 ¢ brombuterol ¥ 20 7 2 3| =
MEH(ETLFE)SERT AT -
2. & E CRMEIER EI IR 0 R R TP T & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) 4" 47

2.3 F o

2.1, %%
211 eAp KA ¢ B R
2.1.1.1. 33 T R3S i & 33 (positive ion electrospray ionization,
ESI') e
2.1.1.2. k47 ¢ : Hypersil GOLD aQ > 1.9 um » p /£ 2.1 x 100 mm >
g A WA
2.1.2. = #(Homogenizer) ©
213 3 i# *® %‘« OE R F B F # ¢ SPEX SamplePrep 2010
GenoGrinder® > 1000 rpm 14} 5 & & & o
2.1.4. -k & (Water bath) i B35 KRR £ a2 1°C P K ©
2.1.5. & 48 (Centrifuge) = # & 7 3£ 3500 x g 14+ H o
2.1.6. = % (Shaker) °
2.1.7. pede & P] ik (pH meter)
2.1.8. F4p E 7 Z P~ % % (Solid phase extraction vacuum manifolds) e
2.1.9. *g kR & F(Vortex mixer) e

22, E R RARK TR EEAG C FEEAAE S £ F 42 S
FHFEEER I EI LT 25°C T E 18 MQ - cm
b) S B-9 F BPERLH ¥ % ik (7 P-glucuronidase 98000
unit/mL % sulfatase 2400 unit/mL) ; brombuterol
hydrochloride ~ cimaterol -~ cimbuterol -~ clenbuterol
hydrochloride ~ clencyclohexerol ~ clenisopenterol ~ clenpenterol
hydrochloride ~ clenproperol ~ fenoterol ~ formoterol ~ isoxsuprine
hydrochloride -~ mabuterol hydrochloride - mapenterol



hydrochloride =~ ~  3-0-methyl-colterol -~
hydrochloride ~ salbutamol ~ salmeterol -

ractopamine
terbutaline

hemisulfate - tulobuterol % zilpaterol #f f& * & ¥ & ;
cimaterol-d; ~ clenbuterol-dy ~ ractopamine-dg ~ salbutamol-do -

terbutalin-dy % zilpaterol-d; ¢ =% p $R4E 8 2. o

23. BEZ ML
23.1. s ¥ 1 50mL > PP H 5 -

2.3.2. H4p % B~ (Solid phase extraction cartridge) : Oasis HLB > 200

mg - 6 mL > & fF % & o
2.3.3. Jg* ¢ 3472 0.22 pm > Nylon #4 & -

2.3.4. 1§ 3L 3% £ (Ceramic homogenizer) : Bond Elut QuEChERS P/N

5982-9313 » &\ Ir B & o

2.4, A A E
2.4.1.0.2M Bf e dp % 73 e -

FEPFE LA 16.4 23303 45 -k 900 mL - 4 s A 3h & pH

52401 f 4c4 43 ki 2+ 1000 mL -
242 IN & § &30

BG40 40g> 114 B3 ki3 R % % 1000 mL -
2.4.3.5 mM B g it

FLBPE 4% 0.385 g 10 2 4 o3 fR 1 & 1000 mL - 1 g Ml i o

24.4.5mM fEede 1 7 RO, VV)iB R
B- 5 mM AR R 8T B 91 (VV) BIR £ 30T o
25 BEpiany
25.1. #BApipie AL S mM fisfeden R o
252 #d4piae B T BR o

26, {REFR2ZEW
2.6.1. P RAREER R

P~ cimaterol-d; ~ clenbuterol-dy ~ salbutamol-dy ~ terbutaline-dy ~

ractopamine-dq % zilpaterol-d; e =% p SRR 2 2 % Smg o Hrx
R AT BB EE R F D S0mL (T E P VEE AR - TR
oo o PR R P PER RRR SIS L SmM LR T R

(9:1, viv)i3 % A 2 100 ng/mL > 1% 5 p 3R 203 5%

2



262, IR
B E At E e A ME LN Smg 2 HRY RES S LT
AR ERARE FF S S0mL v (75 4R Rk o Tt B A 8
PRLHRFRRR G S mM g T RO, V)G R AR
#1100 ng/mL > F 5 &R R o

27. i zad
2.7.1. B

Bt 7 30818 » B 5 go AT B Y o Ar
pOIRRAEZ R 100 pLo #FE 15 A 4 o 4o r 0.2M Arpash & 53

R 1SmLo BT 2 A A e »BIBT R 130 B BB

R 32 E 55 1000 rpm %Ef 5m48 04 ~B-F F 4 %ﬁﬁ*‘ﬁ&

fri % 100 uL> i’ & 323 » & 3t 37°C-Kip @ K fE 1 /] FFo3t 3500

x g #1024 0 Tk b o AR e~ 0.2M i fhdp i

%% 15 mL > #}éj’ 10 % 45 ¢ "lrszﬁ; T e g i 32 [T 42 1000

rpm & § S5 4 4 1’*"“3500nggﬁuu 10/\% o £ # F ik 1IN

;‘ai'ﬁ?‘«pm’zp’%ﬁ pH EZ 7.0 £ % 3500 x g g~ 10 4 45 > B~

t ’P e EE L o

272, &

B D70 B Rt ~FE ALY B3 mL A 2 45 ok 3mL

B2 FHB+B"E" PR AR 0 1 g ok 4mL F ik F A 5B

oo By o B2 g 4 mL b3 TR R > 3T 65°C ok

BLE F RdE ﬁfz T4 5 mMEEARYE T ERO:L, VAV)IB R 2

mL - }Qﬁglf"‘* EBR KBRS TERRRR cBHRIRR

/% 400 uL £ 5 mM fp e ® fR(9:1, v/v)ig ik 600 uL it & 355

TR o

28 AF T RBERLWIF:

ez 0 R 27 8AWUT 0 wRRR T T A0 pIRER
#oo AW EP400 pL (a) 0 A o pOFRREEA R 20 pulL 2 HRBER R S
~500 pL > £ e~ 5 mM LR T (901, vV)iE % € F 1000 pL
by RENEF > BITAFT TG ERBR BT FEEEGFTRAPA
IR U RAR f*bﬂx@%ﬁW%%ﬁ&%%&ﬁ“’ﬁﬁ
ezt o Al MEER AW F05~50 ng/mL 2 A F 7 feth ¥
AR o



AP R T B TR R R 0
BEARAR CARE BRI TAGEEREFEAE AT

P¥ ¥ (min) A (%) B (%)
0.0 — 0.5 90 — 90 10 — 10
0.5 — 5.0 90 — 10 10 — 90
5.0 — 10.0 10 — 10 90 — 90
10.0 — 10.1 10 — 90 90 — 10
10.1 — 15.0 90 — 90 10 — 10

# @ 4p ik 1 0.25 mL/min °

A~ g 110l e

£ og 7 & (Capillary voltage) : 3.4kV o

# <+ R 8 & (Ion source temperature) @ 120°C o

% #4478 & (Desolvation temperature) : 400°C

xaﬁér&:f? 87 1% (Cone gas flow rate) @ 50 L/hr o

% 4247 1% (Desolvation flow rate) @ 850 L/hr o

l;i BB 1 3 £ K R 8 Rl (multiple reaction monitoring, MRM) o 1§
B33 %~ R4 T R (cone voltage) ¥ mi g it £
(collision energy)+4*i % ©

AL PP EAEE AR R RTR Y 2R R T LB
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29. #FWRE%E 7 BRI T
HREPRRZ AT T REEARZR L 10 pLo 2 B2 » % 4p & 47
PEEATHRY ok 28. 80 p KT P B IR 2R 7 A 4T et it
BAFT  REERZRTEAEZFTHATZ JEF B PIH
s p Mgnl > XTI RN LN Lo LR
z £(ppb)

CxVxF

M

C:d AF kPR RiThire &2 2 L84 2 kA (ng/mL)

Vit EaL TF 2B (mL)

M:B=gA{THhtEz £ E(g)

F:fffizc  d b F 8

CAPHAE G R A THRETHE TR RS H2 R G AP T (&

%EY LA X422 7 E(ppb)=
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(<100%) * % 358 Blhe

WS HBR%) G ER%)

> 50 + 20
> 20~ 50 + 25
> 10~ 20 + 30
<10 + 50
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T 4T 5 R,
IEN A 15 4 W EREE T (M2)>] EHRA T R | Aidii £ | & ShgLr (M2)> | Bt B | mdea £ | N 205 50
A (2| (V) (V) | At#smiz | (V) (V)
1 brombuterol 367 > 293 25 18 367 >212 25 27 clenbuterol-dy
2 cimaterol 220> 202 15 10 220> 160 15 15 cimaterol-d;
3 cimbuterol 234 > 160 16 18 234 >216 16 11 clenbuterol-dy
4 clenbuterol 277 > 203 20 20 277 > 259 20 10 clenbuterol-dy
5 |clencyclohexerol| 319> 301 22 13 319> 168 22 32 ractopamine-dg
6 clenisopenterol 291> 188 13 23 291> 273 13 12 ractopamine-dg
7 clenpenterol 291> 203 16 21 291> 132 16 35 clenbuterol-dy
8 clenproperol 263 > 245 15 12 263> 203 15 18 clenbuterol-dy
9 fenoterol 304 > 107 25 29 304> 135 25 16 zilpaterol-d;
10 formoterol 345> 149 25 18 345> 121 25 35 ractopamine-dg
11 isoxsuprine 302 > 284 19 14 302 > 107 19 28 clenbuterol-dy
12 mabuterol 311 > 237 18 20 311 > 217 18 30 clenbuterol-dy




t+ % ~ Brombuterol % 207 ¢ | X A5 B2 5 £ F R 0PI S d(YD)

TE S 4 L~ 5
3 =% AAiE [F RS (M) ERATR (AL E | P ARET (2> [ ERATE [AEL E | p v RE s
A sz | (V) (V) | Atdgrma | (V) (eV)
13 mapenterol 325 >237 24 17 325>217 24 27 clenbuterol-dy
14 | 3-0-methyl-colterol 240> 166 18 16 240> 121 18 28 terbutaline-dy
15 ractopamine 302 > 107 20 20 302 > 284 20 15 ractopamine-dg
16 salbutamol 240 > 148 20 15 240 >222 20 15 salbutamol-d,
17 salmeterol 416 > 398 30 14 416 > 380 30 17 salbutamol-d,
18 terbutaline 226 > 152 27 16 226 > 125 27 25 terbutaline-dy
19 tulobuterol 228 > 154 20 20 228 > 118 20 20 clenbuterol-dy
20 zilpaterol 262 > 244 26 13 262 > 185 26 23 zilpaterol-d;
I.S. cimaterol-d; 227> 209 14 12 — — — —
L.S. clenbuterol-dy 286 > 204 20 20 — — — —
[.S. | ractopamine-dg 308 > 168 20 15 — — — —
I.S. salbutamol-d, 249 > 149 20 15 — — — —




t+ % ~ Brombuterol % 207 ¢ | X A5 B2 5 £ F R 0PI S d(YD)

LA TR

Mk | AN [FaET (DS AR R AR B | TR (2> | R AR AL E | PSR s
A i L+ (mlz) V) (eV) | AF 3 (M/z) V) (eV)

L.S. terbutaline-dy 235>153 26 16 — — — —

LS. zilpaterol-d; 269 > 251 20 17 — — - —

AT ZP 2 ANERET R T R FERZFEZRAE TREE MRM S8k




