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National food safety standard-

Determination of tylosin residue in animal derived food by liquid
chromatography-tandem mass spectrometric method
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BmEEERNE
M RMPRFTERZBENNE REGIE-BHEKRIE
1 55

ASCAEREFE T S B il P 28 0 T 2R 5 B ARSI A R AT B € - A R B U0 5 7 ¥
ASAEE T 3 38 JOSHILA BET FPREATVE B, 25 W5R0XS 8 h 28 AR T SR ASR B R A Aer

2 Fsets| A

T HN ST i A 28 I S R R 5 P T AL RS S AN T A i Ak . e, A FLSIIN 51 R S,
12 H W R RRAE P T A SO AN H AR 51 SO, BRI AT e Se) &M T A
ﬁ%GWT%& I3 A S5 % /K FUA& AR 367V
3 AREFEMEX

I EAT T BT ARTERE Lo
4 JRIE

R R B (2 R B R A SRR, VR A 21 B 8 1 A8 0l [T AR 2K UM 44k, YR0RH €0 - B G 1 0 5
P FRIZE B o
5 XA

B AT e s, BT8R AT e, KON & GBIT 6682 & ) — 2K .«
5.1

5.1.1 H[E (CH30H) : faif4l,
5.1.2 ZJ (CH3CN) : faiftali,
5.1.3 H[ (HCOOH) : fajtal,
5.1.4 /K (NH40H) .

515 MR &AM (KHPOs) -
5.1.6 S (NaOH)

5.2 i&RECH

521 10%E AMEAW: A EN10 g, I190 mL/KAEME, HRiFEZ100 mL, JRA).

5.2.2 R “EAAMR (0.1 mol/L) « HUEER —44113.61g, N7K900 mLIEAR, FI10%5 Atk AN iE i pH
£5.040.02, H/KHiREZ1000 mL, 5.

5.2.3 S5%ZMHEEEI: 5 mLEK, FHEEMFEE100 mL, JEA5.

5.2.4 50%FEEAR: BUHEES0 mL, FH/KFBEE100 mL, VB,

525 O0.1%H RV : W1 mLHER, FH/KFMBEZ1000 mL, JRA].

5.3 trfEm
TIRHERA. BIFERA-Ds, FEIYKT=96.0%, ILHFEA.

5.4 tRERRHIE
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5.41 ZRIRHE ARG SR : IR RE RARENEE, BERE, ARSI CEZ10 LA R
R, PG EE N1 mo/mLifI 2 5 TR 3 AR ARG M. -18°C LA R RELIRAE, A RUH6 M H .

5.42 IR ZAPMER I #EMEIL mg/mLZE R RARMERE L mL, T10 mLAEMF, FHE
FRE IR E 2, Bl B B2 2100 po/mLf 28 SR RAMRE T . -18°CLA R ARAE, A #0H6 N H .

5.43 ZRIRE AR TAEWR: MHEMEI100 ng/mLZE R R AR [EK0.1 mL, T10 mLEEN i+, FAH
FERS PRI B2, BRI B N g/mL 28 SR T R AR TAE W . BRCEHLH .

5.4.4  ZRIRIE 2 A-Ds bRt 257 HUER SR B8 R A-DabritE i@ &, K EFRE, P H B AR 1A FF 8 5 4210 mL
R, FCH SR FE 100 ng/mLFfZE 5K # 2 A-Ds bRl 4. -18°CLL N BEGIRAT, A %64 H

545 Z&RHHRA-DaNbR TAER: #ERIE 100 ng/mLZE 5K i R A-Ds N AR - 750.1 mL, 10 mLE &M,
FH PR BRI F 2 2%, TC I BGIR FE A Lpg/mL 28 58 B R A-Ds N bs TAE . BLRCELH -

5.5 M}

5.5.1 JRARIPHE T 22 #r [E AHAEHUF: : 200 mg/6 mL, BAH 43
5.5.2 fFLIERE: 0.22 um, JE WA
5.5.3 K& T -

6 NI EZ

6.1 JAHERE- BB Bl MBS B TR (ESD .
6.2 HrRF: E&E0.01 gl 0.00001 g,

6.3 A1 AR,

6.4 INIEIRETS.

6.5 IRHEIRG %o

6.6 FEIEAVRESLOHL: HOKFEIH 10000 r/mink A F.
6.7 [HAHAERDRE .

6.8 ZEMKAL.

6.9 pHit

7 AHENBIESRE

7.1 AERIHIE

& S e s R 12 BB, G, IR

H 3 B e B O 1) 2 1 B AR b, TR B0

POE B i a1 2 B AR &, B R IRE

a) MAIHRJE PR, M HHKuE

b) BSIHRJARZE AR, PR

¢ MUAIHRJE IS Al SN B B AR E AR AF 928 A -
7.2 AERRE

-18°CLL F R4 -
8 MELE
8.1 1ZE

LA BFAE. B, X9 #EMFRBGREL (240.05) gF50 mLEOEF (ULAEE Fn N —Fife & 15 5
T, IR RA-Ds s LAEW100 L, e, #EMINA 2 1520.0 mL, #3110 s, #iedk%20 min,
10000 r/min 4°CE50>10 min. AEFAFLEL G 1.0 mL, IS mLBERR —EMIAT, WWIRIRAI5s, M.

2
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fEWT: #EFFREGRL (240.05) gT-50 mLELE T, MAZRKRERA-DsAR TAEMKL00 b, miEiR >
J560°C/K I N0 min, YERIIAN20.0 mL 25, #3h10s, #®iEE%20 min, 10000 r/min 4°CE5.0»10 min.
HERRE N LiE 1.0 mL, IS mL BEER SRV, TRHEIRAIS s, &H .

Ay e R HGAREL (240.05) g 750 mLEOEH, IIAZR R E RA-Ds b TAE#100 pL, R BETRS],
HERIIN18.0 ML, 310, #RJiEdR%20 min, 10000 r/min 4°C 250210 min. 7EAFLE &7 1.0 mL,
BINS mLBsRE — S A, IWiEiRAI5s, &H.

8.2 Ak

[ AH BB IME AR IR HEE . /K BRSBTS 5 mLiEAb G, B RO A, 5 A3 4 P VR Y
J& . MK B A . EE %4 mLkBEfS, i T-30's, HI5%Z M0 FEES mLyE/ii, W iii40°C
KB EART, HERFEELL.0 mL50% H B iAW ik A, i 10 sfa ik iR AL e
8.3 Fr A&

At 1 AR R B 2 AR AE AN ZR SR TR R A-Ds bR TAFEMOE 2, 500/ R s v b e I 1) B 2 A A
FEAWREE N2 ug/L. 5ug/l. 10 ug/L. 20 pg/L. 50 ug/L. 100 ug/L, Z&RHH EA-DELIAS ug/L i) R4 bk
HE AR, DAECIUH, BLVRAHE (- SR TS OO 5 « DAZR SR B R AR 2R AR B R A-DsRHIE & 7 i i i
UEETHIRR T ELAE R AR s A VA AR FE R AR AR At i 2 o SR RNV 7 FEFIAH SC R 2L
8.4 ME
8.4.1 tiESELZN

a) tilFE: C18 4, 1K 100 mm, WAE2.1mm, Fiff 1.7 um, BUFHSE

b)  FEiE: 40°C;

c) HEFfFE: 2uL;

d)  JiE: 0.3 mL/min;

e) WEIAH: A: ZHE; B: 0.1%HRIEW, B HFE T % 1.

=N RBNIEKE B A

i 1E], min A, % B, % ith &
0 5 95 6
0.5 5 95 6
2.5 95 5 6
5.0 95 5 6
5.1 5 95 6
7.0 5 95 6

8.4.2 RiEBE&H
a) BT HEmIE (ESD B1UHE;
b) T IEE TS
I 2/ = Wl 474 VAL AR [ B
d) HEHE: 3.0KkV;
e) YEiE: 150 °C;
£)  BUAFIAUREE: 500°C;
g) HEFLAUMIE: 150 Lih;
h) BRI AE : 1000 L/h
1) EMBETX. BTN R AL F T R e LR 2.

R2 REEERANRFER ADAHEE FESERIERY

3
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TE MR T SE BTN ) iR E
&M HEFLHLE V
m/z m/z eV
916.6>174.0 18 36
FIRWER A 916.6>174.0
916.6>772.4 18 32
ZRIRWE A-Ds 919.6>177.1 919.6>177.1 18 36

8.4.3 ME*.
8.4.3.1 EMME

TEAHRIMAR AT, WA R RHRASHEM RN (RREEAD) LR AR 2 5 bRk
BRH R REEASHFEMENIR (GRRERA-D) LRI 2 Ll 2275 1% LA 5 ELRS I 21 (R AH X6 557
FRE, N5 R A 2 AL IEAR R RS B P — 8 H R 25 N £ 40%.
8.4.3.2 EEBMNE

ORI TRORIAE BLIFR ARV I, TR B e, e WhniE e &, R AR IR P 22 R 2=
AL 22 IR B 2R A-Da R AR 2 S TEACERAS I R 2R MV L2 Y o X T30k 2 O TR 3 AR B = I 23 s
ERMETE R IR, CESR U AR 25 IR FE AR RIS I AR CAE AN &, (Sl I VROM B S5 2 5 TR 2 AT e 12
TEAX LR T Y, X 28 0K B 25 A-Ds¥k P -5 hm e 1 2R 1) 28 HH (1 20 5 1R 3R A-DaR B — 8. 7E FiR (- )i
WEEAMT, 28R R A-Ds L2 R B 2 ARRAE TR T RFE 3 1 R =6 i B LR 5B
8.5 TR

B FRE, BN IAR A, R AR [ i s 2P B AT AT 454

9 #RiHE

PURE B Z 0T B R AT HE B AR AR (1) 5
ps XA xAiS le ><V3 x 1000
T T A, X A; x V, xm x 1000

A

w— R RF 2 B, BN T8 (olkg) s
ps— PRI R Rr I 250K, AN R (pgll)
A— KPR A U 254 1) e T A 5

Ay bRAER R AR IS TR 5
Ag—hRUET R A 240 (¥ D TR 5

A IRFEIUE AR R VAT A

V,— R U B AR, A =T (mL)

V,— WU AL SR RO AR AR E, A8 ZT (mLD
Va— &R, AN ETH (mL)
m—FER R, AT (@) o

e EAGERANT L pglkg AR R 3N A T

10 FEARME. EWMEMRBER

10.1 REE
ARTFERGEE W 2508 0 KSR FR I < B AN A A HE PR M 1S pg/kg, 58 SRR N25 ug/kg.
10.2 IFRARE
A7V B AE25~600 po/kgds Ik 7K ~F- 1 RIS 2% 59 80% ~ 120%;
4



GBXXXXX—XXXX

RIFVELEY, 2h. 8. 0. JOSHINLE . BB RIS I 7E 25~ 200 pg/Kg s inik 22 /K7 b i [l i 2%
“H80%~120%.
10.3 HBEE

AT AR bR R 22 <15%, - kA1 AR X i i 22 < 20%
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Mt X A

(Msett)
REFER A REAGRER

RIRERAN LR PSS RR. CASS . s TR 72 T RS IWARA L
RA N RFER A RERARHER

A=) LR YL AR CAS 5 Vit AEXS 4 B
TIFHE A Tylosin A 8026-48-0 C46H77NO17 916.6
RINH & A-Ds Tylosin A-D3 1401-69-0 Cs46H74D3NO17 919.6
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Mt & B
(FERM)
HEETFREaiLE

TR IR T IR AN IR TR 3R A- Dbl IHRURS I 88 5 i il B L &I 1

1: MRM of 4 Channels ES+

247 916.6 = 772.4(Tylosin A)
1007 5.49e5
n F
U T 1 T T T 1 T T T 1 T 1 T T T T T T T T T i T T T
050 100 150 200 250 300 350 400 450 500 550 600 650
1: MRM of 4 Channels ES+
248 916.6 > 174.0 (Tylosin A)
1007 4.37e6
#_
U T T T T T T T T T i T T T T T T T i T T T
050 100 150 200 250 300 350 400 450 500 55 600 650
2: MRM of 3 Channels ES+
248 916.6 = 177.1(Tylosin A-D3)
1007 1.41e7
?fD_
0 T R L L L L L L L L L L Ly L L L L) Rl L) L LAl ALY LAl L Time
050 100 150 200 250 300 350 400 450 500 55 600 6

EB.1 5Sug/L R/EEER A nE

BRFFEETREGEE (MRRER 5 ugL, NEBTEFIERA

916.6>772.4\ 916.6>174.0, 919.6>177.1)




