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Method of Test for Veterinary Drug Residues in Foods-
Test of Acetylisovaleryltylosin and its Metabolite
Lgr el dAe%x>2E" [ 4§4A&7 ¢l Sid #RE
(acetylisovaleryltylosin) % H & 34~ (3-O-acetyltylosin)z_ & 5 °
2. WS R RBEFEZZ MG R A TR B # KR (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) % +7 2. =
eI
2.1. %%
2.1.1. % Ap Ry 47 B m R R
2.1.1.1. 3=+ R ¢ T E 43+ it I 33 (positive ion electrospray ionization,
ESI) -
2.1.1.2. k45 ¥ * Acquity UPLC HSS® T3 » 1.8 pm » p f£2.1 x 10 cm » & b 2

g
2.1.2. #r 48(Centrifuge) : 7 5000 xgrs + -

2.1.3. 3 & 5 4R iF 3217 1% (SPEX SamplePrep 2010 GenoGrinder®) * 1000
rpm! b oo & KRR o
2.1.4. 2% #(Homogenizer) °
2.1.5. % jfa R £ E(Vortex mixer) °
22. 3%
TR T RE O HISEY RAPEATE 2§ V4 - T ERARE o Z Mew o R
= 4 (disodium ethylenediaminetetraacetate dihydrate)35$x * 2 2 £ % ; & -k
Frfads ~ & 14~ & KR & = 4p (trisodium citrate dehydrate) 2 1§ ¥k &
= 4p (disodium hydrogen citrate sesquihydrate)3=$x * & 45 % ; 3 33 K (vt
TRE25°CH F 18 MQ - cm ™ ) 5 ¢ fp B A ﬁfx_q’z o
(acetylisovaleryltylosin) 2 H & 24~ (3-O-acetyltylosin) ¥f f& * & & 5. o
23, FEZ B
23.1. &% 10mL ~ 20 mL % 50 mL -
232 . 3< ¥ 50mL > PPHF -
233. 5B k| L Z AR F M lg B RRFRERZ4S 122 R
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Wi a - 4p05g> &7 B %o
2.3.4. 14 X 2 F % (Ceramic homogenizer) : # * Bond Elut QUEChERS P/N
5982-9313 » & Ir B & o
2.3.5. )% 1 34/20.22 um » PVDF# % ©
24 2F 5 U
24.1.80%¢ %%k -
Bz %800 mL » 4cd 5 k% 21000 mL o
242.50%¢c %%k -
Bz %500 mL > 4cd 35 -k % 21000 mL o
243.10Ma ¥ “ 4058 07% ¢
Boi § 4 420g0 13 I KAFRR 250mL -
244.02M¢e = Ve o B 4NR R
Ber - vew o i A4A3.72g 0 4ed 3 oR40mLiA {2 0 210 ME §F 4
AR EpHE 8.0 £ 4 dp5 k2 £50mL > T* pF 4 o

Be® A243032¢g% T Rl mL > 22 33 -R0A fER 21000 mL o 5 g tiE
o PR TR AR RA -
252. #BE4pia B e oo
2.6, R 2 o]
o fpd *ﬁ&fﬁ iz r PR ARESL G10mg o MR
AL AR fRT L F 2 10mL 0 T ARE RR 0 S KBTI o TR R
T EHRERIRRE > 1I50%e AR AR 0.1 pg/ml o BT R
27. %z
2.7.1. 3ep
Bt M SO HS  B2g 0 HAEALE D BN F Y o L
BT 132 80%¢ "i,p,,QZOmL SRR E20F) 0 o be » FBH R N
TR A 2045 0 £ R AT IR T S 182 1000 rpmdk F 1A
48 > 375000 Xg%?p:'uz/w\&fg’ Bt ki MR F220ml 0 (T KRR
e o P~k % B i% 500 puL (a) 0 4~ ¢ 8 @ HFE 5 1000 pL (b) 0 R £ 35
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3 KipiEim o EIERIR o

IS )9,*?{;

Wt M BT 0 P02 g0 R B F Y 0 4 r 0.2 Me

SMRw LR 4AR200 UL 0 R 3 R RF R ISA L o e > BT L

1452 80% ¢ % % %20 mL » iR &204) > £ 40 » I & W T
R £204) 0 £ 04 R LT BR B9 45 12 1000 rpmiR i 14 48 0 0

5000 xg#fres 22 48 o B iR i e R F 220ml 0 iF LRI AR o B
Wi i 500 pL (a) » 4r » 2 3 @ 4 4F 5 1000 uL (b) 0 R £33 > Fin

Wi 0 TR

28 AF T iR R QT

2.8.1.

2.8.2.

Iep
B v Wl 0 227.1.8B T ik Rk o A B EB500 ul (a) 0 4e »
2% 10~100 uL » & 40 ~ ¢ 3 @ 44 5 1000 pL (b) - R &£353 > 5§
RS ETAT T R R BT AIEELE A e iR
LR AR CPEERE TR TR RIEE ) SN Y
0.001~0.01 pg/mLz & ¥ ™ feth 4 -
P
B v Wl 0 R272.8B T ik Rk o A B EB500 L (a) 0 4e >
L2 % 10~100 L » £ 4c ~ ¢ % @ 88 5 1000 L (b) » 3R 2383 > &
RS ETRAT T RREARR - BT AIEELE A e iR
2 *ﬁ&ﬁi SWELIEAHFAERH O SHBLER > AR IT
0.001~0.01 pg/mLz & ¥ ™ feth £ 4 -
AR R A7 8 B R R] ik 209

% 7% © Acquity UPLC HSS® T3 » 1.8 um » pr j£2.1 x 10 cm o

B R L AR BBk T AEE B 7R A

P & (min) A (%) B (%)
0.0—>1.5 100 — 100 0—0

1.5—4.0 100 — 50 0— 50
40— 6.5 50 —5 50 — 95

6.5— 8.0 5—5 95 — 95
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8.0 — 8.1 5— 100 95 -0
8.1 —>10.0 100 — 100 0—-0

S H4p i 0.3 mL/min o

it~ 8 110 L -

i HY T ESIT e

£ g % & (Capillary voltage) - 3.8kV -

#+ R & (Ion source temperature) @ 150°C -

% B34 R & (Desolvation temperature) : 600°C

% A Fon i (Desolvation flow) @ 800 L/hr o

WoplHcsY ¢ 2 £ F & Rl (multiple reaction monitoring, MRM) o 18 jp|
3 - it ¥k 44 7 R (cone voltage) £2 #i f& it £ (collision

energy)4r T %

BEH s ms
AR R (mz)> TR E
Apgims V) (V)
_ 1043 > 815* 52 24
Acetylisovaleryltylosin 0% _ ) 52 48
, 959 > 773%* 58 30
3-O-acetyltylosin 959 > 174 58 42

*,ﬁ_%iﬁ,];}ﬂrfé’#7 |i‘3g9rj{i__§ /?'inf'f—rg

29, Fu B § R R
HEEFRREE AT TREERZFLI0UL > A B » R A 478 B
WiRY o R2BFIEEEFT AT o f]* R AR T e B AR R TR L
ZFGERE S EF RS RARHAT R TR > © T AR R

WAl Y o fied NRRR KR 2 R R 2L 7 2 (ppm)
TR CxVxF
W o R CEeG REA 2 RO F E(pm) = T

C:d AF 7 fRERKEIRRY ¢ iR *ﬁan_ﬁx il E 2 OH R 2k
& (ng/mL)
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Ve ts % 2 WA Q0mL)
M:BHAL 172 £ E(2)
F:#fa dbakF
A HA B A TRRIHE A RRIH e Al
(£100%) > %+ §° Fl4o™

4 55 2 (%) kLD
> 50 20
>20~50 25
>10~20 30
=10 +50

MRl RSk 2 TR AR 3ty 2 N 35 5 0.02 ppm o
2. MM TR T RBRER TR B
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