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National food safety standard—
Determination of tylvalosin and 3-acetyltylosin residues in swine and
chicken tissues by liquid chromatography—-tandem mass spectrometry
method
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3 ARiFEFMEX
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W oA e A
51 X7
5. 1.1 ZJ5(CH;CN
5.1.2 HE(HCOOH)?
5.1.3 E5E(CH,
5. 1.4 JoKmimEE(MegSO,) .
5. 1.5 kB (NaCD
5.2 BWEH
5.2.1 0.02 mol/L W45 /KWL - OB AT 0. 3 g, K 100 mL R .
5.2.2 0.1 % H /KW BUF R 0. 5 mL, #F 500 mL K,
5.2.3 50% B A BRI : BLZE 50 ml., ] 0. 02 mol/L 47 BR/K H M BE 2 100 mL, ¥R AJ, RIS,
5.3 RS
5.3.1 ZEHEZE (Tylvalosin,Cs; Hyy NOyy , CAS 5-:63409-12-1) , £ #t2>93. 0%,
5.3.2 3-ZZE R ZE (3-acetyltylosin, Cis Ho NOyg , CAS 5:63409-10-9) , 51 2>95. 0%,
5.4 FREREEE
5.4.1 ZITHEMRMERE W (1 mg/mL) : BUAE T3 T8 Z A B 10 mg, K% ke . QR ot e 5 =

10 mLAR ORI, 3850, ]I . —18 CLUTR A7 A0 6 1 H .
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5.4.2  3- LA IR IE R bR R (1 mg/ml) B 3-Z, T8 SR B 250 IR 10 mg, KSR RR S L B8 10 mL A2
AR 2GR 208 B IS . —18 CRITIAF . R0 6 1~ 1.

5.4.3 AHRME TAERCLO g/ mi) EBHIRIRA T I .32 MR AR B AR #5051 mL 18 100 mL
PR, I CEMBEE 2  25), WG, —18 CUUTNMAE. A% 3 A .

5.5 ##

5.5.1 WtE4As.100 H~200 H,

5.5.2 SFLUERE: e JE,0. 22 pm,

6 Iu=EFnigsE

6. 1 RAH (I R IO T A« T HRL IS 55 3 U0
6.2 ApHr R 0. 01 g FEAE 0. 000 01 g,
6.3 B :50 mL,10 mL,

6.4 RIEIRAR.

6.5 KFHRG#

6.6 B ML B KEEHEAMIET 8 000 r/min,

7 AREESRT

7.1 BRI &

YR et v I 2% 1 AR i 2338 TS 45

a) WO LR 5V iR 5

by USRI A R AR RS R

o IR AT EURE i VR I TR B P bR o R A R s i e
7.2 BHERORE

—20 ‘CLL TR,

8 MESE

8.1 R

Bl 2 g (fER 2 +0.02 g) T 50 mL B.04, Ii7K 5.0 mL, 2N 5.0 mL, @ HER 2, I iE © %
10 mL,¥&7% 5 min, FINA TR BRI EE S5 4403 2 g, P7%% 5 min, 8 000 r/min B0 5 min, B H] 2%
W — B0 &
8.2 %

WER IR TR 0. 5 mL.0. 02 mol/L WA RRIFK 0. 5 mL, 3L 1. 0 mL, MNRHE4AALES 0. 2 g, I HEiR
2] 30 s,10 000 r/min B0 5 min, B FJZ, 18 0. 22 pen SAAL IR, ¥ T4 €0 HEAE R Fh o EIRORH €335 53 JK o
TSI R
8.3 ERirAEmENH &

s (il 2 g(MERRZ +0.02 @) 1 50 mL B0, 4% 8. 1 5 8. 2 dub IR/ J5 31523 PR AR I 3L R
VAW . A e IORR o TVE WS A, FH S R R S WIS R Gk E O 0.5 ng/mL, 1.0 ng/mL,
2.0 ng/mL.5. 0 ng/mL.,10 ng/mL.20 ng/mLRANFRUE TR, LA . DAREAE 25— 5 €0 35 04 1
FUMAAB R AR AET WO BE TR A b 2 bR v M2 o o 5 (0 FH P RS M S DU 200 e, 1) S s o Y 28 0 AP
e FE I 1 (0. 5 ng/mL~100 ng/mlL) PN [ F ff 785 VAL P Ve 5 5 0 30 1 5 J DG I %o Rt T R A 7 R A
T o 2 8 2 P A O 2R B0 AR T 0. 99,
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8.4.1 BERGSERY
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a)  {AiEH . Cis (150 mmX2. 1 mm, 3. 0 pm) , BiAH 2434

b)  AEilit:30 °C;

o) HEFEE.10 pl;

d) i .0. 3 ml/min; :

e A A RN B A 0. 1% H BRI B B VR AR WL 1,

x1 HEXEER
I fia] A B
min % %
0 20 80
3.0 80 20
6.0 80 20
6.1 20 80
9.0 20 30
8.4.2 Mik&EHSEEY

a)  BTUR FRmESS BFUR

by A EE T

o KN R  Z2 S I 5

&) BRI 350 °C;

e FFALIREE 350 °C;

D HEHE:3 700 V;

g)  HEFLAWH 300 L/h;

h) B - 500 L/h;

D IR 100 L/h;

j) ﬁﬁﬁ%:%?@ﬁvzoo Pa;

k) T B g U R B I S S LR 2,

®2 FRAEEMI-ZHBRFIARNRIESH

SEEES S BN HEFLHLE Tl HE A
R/l S = HE
m/z m/z Vv eV
1 042. 6>>109. 1 48
RHEE 1042.6>109. 1 185
1042, 6>>174. 1 45
958.5>174. 1 44
LR IR R 958. 5>>174. 1 181
958.5>814. 4 39

8.5 WEX

8.5.1

E M E

FETPEI 1 F L SUREE R 4 T2 L3 2 WA S 0 28 O (6 ) 5 B0 T A Weo P S LB 19
BN IR 24+ 2. 5 96 AT LRI BT BT 3 91255 5 K T 24 A L A o VR 5
8. HAVERERATAH 3 1R,

3 EMMIERENETFFENRXRLTIRE

LR SEER) a2
A >50 >20~50 >10~20 <10
F VI B KA 22 +20 +25 +30 +50
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FRBITS 36
F T R PR R T U 35 18 (1 042. 6>109. 1)
2——HIT R AR T s I (1 042. 62>174. 1)
3———3-Z. T A% AR T AR AR S it (3 BT (958. 52>174. 1)
4——3- LA IR F AR B TR 35 7 (958, 5>>814. 4)
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