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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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RmREEXRRE
EEMMPMRPESARRAEENNE BHESE-BERFUEZX

1 SEH
ASCAFHLAE T 858 RIS v 22 P4 P 22 R B0 SRRSO £ s e AR (3 s R R I S Uk
AR SO FH TR G 2R RSB AR W A b 2 P R R AR B R I

2 HEMS|AXH
TS P A

A 32 H JPI0S L FR R A 385 g

B & 8
GB/T 6682 4

Hh, Y H S SCE
£ 10 5 D 35 T A

3 ARIFEFMEX

ARSI BA
4 JEIE

AR gk T
FE IR TR E R
5 ik FFnd L
5.1 &7

B 53 AR
5.1.1 HE(CH,
5.1.2 ZJE(CH;C
5.1.3 HR(HCOO
5.1.4 —71(1;?*%@((:6
5.1.5 Kk :
5.1.6 —UKZ M5
5. 1.7 A& (NaOH),
5.2 ARELH

5.2.1 SSEALEIAR (1 mol/L)  BUAAALHN 4 g, MK MRS 100 mL, iR 2],
5.2.2 Mecllvaine-Na, EDTA 28 wpif : Bl— /KA BERR 12. 9 g —UKBEBR A 40 27. 6 g. /KL &M &
2 —4h 37. 2 g, 7K 900 mL f AR A AL pH % 4. 020, 5, /KA RE S 1 000 mL, 12>,
5.2.3 0.1% AR : B AR 500 pL, JH/KHBEE 500 mL, B2,
5.2.4 5% FREEW - BUF B 5 mL, FKARE S 100 mL, {2,
5.2.5 30% g - BOPEE 30 mL, F/K# B A 100 mL, R4,
5.3 #RAEm
iR £ 75 3F 2 (doxycycline hydrochloride, Cy Hy Ny Og + HCL, CAS 5. 10592-13-9), &% =

98. 7%,
1
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5.4 tRAEERRHF

541 BRAERA I BGERRZ DY BR K 38 ik MY T2 43R % 10 me) oI BEFRAE 5 0 FP PSS B 0 7 0 5 o 2
10 mL A FCH B EE R 1 mg/mL FRHERE AR . —18 “C LA FARAE A0 1 A H .

5. 4.2 FRUERIEIW | MEGHEIBARMERL AW 0. 1 mL, T 10 mL 2550, 30 %0 Y WER B 2 20 1 IR A i
i AR BE A 10 pg/mLL fbRufErb ) | . B

5.4.3 HRuE I L MERG IR 1 1. 0 mL, F 10 mL A5, i 3020 HY Wk B %0 B IR A
i BGHEBE A 1000 ng/mL bR AE W I . BB

5.4.4  RHFRUE AW 3 9 WE R i BRRR e % 11 0. 1 mL, 0.2 mL.0.5 mL.1.0 mL.2. 0 mL ¥
10 mLAF R T 3004 HY WA B 28 20 B2, TR 40, 10 fh ALV B2 43 504 10 ng/mlL. 20 ng/mlL. 50 ng/ml.,
100 ng/mL..200 ng/mL () RFbRAE TAER .. BEAHBERC.

5.5 ##

5.5, 1 FEAHALIUH: : 3K M- H5 [ AH AE UK 60 mg/3 mlL,

5.5.2 fHFLIB B BERE. 0. 22 pm,

5.5.3 sEthbespkat.,

6 LSRG

6.1 VB €3 HR IR A . T LS 55 8 T CESD)
6.2 pHT K- J& AR 0. 000 01 g 1 0. 01 g,

6.3 MIERA.

6.4 iR .

6.5 WA A BB FE AT K 14 000 r/min,

6.6 [EIMIAEECEE

6.7 WAL,

7 REMHESRE

7.1 R

W BT e A 25 B B R 50

HPES e i A R 1) 2 1 sl A TR A 385

WP B e 19 25 sl IR A 440

a) B AARAE 1 S A 5

by TR S R A £ R s R

©)  HUCHYFTRAZAS FURE it o SIS B E PR AR YT, 1 R 25 1 st
7.2 REEHRE

B W18 "CLUNORAF WY 3 B AT .

8 MELSE

8.1 1#RE

BHE W BOLORE 2 g (fERf 2 +0. 05 @), F 50 mL K045 5, LA Mcllvaine -Na, EDTA 25 pp
W 8 mL, &% 10 min,4 ‘C K 14 000 r/min #§.L> 10 min, WH FE KA T 5 — 50 mL s,
Mecllvaine-Na, EDTA 2%t #5220 2 Y, 59K 8 mL, S IF4RBOK .4 CF 14 000 r/min B0 10 min, B
E R AR IR IR AR I8 )G & D .

Yoy BOROKE 2 g (MER % 0. 05 @), F 50 mL R PIM B0 45, LA Mcllvaine-Na, EDTA 28 nh i
10 mL,#¥%% 10 min,4 “CF 14 000 r/min &> 10 min, WHL F#H KT % — 50 mL 20 ] Mcllvaine-

2
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Na, EDTA 28 phifi T8 $2H 2 ¥k, Bk 10 mL, A IF4280% .4 *CF 14 000 r/min .0 10 min, iR IE
Y% .
8.2 #ik

T A AEIRORE ARV P K 4% 3 mL 364k . B P, a4, FHZK 3 mL, 500 H %3 mLkuE ., il T,
R 3 oL VRSB b WeAE VIR, T 40 C R RAMREBAMA/NT 1 mL, i 3020 HIEE S 1. 0 mL, i fiElR
57 1 AL T MR P RO €3 3 IR B S E
8.3 EFRUTHELARAE dh £k A &

HER RS IR AR UE TARWAS 100 pL F28 8. 1~8. 2 AL BRAL IR A28 TR, 40 CTF R UR Bl
A/NF 1 mL, fin 30% HEEZ 1.0 mL, A HER S, Bo il Uk BE 1. 0 ng/mL. 2.0 ng/mL.5.0 ng/mL,
10. 0 ng/mL.,20. 0 ng/mL {1 Z8 51 3 5 VG B AR E 7 » 13 3L JE e BB, PREVBORH €6 33% - 3 B B iS00 i . DA

2 VIR B PR B o A €0 B0 VTR N A R VA VR 2 A R A e » 22 T R T DE O oA T 2K
8.4 ME
8.4.1 WHEEBIESERY

a) @ﬁ:ﬁi:clsﬁ,ﬁﬁ 100 mm, 4% 2. 1 mm, ife 1.7 pmaﬁ*ﬁfﬁ%;
by  FshH A NN B 0. 1% HI R
¢) Wi :0.3 mL/min;
& HRER .10 uL;
e) HE:30 °C;
D AARBE RO L 1,
x1 BEXBRER

M [i) A B

min % %

0.0 10 90

4.0 40 60

4.1 10 90

5.0 10 90
8.4.2 MRiksE&HG

a) IR WSS R

b HHl R IR R

o) ATy 22 SO S I (MRMD 5

d B U150 C;

e) I FNREE :450 C;

D BHEHRE:S 3 kV;

g EMERS TN L T L L AR AR LR 2,
£2 SEREHYHRILESH

R SR g B 3 il 47 C

WA SEE % BTN LI {NEERES ilf 47 RE
m/z m/z \% eV
. 445, 2>>321. 0 28.0
ZUHR 445. 2>154.0 9. 21540 - 28.0

8.4.3 WMEE
8.4.3.1 EMMZE

TERIREIIRR AT A VR 22 0 P 22 1 i B i) 5 35 J DG PG AR LAV 25 U 5 F O B e 1)

TGRS 2 7 2. 5 %6 LA o ELASHIN 5] )18 7 PO ARGk =2 38, 07214 15 9 FRE A 214 1 ik 5 DG, PG o 9 YRR X 2 B8 —
Bl HAFMENFFAR 3 ER,

3
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®3 EUNEREEFEENRARFRE

AN 5
AR BT g SV
>50 +20
>20~50 +25
>10~20 +30
<10 +50

8.4.3.2 EEMZE
BT ORI o PR e A VR A1 B i B o, 0/ LA W T R Bk 36 55 G T o 14
VBB VR F) 25 VG A 36 00 3 {1 L. 7E RS AT A RS
SV BCAR R WRCRAAIE 17 5 g
8.5 Z=AIRK
s F Rt BRAS

9 ZRTEMERA

10
10.1 Rge

ENyRFIER, Y s ¥ ng
10.2 #mapE
ARITNETE 2 pg/ K &g ¥ 7K 120

10.3 e
AT AL P A S Y 20 %% o TERERE % b =20% .
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M R A
(FRHE)
BEERLRRAERRSIES FREAIEE

0 B J VG O AR VA VBRCRFAE 1 1 i (3 18T AL 1

0,
% 445.182 > 321.036(Doxycycline)

100 -
i
0 ey I g LA Y £,min
4.00 4.50
0,
% 445.182 > 153.987(Doxyeycline)
100 [~
[ 268
- 2.94
044_._4/.\4 g e Fopp pop o s e 0 pp, poniy

3.00 3.50 4.00 4.50

B A1 BERERCEGERBFESTFREGER (4 pg/L)
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