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Determination of tylosin, tylvalosin and tilmicosin in feeds—

Liquid chromatography—tandem mass spectrometry
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AR GB/T 1.1—2020 AR#EAL TAESN 265 1 350 Al SO S5 A AR SR ) Yl e
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AP REFER, RABRER, BRAZENNE
AR B IE- SRR

1 SEH

KRR TR R IR R . 2R T B 3 A K R U - 5 I T E v

AAEH T RCE R WRAAREL KR e R G I R A R R R R R . RAW R MK
xR IE .

ASCAERIRS H PR 90.02 mg/kg, 5 &R 40.05 mg/kg.

2 MeMsIAxXH

A A R R P S8 I SR P ETE 1 5 R T RS AR SO AN AT D 1 SRk e, v H BARY S| F S,
0% H X B I ARATE T A SR AN BRSSO, HEGHRA (BFEATE 1S EHTA
A

GB/T 6682 43 AT 5256 5 FH 7K FUAS A4t 56 7y ¥4

GB/T 20195 skl WFE R H] &
3 ARIBMENX

RSB T B e FIARERNE L.
4 [FIE

BURE T ORI 28 2 AR L, TR A R B 7S Btk Ak, VRO (- sR IBC B A 52, AR

o

e

il

5 MR

BRAE ST A RE , AUE 2 4t o
5.1 JK: GB/T 6682, —%.
52 i ikl
53 HIR: ik,
54 50%CMEH: HXS00 mL S, HiZKHRBEE1 000 mL, V).
55 0.1%HEREW: B 1mL FlR (5.3) , M/KFEEZE 1000 mL, JE2].
5.6 BERR SR (0.1 mol/L) : FREUEERE —E8F 13.61 g, MI/KEMIFFMEER 1000 mL, A,
57 5%ZEALHEE: BUE/K SmL, MNHEEFREEE 100 mL, JR21.
5.8 FRUEIZIER (1 mgmL) : FREUZERE R A (CAS: 1401-69-0, &5 =>98.0%) « /i % (CAS:
63409-12-1, 8 =97.0%) « &K% EbriES (CAS: 108050-54-0, &5 =>94.0%) 10 mg CREHAIZ 0.01
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mg) , HWEEM, 20l #%2 10 L AEMT, HPEER, RS, —18 CRUNRME, ARIH 3 4
He

VE: T AR SO R RLIG £, AT ST R R A
5.9 REAREFENAR (10 pg/mL) : AEFFEHURHEN &AW (5.8) % 1 mL T 100 mL HEH+, H
AR, B2, WA, —18 CUL MR, A8 3ANA.
510 PFRERIEMR (0.5mg/mL) : FRELE K E-ds (CAS: 108050-54-0, F & =98.0%) Smg Ckiffi
£ 0.0l mg) T 10mL A&, HHPEEHIFES, B, —18 CLUNRAE, AR N3 MH.
511 ks TAEWWH (5 pg/mL) « #EFFZEL | mL WARIC & (5.100 T 100 mL &, FHHE
WRIFE 2, B . —18 CLURRTE, AN 3AH.
512 IREARAE TAREW: AEDAS BOE FR S ARAE T RVAMR (5.9 FINFR TR (5.11) , T/,
H 5% A EE (5.7) Mk e 4y, ECHl Ak B3 5108 0.5 ng/mL+ 1 ng/mL+ 5 ng/mL. 10 ng/mL. 50 ng/mL
A1 100 ng/mL, WFRIKEYIA 5 ng/mL, JRAIERFIER I HILAEL
513 [EAHZEHOE:: JRAHUPHE 7S #IERL, 60 mg/3 mL, BRMEREAH % .
514 ALIERE: 0.22 um, HHLR

6 INF/RE

6.1 JRAH L E-HR BTN L HLIEE 55 B T
6.2 LR K5 0.1 mg A1 0.01 mg.
6.3 JiEimIRE TS

6.4 IRZEE-

6.5 ESOHL: FHHEAMKT 7000 r/min.

6.6 [MAHARRHE .

7 ¥

F%ZGB/T 2019581 £ 0k, BUFE A 2220200 g, K fei FL 43058 520.425 mmALE I 0 MT i, 785012,
WNE N, &,

8 HELE

8.1 1=

SPATHO RS . AREGARE2 g CREFIA0.1 mg) T50 mLES LA H, IIANHFR TAEEW (5.11) 100
ul, HIAS50%ZHEHT (5.4) 10 mL, 300 t/min#fk¥%H2HL15 min, 7 000 r/min/& 05 min, #HL EIH K
EH 50 mLELE . FRETS0%LIEHER (5.4) 10 mLEZRE—K, SIFMR BB, 8. HE
BEUR A E3EMH1 mL, JIAO0.1 moVLBFIR — A #EW (5.6) SmL, W5, %M.

8.2 At

VRARIPH & A B [E A ZE U (5.13) AR B EE3 mL. /K3 mLA10.1 mol/LiRR A A (5.6)
3mLiEMN . BUAEBA W (8.1) itAE, Wi/ T2 mL/min. KX FH0.1 mol/LEEIR —E 4 EW (5.6) A
K3 mLbkye, . HEFRIGS% SR (5.7) 5 mLyeli, UCEESeHi, YRS, FMFLIER (5.14)
e, VERREREW, fF.

8.3 ME
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8.3.3

1 RBBESEEY

a) B Cisfiftl, HKS0mm, WAE2.1 mm, FifE1.8 um, BPEREF 2

b) #iE: 35 C;

o) HtFEfE: 5uL;
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d WA A: Ll B: 0.1% PRI, SRV LR,
1 BERRER

I Ji] W A B

(min) (mL/min) (%) (%)
0.0 0.3 10 90
4.0 0.3 90 10
4.1 0.3 100 0
6.0 0.3 100 0
6.1 0.3 10 90
8.0 0.3 10 90

2 BESEEN

a) HE AN HEBIZEHEE, EE RN (ESIY) .
b) Kl 2 RN (MRM)

o) BYHEH E:
d HFFRERE:
e) TR
£ FHAET:
g) Z M

*2 HFNMZRAEEN (MRM) BT, #HFLBEERMIEEENSEE

3.5kV.
350 C.
7 L/min,
35 psis

(MRM) & -F%F . HEFLH I M Ailf 8 fE k2.

. 0] o HEFLHE i RE
T 2 F EERETX (w/2) e
(m/z) (V) (eV)
916.5>772.5 32
TIREHR A 916.5>174.2 252
916.5>174.2 40
1042.5>814.4 32
RAWER 1042.5> 174.1 280
1042.5> 174.1 44
869.5 > 696.3 42
BARER 869.5>174.2 232
869.5>174.2 50
Bk R -ds 872. 6> 696.5 872. 6> 696.5 232 40
e FRNE B OKE B-ds BT IE
RATOERTARMIRAERRNE
AR AE AT, o U A AR AE TR (5.12) FFEAER (8.2) EHLIE. BARE R

BAWER HAREEMEAREE-d 2 BT (MRMD 3% B IR ALL



GB/T X X X X X—202X

8.3.4 EM

FEARRIRI AT T, AR GRE IR S TR A P TARVAR (5,100 AR5 I Jo O B Ak ) 0 A T i 22 72
+2.5% 2 A, HARSER2EFEAGUEINES 755, PLB AR T o A5 D4 28 1 88 1 O ARDX 88 1= R 4
AT A PR R OGS I ) SE TR S T AR S R, A AN RS E AUV, AT R i A
FERS LR A5 TN o

*3 EMNERENBEFFEENSALTRE

MBS FEE (%) >50 20~50 10~20 <10
KRV ImE! (%) £20 £25 +30 +50
8.3.5 EFE

268 3. 1183 28 E AN A 51, BUSFRVE BN & A AR B BN L Hr, DAARE AR K BEN
BEARKR, DARRIUA 5 A FR I (i e AR (W R{ED 2 FEONGNAERR, ZefilbrEihi 2k, VEM S SR,
RS R R PR AR 00 10 i 7 50 7 A SRR AL (KT 2 PRV BB P, i R RV VB, 7 R i
B A HE E B, BRI A U (R I R S AR v VAR BE A 22 AN L 30%.

9 HIEHIELLIE

PRREZE R B RN 8T B B K R & OV R A, BUE U T (m/kg)
LRI AR (D 1L R AREERAR (2) 1T

. p. XV xV2 " .
S ==_E— n oooooooooooooooooooooooooooooooooooooooooooooooooooooooooooo

Y Vixmx1000

A

Di FH A M 28 A A URE A R AR I I R R, s g e B = (ng/mL)

V— R R BRI AR, AONZTE (mL)
Vr——RI RSB BE BB AR AR, A2 T (ml)

n——_FALIE R IR O PRV LS, 0 — D ke R 15 4
Vi—— AL BT SRS O AR, A2 T (mL)

m—— R, AT ()

y  AKAXCHCY Y, o)
A, x A xC, xV,xmx1000

A

A —— AR P A 0 A e T A

A is—HRAER T A AR I TR

Co— PR P AR R L, A N e fi 2T (ng/mL)
Cis—HRAEVER T NARIOIRIE, AN 2T (ng/mL)
V—— PSR BUA R AR, AN ZEH (ml)
Vo——AH ZE BN e B AR AR, A 2= T (mL)

n—— AL E R TOE MG Bl fe , ad— DRI A5 4
Ais—— R N BRI T AR
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As—REF IR A T2 [ Ve TET AR
Cis——IRFEVEMR P WARHOIREZ, BN 2T (ng/mL)

Vi—— LI BT SR B AR, A8 2T (mL)
m—— MR, AN (g)

R TE WA THERT, RESRAHLT.

FEEGVERMT, PSS RS AR B A 280 ZZ AR T AT HME K120%.
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M1RA
(FERHM)
REEEA RAEZ. BXEEREAREEETRILEE

RIRWRA. BAER. BAEEHEER (5ngmL) E&E 70l K ILEAL

x10 4 =
Mk o RRBEEA 916.5>174.2
18X
o 2
14
o
0.5 1 15 2 25 3 35 4 45 S 55
A[E)/min
x10 3 o
5 2T EFEE 1042.5>174.1
& s
L
ﬁ]i( 4
3
2
14
o L
0.5 1 1.5 2 25 3 3.5 4 4s [ 5.5
B18])/min
x10 4
a4 -
:2 ) BAKEE 869.5>174.2
\§ 1
1 0.2+
o 0.5
0.4
0.2
o Lo
0.5 1 1.5 2 2.5 3 2.5 a 45 s S5
- A8)/min
x10 *
2] 1.882
|‘ Bk E-d3 872.6>696.5
x |
2
o "
E I
2-
|
] In
0
0.5 1 15 2 25 2 35 4 45 5 5.5
B<F[E]/min

BlA.l REFERA. RAEER, BREERERR Gngml) EEBTEIEE
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