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National food safety standard—
Determination of doxycycline residue in eggs, milk and milk powder
by liquid chromatography— tandem mass spectrometry method
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BEmZeERRE
EEMMIMPSASREZRBENNE REBE-BEKRIEE

1 SeE

ARSCUFRUE 1 & 8 RN vh 22 P R 3 5k B B ARG I ) A FIROAR €2 3 3 R B 0 E 7 7k
ARSCFIE T X G 3 G AR UR R OR AR WA R 2 P PR R Bk B R E

2 MEHsIAXH

AN SO ) P A S S B R T ) T RS AR SO R AT A gk, Herb T H OB ST S,
32 BT I 08 RRAS 385 F T AR SCPF 5 AN 1 H 910 51 SO 5 BB BUA CRLES BT A 98 B i) & T AR
At

GB/T 6682 4B 5% 5 25 FH /K BLAS Al 50 5 72

3 REBEBMEX
AR SO BEAT 5 B E AR TR FIE L
4 REE

TR BN Z TR E , 2 Mcllvaine-Na, EDTA 2% s ¥ $2 80, HLB #3544k, WOR €0 1% - 5 56 50 33 16 )
FE MR IEE R,

S AN A
51 KH

B o) A R S BT AT R B 2 A 4l K R A& GB/T 6682 HLE 1Y — 2K .
5. 1.1 HE(CH,OH) . fajfal,
5.1.2 ZJE(CH,CND . {4l
5.1.3 HER(HCOOH) . (il
5. 1.4 —KMER(C,HO; » HO),
515 + ZUKBEMR A — 41 (Na, HPO, » 12H, ),
5.1.6 Z/KZ MW MR —#1(C,yHiN,Na, Oy « 2H, 0),
5. 1.7 HAMH(NaOH),
5.2 BWREH
5.2.1 S LB (1 mol/L) WU AL 4 g, MUK IF M BE R 100 mL IR,
5.2.2 Mecllvaine-Na, EDTA Z& i Bl — /K A7 4R 12. 9 g T K BEMR & —4H 27.6 g. /K& &M &
TR —4h 37.2 g, sk 900 mL iy, A B I8 pH & 4. 040, 5, IN/KFBEZE 1 000 mL.IRA,
5.2.3 0. 1% WA BUH R 500 L, KR B2 500 mL,JR2A],
5.2.4 SYCHEERW - BCHEE 5 mL, FIK#BEZE 100 mL, iR,
5.2.5 30 % F I BUH I 30 mL, FH/KF B ZE 100 mL,IR4].
5.3 tREM
2 £ P4 3F £ (doxycycline hydrochloride, C, H,y N, Oy « HCl, CAS 5. 10592-13-9), & & =
98.7%.
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5.4 IREBEHE

5.4 1 FRUEME AW R ZPU ARG & Y T2V R 10 me) A EFRE I B B & A il 0F 8 4
2 10 mL &8, Bhl S R 1 mg/mL MAREM AW . —18 CRLTIRAF ARUN 1 A .

5.4.2 FruEFEIE L - fE6fEBBRERE & 0. 1 mL, T 10 mL 255, F 30 %0 HBERG B = 20 % TR &), e
il S BE Ry 10 pg/mL MIARE PRI T . B BLAC .

5.4.3 HrufEP AR AEFEECRREE T 1.0 mL, T 10 mL &858 F, FH 30 % B B 2 20 8 IR A0, i
il BE 2 1 000 ng/mL BYFRAEPENE T . BEHIBLRC .,

5.4.4  FGARUME TAEW : 40 5 Wi i BCAR i R A 11 0.1 mL.0.2 mL.0.5 mL.1.0 mL.2.0 mL T
10 mLZE s, 1T 30 260 HY st A e 22 220 32, TR 20, TG ) B0k B2 43 %1 24 10 ng/mL. 20 ng/ml..50 ng/mL,
100 ng/mL.200 ng/mL By RINARUE TAEM . BLHBLAC.

5.5 ##

5.5.1  [EHZLHUAE . S5 7K G5 NG ~F- i 7Y 5] A ZE BURE 60 mg/3 mL,

5.5.2 1AL LML 0. 22 pm,

5.5.3 EPEPEELC,

(o))

{XEEFNZ &
VROAH €2, 335 £ I 0T 14 . T PR S 55 B FUR (ESD
M R AR 0.000 01 g F10.01 g,
P IETR &
1o RV R B O R AT 3K 14 000 r/min,
[F] A A R
AIKAL,

~N o s W N =

~

HENHESRE

~

oS &
YOS 7 0 1) = e B R R R
Y 7 i e R 1 25 P g TR A
WO AR 6 9 25 s KR R A AT
a) - B o SRR A, £ O R 5
by HRE S R AR D 2 IR
o BT S FRE AL TR I TR R B R A D S S R

7.2 REHRE

BE U —18 CLLUF AT, Uik w IR OR AT
8 MESE
8.1 $REX

BE W BUNE 2 gGEMZE40.05 g), F 50 mL B ELEH . A Mcllvaine -Na, EDTA 2% it
# 8 mL,4&% 10 min,4 ‘CF 14 000 r/min #.0> 10 min, WH L 2# AT 5 — 50 mL BELE R, H
Mecllvaine-Na, EDTA Gk EE$EE 2 R, BR 8 mL, 538Uk .4 °CF 14 000 r/min B> 10 min, B
EVEWAS (R WA IR AR R S A D .
ik BURKL 2 g (MEHH 2 £0. 05 @), F 50 mL R INM B0 A . A Mcllvaine-Na, EDTA 28 0 i
10 mL,¥E&% 10 min,4 ‘CF 14 000 r/min .0 10 min, WH FE®R T 5 — 50 mL B.0% . H Mcllvaine-
2
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Na, EDTA % thil 5 2 42 L 2 W Bk 10 mL, 5 IF4R B0 .4 *CF 14 000 r/min #§.0> 10 min, b5 IE
4JE# H
8.2 #ik

T AH A UM, AR UK R R B K 4% 3 mL W& Mk, HRAS RV a2 4, FHUK 3 mL,5 %0 H 3 mLibk vk, i T,
T EE 3 mL e 4T SO BRI, T 40 C T AR ZWAA/NT 1 mL, i 30 HEESE 1. 0 mL, IR HETR
A7 3 CFL TR e U ASE AR R € 3 - S I 4SO S
8.3 ERITEIRAEMENTF

WETR R B R AR E TAETRAS 100 pL T 28 8. 1~8. 2 L IRAL BTG 28 A UE L i .40 C F RS ER
A/NF 1 mL, i 30% HEE 2 1.0 mL, W HER 2T, Bl il & 4 1.0 ng/mL.2.0 ng/mL.5.0 ng/mL,
10. 0 ng/mL.20. 0 ng/mL Y F 51 K& 5 VT e b o4 85 W - 2o LS T i B AL VR €6 3% B 36 0 5 130 7 . DA
22 V4 A ZREAE B 0T o 0 335 0 T R Ry A A B A v A VROV R SRy A A B 4% T R T DG A oA R 2K
8.4 ME
8.4.1 WmHEBLESELEHY

a)  OREH . C M MK 100 mm, AR 2. 1 mm R4S 1.7 pm, BORA 2538

b) B A NZNE.B A 0. 1% H R W s

¢)  W#E:0.3 mL/min;

&) HEFEE 10 pL;

e) YR30 C;

D JLEh AR B VeI AR WLk 1,

x1 BE®RBER
B[] A B
min % %
0.0 10 90
4.0 40 60
4.1 10 90
5.0 10 90

8.4.2 RiLSEEH
a) BRI R
by A EE
o) A 7y =0 22 K - I (MRMD
& BEFIREEE 150 °C;
e)  MEEFIEIE 450 C;
D EBHEBRE:3.3kV;
g)  EVEE TR X S L L He R Al fE UL R 2
*k2 ZSERIAHYHNRESH

o

o E MR JE 1 B X HEfLHL R ll 4% R it
I ) 44 Bk
m/z m/z \% eV
- 445.2>321. 0 28.0
EALE TS 445.2>>154.0 34
445.2>154. 0 28.0

8.4.3 ME*E
8.4.3.1

TE MW E

TE RV RE I A PF T ORHA W b 22 74 B 28 B O3t B I [) 5 i Joi DE J5C A v T4 90 vh 22 74 B4 28 A £ B2 I 1]
FEXT i 2278 2. 500 AP ELAS: D0 21 A9 85 3 A0S =2 B2 17 214 5 % 38 R 224 F) & J5T DIC T8 A0 o 9 J0AF 0 2 2 —
B, H A mZENAT G £ 3 ;EK,
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x3 EUNERBENBEFFENERKALTRE

WA H S
AHXT BT F % oV 25

>50 +20

>20~50 +25

>10~20 +30

<10 +50

8.4.3.2 mEEMNE

Ok i VR 356 J5T DG C A o T AR VR A B 5 B0 22 AU 3 S b 1 DA 0 T FR R i, S T DG JC b o T4

O SE SR RN VA B2 SUUIVE (R a) A Ve vl N S o ol e P ¢ S w8 S N S T A S A S LR =878

JOT U TE Ao 4 5 VR0 I 8 F oo €2 335 181 UL BFE S AL
8.5 =HiK®

Bz (R BRAS I 25 90 40 o >R FH 56 4 AR [a] 0 00 280 BR R A7 I 2
9 ZRitTEMRR

R 2 V9 2R 0 5% B s e An o ph 2R s s X (DI 3E

X= A, Xm

K.

X — i 2 0 28 R 5% B R B A o e B T 5 (pg/ke) s

C,— FL T VT B A M 7 W P 22 79 R RV B B 801, A7 A8 e B9 2 T (ng/mL)

A, — AW Z P A R I T

V. — AR AW T RV WAR B BUE L AL Z T (mL)

A 5T DT AR VS I 2 P PR R e T A

m —— R T B, PR e ()

10 BMFENREEEBENEEE

10,1 R&gE

ARITERRIER N 1 pg/kg. B RN 2 png/kg.
10.2 #mE

ARTTEAE 2 pg/kg~10 pg/kg B B KF- AR 6006 ~120% .
10.3 WBEE

AR5 15 B Atk PR R X o D 22 <<20 V%6 I ] AH XA o Al 25 <<20 20 .

CoX A KV ettt e et e e

- (D



GB 31659. 2—2022

WOR A
(R )

BEERLEGREFTRBFLIETFRERIEE
X8 R J5T T T s 9 3 AR AR 7 1 TR (B TR AL 1

188 3.56 445.182 > 321.036(Doxycycline)

t,min

3.00 3.50 4.00 4.50

%

100

445.182 > 153.987(Doxycycline)

0 =1 . e b e L i min

3.00 3.50 4.00 4.50

BA1 BEERCERERRFLESTFRERIEE(4 pg/L)




