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National food safety standard-

Determination of ceftiofur residues in poultry eggs by liquid

chromatography— tandem mass spectrometry
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AHRERLE 188 R S A MR A 25 PR R P 1 3 S 7 I PR B B A 00 1 1 A R VBORH € - R TR
W E T

ARG T8 M. §579 T JL IR H I Sk A e A B B A N
2 AEMSIRxH

N EUSCAERE T A S BT AN R o N H R 51 R SO, A H IR RRCA 1E A3
o NARANEH I SIS, HERA (RS MBS d M T A,

GB/T 6682 /3 #5286 58 FH /K FUAS A 56 7 v
3 JEiE

R TR B R Sk AR S AR, NN 0.4% —BRRGERE ISR S, 14%T It s T A4k,
A SRR E 1 CBERE AT AN, KANIE CbebRAE, ARSI GE, O - BRFUE DI 2, AR

e
4 RF R R

B A e sk, BraRF A, AKONRFAGBIT 6682115 1 — %K
4.1 5
411 ZJ5 (CHCN) : faifidd,
412 9@ (HCOOH) : i,
413 HEE (CHOH) : taifal,
414 ZEiJREERE  (C4Hp00,Sy) ©
415 A (CH4IANO)
416 iR (HsBOs) .
417 FHHE (KCD .
418 MFR_EM (KHPOy

419 1FEKE (CeHw) -
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4110 ZAEH (KOH) .

4.2 R

421 50%ZMEKIEMR: BN 50 mL, F/KHMREZE 100 mL.

422 90%ZNEKIEM: B ZNE 90 mL, H/KHREZ 100 mL.

423 0.1%TMROHEEMR: BWHIR 1mL, HZEMEZ 1000 mL.

424 0.1%TRRAEM: BHER 1 mL, H/KMiEEZ 1000 mL.

425 AS%EAALAT: FRIEL 45 g AT, In/KVE MR IR 2 100 mL.

4.2.6 0.05 mol/L WHERZZE k. FREX 19 g MHERFN 3.7 g S&ALEH, M/KIEMIEFFEE 1000 mL, F 45%%
AL pH 2 9+40.05.

4.2.7 0.025 mol/L BEFRZE M : FREX 3.4 g WEIR S8, MUKIEMIFEFRER 1000 mL, H 45% 51k
B3 pH % 740.05,

4.2.8 0.4% _Fi/REEREEW: PRI 1 g AR #E R T 250 mL 0.05 mol/L B ER &2 mivti Il FH AL -
4.2.9 14%ML 2R AW AREX 7 g Tl Z kR T 50 mL 0.025 mol/L FIEER 2% vt Hh, Il FH AL
4210 JKHMIFIIECHE: HOK 100 mL, foiEc)kE 100 mL, #25], #ESE, WEER.

4.3 FRfEm

FTR I PR S 7l G (Desfuroyl ceftiofur, CisHisNsOsS3, CAS: 120882-22-6), Mk F ik Jik <L 7 g
Bk-D; (Desfuroyl ceftiofur-Ds, Ci4H12D3N50sS;, CAS: 120882-22-6-unlabelled), & &= 1)>95%.

4.4 FREBRGSE

441 FRUEREAIR: LRI B OE RS PR . 2SI P B Sk FIMER-Ds %% 10 mg IFRAES, REEEFR
SE, 43T 100 mL A, 50% £ MKV AR e 2, BCH G EE g 100 pg/mL )25 kg g Sk
TR . IR R 9 Sk A ER-Ds AR ERE ST, 2~8°CHRAT, HRH 1A

442 FrAELAEW: RG2S AL 100 po/ml f) 25 R PR R Sk i . 2 bk i P gk 56 Sk A0 ER-D g A vt fig
#WA 0.1 mL, T 100 mL B, FH 50%Z KM, FLfl kA 100 po/L f 2 e H
T J2 S FRUE IR . DS IR PR Tk Sk Al e PR -Dog bt ARV, s PR

4.5 R

451 [EARZERUGE: AR A AL SRAKOR IR T 3L SR E AHAC U, 200 mg/6 mL,  EAH 2435

452 FALIERE: 0.22 pm.

5 (UF|/MEE

5.1 RAH G- ER BT RE A T U 55 L B YR

5.2 iR J&E4) 04 0.00001 g #10.01 g.
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53 g EaE.
54 ks
55 WIRESLHL: FE 10 000 r/min.
5.6 ZHMAL.
5.7 [HAHAEREE.
6 HRHFIESRE
6.1 IARLHHI&

Ui R A S AR B &, ERRRAEN.

—— BB B S, PE R

——WUA R ARE, 7 AR

—— WU S R, RIS BB AR AE TR, AE 2 IR .
6.2 HBHRE

-18°C LA M RAF
7 MESE
7.1 HEE

Wik g (HEFIZE£0.029) , B T50 mLYERLE0E, RN 23 R FF I 5 Sk A e - Do b v TAE IR
100 i, 1N0.4% B 7R EE R VAR 10 mL, ¥RHEIE )2 min, i E B 15 min. 1A\ 14%#t 2 Bk i3 mL,
AHEIRAI2 min, FIATALS mine f7AE5E R, I/KMRIIE 24810 mL, 78737ES), 4°C10000 r/mini
020 min, BUFZEBIMAKEIE 10 mL EEER—K, NREHREH.
7.2 Bk

6 mLHIEE . 6 mLAKIEAG BEARAE B, K280 T RIS WO AL, FH6 mLK#kgE, T, 5 mL90%

G KR, WOEE ARk . 50°C/KIB A EIT T, FHO.1%H /KB L.0 mLIE vk A4, i

A, 100.22 pflALIERE,  HEVBUAR 3% - 2R R T s
7.3 fRERhZRYHIE

R 5 5 M 2 R R PP T e S 0 WA R 2 g Y P S 7L M k- D WA 260G B, 4 3 B T 50 mL %
BEELOE T, N 0.4% i /R EEREVAWR 10 mL, W& HEIRA] 2 min, ZIREE 15 min. JIA 14%f 2Bt i
W3 mL, WRHEIRAI 2 min, EIRATA 15 min. 7458 5N 0.1% /KA UE A 2 20 mLIES) . FH 0.1%
FH R 70K Y R T | st 2 PR P R T S PRI R IR 204 2 /L 4 o/l 10 /L. 20 /L 50 pg/L. 100
Mo/, ARV E DY 10 po/L B9 R BUBRE ARV I FHILAC, L0 Gl -As BT I 5E o DL 2459 A0
Xt I A PR FRORFAE 128 00 o B U AR LU AR, B PRV TR JEE R A AR 2 bR HE I 2, SR [ IR
PR R H



7.4 5ME

7.4.1 TRAHLOE 22 4

a) (ilfE: Cis(150 mm>2.1 mm, Kiff 1.8 um), BiHE47;

b) #Fiff: 30°C;
c) BEFEE: 10 pL;

d) ii#E: 0.3 mL/min;
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e) ViEhAH: A: 0.1%HIRZMEAT: B: 0.1%HEEAKE, FBEEEVMIRT WE 1.
=1 BERRIER

FF (] A: 0.1%H R Z G B: 0.1%H RR/KIEWH
min % %
0.0 5 95
5 80 20
8 80 20
8.1 5 95
10 5 95

7.4.2 UGS %A
a) BT HBIE (ESD B Uk;
b) Ffir R IEE A
o) AT 2 SR
d>) W5 5500 V;
e) B FIRAE: 550 C;
f) ZAbA: 55 psi;
g) HEm#ASR: 60 psi;

h) <73 <: 35.0 psi;

i) ETER TN 8RR N b A R AL S e R LR 2.

R 2 KRRIEREE SRR AR ARIR FUE S H

- 8 M T k=4 ) ES LN il 45 pE &=
RLIEA S -
m/z m/z Vv eV
487.0>241.0 27
22 R IR F I 3 S rl e G 487.0>241.0 50
487.0>125.9 74
F IR H 3 S U IR R -Dg 490.0>244.0 490.0>244.0 50 27

7.4.3 ek
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a) SEMENE

FEAHIRI S Z6AF TR R it o A D0 J5 ) R B 1) A5 A 9TRE  x 2 PR O B ISP 1] i 22 7E 42.5% 2 A 5
LR it APz I 2H 73 5 P 7 AR R T 2 38 -5 9 P8 3 (R b A T PP X I 1 5 W 1 PR AR R =2 B AT B
fmZE AN 2R 3 (Y B, AT e R it R A7 AR LKA U

2R R FH BB 56 S PR R 2 W s AR BT AR ARV R RFALE 128 7 BB C i BT DL PR SR A
* 3 EMHIEFENBEFFENRIHRE

HIXTE 7B, % fevrZ, %
>50 20
20~50 425
10~20 430
<10 450

b) E&EME

274 1F07.4 28 E SR AT, BORFEVE RORAR VAR, (RS r B2 R HE, 42 bR DA T AR EL T
B RV OB A A 1 (100 25 PR R P T A S P R K 116 06 T 5 25 PR g Y 5 4 S £ I K — D5 FR) W THT AR L
JSZAEAS ARSI P 90 P2 P o R Y S PRI IR 22 S B W )AL 128 52 8 E % 1) DL A SR
7.5 =AKE

ERAIREH L, SR S AR 1R I 52 20 B AT T AT #AE
8 HRITEMFRA

BORH IR BT (1) 51

CAXALXC X Oy XV
T A X A X CLxm

A
X —URk L P I S AR 29 W B B R, S 9 e BT 52 (g/kg)s

Cis —BUREIE R 23R H I3 S AR ME R AR VR B2, BREON e BT (/L)

C o —brvk I 22 g F I Sk MR 2 DI B, SRR ROE BT (pg/L)s

Cl —ARHERR 23R P I SR A BERR 25 ) AR IR BEE SRR N ROE BT (g/L)s
Ai — BRI 25 R I Y B S £ I 24 ) ) U T AR

Alis — BRIV 23 IR Y G 58 S 60 IR 24547 PN A R DR T AR

A —FRHE T 20 IR Y I i Sk 0 Ik 24 F e TR 5
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At —BRAEVE T 230 IR PR I Sk AL IR 2450 1) e ) D T A 5
V — AR T AR, AT (mL);

m — ki &, AN (g)s

VR RIS U, I AT A R, R A T
9 FERHE. ERENEEZE

9.1 REUE

2 R gk 56 Sk PRk (A HE PR L kg, PR M2 pg/kg e
9.2 ERE

FLIR I PP 3 Sk FRIME R /E 2~ 20 g/ kg ik 2 /KT 11 [R1HAC 3 D9 70%~ 120%
9.3 BEE

ATT RGP AR AR R 225 <20%,  FHk B A ARV f 25<20%
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¥IC from 2021 dfcwiff (sample 25) - 54, +MRM (3 transitions): DFCIS (4200, 244 .0)
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1 2 3 4 5 ] 7 8 9

Tirme, min

¥IC from 2021 dfcwiff (sample 25)- 54 +MRM (3 transitions): DFC 1 (487.0/ 241.0)

-

S=4 4 Z.99
dmd J
% Tmd
]
E T=d
=
1=d
- I__,_ ]
1 F = 4 5 g 7 B El

Time, min

¥IC from 2021 dfcwiff (sample 25) - 54, +MRM (3 transitions): DFC 2 (487.0/ 125.9)

10000 1 2.8
#
[&]
=
E 5000
= 3.15

:I* w‘lﬂlw - - Y, el Il
1 2 5 4 5 B 7 B g

Tima, min

FIA - BR VA T 25 e PR I Sk A B 25 ) S A ARARFAIE 128 7 B i 181 (4 g/l







