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hmp AR EZRHNE

1 EE

ARERERE TSP HRNR R +HER UARR L LER 2ERX AR LER RIS
L ZE MK PUIPRZR B K DU R ZE AR 9 i DU BR 3R 2R B A 20 E 1Y e RO €835 CHPLC) N AH £ 355
i/ i (LC-MS/MS) #: J7  ,

A FR AETE T MR K L R FL R A R T AR R R O R DU IR R AP AE R I

AR U B VRORE €8 335 B3/ B kR ARk

2 HEMSIAXH

BN SO T AR S 8 R R AN T A B o LI TE H OB 51 S L A H 3 B RROAS 3 T AR ST
PF o PUREANTE B IS SO Fdme BT RRAS CRLA B A7 R 48 2 300 36 1 A SCAF
GB/T 6682 43 #r 5 5 2 K BLAR A8 7 3%

F—i% BRRBEGBIELE

3 HERE
DA Pt TR D ) o P R DL Lo i P BE A R A B A 0 35 14 A £ 3 G 5E L A AR
5

4 AR

B IR T B A1 L T R 38 S A B 4, BT K R 7 & GB/T 6682 B i) — 2K .
4.1 AR E A,
4.2 FEE A A5G
4.3  HFR ARG
4.4 W2 WA A5,
4.5 HK,
4.6 W2 ILgLh.
4.7 0.2 UBEFRYAW BB 2.0 mL R (4.6) , /K EAE 1 000 mL,
4.8 0.02 mol/L R : FREL 0.90 g R (4.3) , /KA I 45 2 500 mL,
4.9 WE-FIRRVEW (1+ 1, R HD s 5B 500 mL HIEL(4.2) 5 500 mL BERRE WK (4.9 RS .
410 “HEENUAER +EHR WUHE LHSHER 2HFR HHIEZ BIER ZMBUKNURE B
K PUSR R bR AR FEAET 900 . S WIS A Rk AL,
401 BRUEAE 5 I W o3 0 BRI BT B B AR U A (4,100, 23 ) T I U AR O E A T ROR
200 pg/mLZARER AR T —18CLUR AR 6 M H .
412 RAIRUER R MERRE R 5.0 mL —H N R L HERXR UK R . EHEHER 25X,
1

S
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UGS -5 B 9 2.0 mL 2% [ BEK D56 56 JBE K D 5E 56 6 M B 9000 L LD T B
100 mL. R B IR 3 LB R I L 2B RS HE G LR R BRI
10 g/ L 28 61K DU 35 BEK DU VK FE Sy 4.0 g/l 936 45 B0 S D 22 B0 o D 6
HFF 18T,

403 UL A R T MU S R 2 B o I 5 .12 TP BRI W 4. 9) 0 AL 4
HE B M TV

414 WALIERL.0.22 pm ATBLA.

5 {XEEMigE

5.1 JBAH A AN e AR A I B A U
5.2 ¥R @dE 0.000 1 g 1 0.01 g,
5.3 TRHETR G Ao

5.4 A IEVES .

55 HHXELOHL A BHALTF 4 000 r/min,
5.6 pHit.

6 MELR

6.1 HmibiE

VERAFREL 1 g B4R R HIE 0.01 @, B A 50 mL MR .04 o, I A 2y 20 mL HY P25 iR 4
(4.9 WHER AT s AR R (4.4 8z /K (4.5) P45 pH 2 7.0, 7 $2 H 20 min, LA 4 000 r/min & .0
3 min, FIEWREEEE 25 mL H e, HHEEA . & 0.22 pm JEHE (4. 14) 53 8508 3% A0 52 .

6.2 ME
6.2.1 REBIEFH

6.2.1.1 {34 Cs 250 mm X 4.6 mm(PF2) .5 pm., 8iH 24 % ;

6.2.1.2  JishHH: S HE-0.2 Yo BEIR VB B DR AR )7 UL 3% 15

6.2.1.3 K%K FEF AT A4S P K .0 min~11.50 min J 360 nm,11.51 min~23.00 min JJ 270 nm;
6.2.1.4 HiR;25 C;

6.2.1.5 ¥ :1.0 mL/min;

6.2.1.6 #FERE .50 pL;

6.2.1.7 J5iz47H}(A] :4.0 min,

x1 REGBEEHERRERF

i [] / min ZhE /% 0.2%6BEIR/ %%
0.00 10 90
6.00 25 75
16.00 35 65
18.00 60 40
23.00 60 40
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6.2.2 RIEBEMUE

R Sy 00 4 1) 5 L 0 W6 T A ST O R v AR VR TR, b v TR A TRORT R R PR 4% DU 2R
Po AR 2 07 A 35 R AEASCES R TE BRI N o bR v VRV TRORD RE VRS AR B S A AR I A L A B e 3 S
HF.# Bk AN S A E RS W B 3R B, bR W WO 655 1K S 006 C
FEC,

7 =RIRKE
BRAS AR S o 245 b 3k A 20 BR AT
8 HERITHEMKIR

FI €6 90 RO A T L 2 1) 1R B o DU 22 265002 22 10 7t 1 B8 A 2 110
¢, XV X1000
m X 1 000
:EEEP
X — AR AR I ) 5 5 o B 2 e 4 T 5 (mg/ k) 5
¢ MR 27 0 IR VR IE 8 K B A T (/L) 5
V. — HER R A E SRR A Z T (L)
I ZRE WO AR 1 IR BT 2, B B ()

m

9 MRE I PR F [ 4 2

9.1 MER

AP TS R R L ER R R EVEER GER PR LER B AOERMY
AR R Y 2.5 mg/ ke, 22 1] Jii K DU R 3 FIBE K U 26 2 A0 € fIRBR O 1.0 me/ke.

9.2 MmEUgx

AKRUE B AN Nk B 5 BICRJ L RE S WL s E 3R ELL,

£k wERIE-FRIL/ Rk

10 AERE

VPR - R T M R o R P R I L LT B RORE R - R/ S SO A L AN E
11 K5 Fndt 4

R Rk T BH A1, o A 500 b L3 ) 4.2~4.5,4.8~4.11,4.14,
1.1 FRRER:0.1%., BE 1.0 mL Fg4.4), AKEEZE 1 000 mL,
1.2 IREAMEP AR A ERBI 0.50 mL +H R UK E . EHESER . SHEEX BIEE . ZN

WK DU 22 B K PUFR22,0.20 mL M+ 852 ,1.0 mL — H I DUIR ZhRERE & VAR (4.11) , I H A8 2%
3
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£ 100 mL, LAl E8H R AR EFEHER SH R RIEHE R Z BRI E K U Rk E R
1.0 pg/mL, FUR + 8RR 0.4 pg/mL, IR RHKE R 2.0 pg/mL B A AR EP R . %
PRUE T RSV AFE T —18 'CLLF,

11.3 R A AR M AT AR 5 2 K VR A s o v TR0 TR (10, 2) Y I R VS W (4. 9) T R 3 4 ik
JE (AR vE TR W

12 {LEEMigE

B e i A BH A0 L B RS s A £ 4 TF] 5.2~5.6,
T - T/ B IS id A5 HE 8 55 B TR (ESD .

13 NESE

13.1 tEmibiE

HEFMFREL 0.25 g AT RFECR T ZE 0.01 @) . B A 50 mL MBI E.LE T AL 40 mL P -2 R
W49 BRI E R A OFE KM ET pH E 7.0, A $2HL 20 min, Lk 4 000 r/min B0
3 min, FIEREERE S0 mL B, HHPEER., & 0.22 pm JEHE (4.14) , 4L A0 6 355 / g 4
M .

13.2 JE
13.2.1 BEEH

13.2.1.1 O34 :Ci5, 150 mm X 4.6 mm(PN2),5 pm, BiAH S ;
13.2.1.2  H::25°C;

13.2.1.3  #EME 10 pLs

13.2.1.4 Wi shAf: HEE-0.1 20 FH R VA R 6 BE TR I P2 )7 L 3% 25
13.2.1.5 %ii#.:0.4 mL/min,

R2 HHEGBE-FUL/BUEEHERRER

B 5] / min FEE/ % 0.1% F IR/ %
0.00 20 80
2.00 20 80
8.00 65 35
12.00 65 35
13.00 90 10
16.00 90 10
17.00 20 80
20.00 20 80

i

13.2.2 FUk&E#H

13.2.2.1 B IR 5 B 1 U
4
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13.2.2.2 A4l )7 =0 BB 54

13.2.2.3 il Jy =X« 22 g

13.2.2.3 B0l B 038 Ry e 4l s AR AR e Al s 8 P L A Y 45 S B T R Ak A
PR S 55 W SR D

13.2.2.4 W5 g 7 % DLRE s D 3k DLL.

13.2.3 A BIE- UL/ BN E
13.2.3.1 EENME

AR AR F 0 80 ) 55 8 R R AT G0 I T s T 9 15 00 9y 1% o 7 (LI 7 S04 A 00 14 2 A
R P o OF TR P M R B Ao T 5 R B S A A 00 G a0 2R 55 e A ol 0 9L L 07 0 81 >4 ok 2
JEo AT AR EIRETESANT S BAREE YIS % R B 2 LMok B A3k BLl. AR EE IR 2 RO
3 P 2 LR Sk C sl C.2,

13.2.3.2 EMENE

22 IR b A AN A A0 S A i R A A TR A SR i 5 v A 9 AR 0 0y JB 0 i e A X R R
S [ 75 == 2.5 06 05 BB P9 5 2 1 88 o F) RN 2 2 5 9 52 A 24 09 s v AR 0 YR P R X 2 3 — B8 AR 0 2
FUVFRZEAN I 3 HURE (38 B D) T A0 BT A v A A L 0 4

x3 BEMBFFERXFTRE

AR S 7= B (R g) % =50 <50~>20 <20~>10 <10
BAREFIREY +20 +25 +30 +50

14 =HiXE

BRASIAE S o 2 4% 1SR A 2 SR AT

15 ZRFEMRIAE

16 i % i PR A0 [=] 4 2=

16.1 IMEARMR

AEREXS TR M P LB R IR R  AHEER  SH R R 5 F 22 10 K DU 26 2 FBL K Y 2k
RZMEACR B8 0.5 mg/keg, F i L8 R B E KR R 0.2 mg/kg, = B Ji& 10 26 2 09 I & Ik B
41.0 mg/kg.,

16.2 [EUg=
AKRUE BN B 5 mCRIE FE 2 W % E 3k E.2,
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M X A
(FL3E B 35
REMRIER

KAl HREYRCASS FARBNSFRE

L&Y B4 TR CAS &5 5y AR 43 5t
— F e Y 2R Minocycline . .
13614-98-7 Cy3 Hyy N3 O; « HCI 493.94
N EN hydrochloride
Oxytetracycline
TEHEREMRE 2058-46-0 Cz Hz N, Oy + HCI 196.89
hydrochloride
Tetracycline
DU PE 2% Eh R 1R 64-75-5 Cyy Hyy N, Oy » HCI 480.90
hydrochloride
Demeclocycline
W EEHR LR _ 64-73-3 Cy H, CIN, Oy « HCI 501.31
hydrochloride
) Chlortetracycline
ESHRBRE ) 67-42-2 C,y Hy; CIN, Og » HCI 515.34
hydrochloride
L 3 Metacycline . . .
Hid s R b 3963-95-9 Cz Hze N, Oy« HCI 478.90
hydrochloride
Doxycycline Cy Hyy N, Og « HCI -
iR 185 R R AR 24390-14-5 512.94
hyclate 0.5H,0 « 0.5C, H; O
) 4-Epianhydrotetracycline )
2 ) B 7K DU BR 2% AR e b 4465-65-0 Cy Hs N, Of + HCI 462.88
hydrochloride
A Anhydrotetracycline
Jo 7K O A 2 R R AR ) 13803-65-1 C,, H,, N, O, « HCI 462.88
hydrochloride
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M R B
(% A Bl 3R
SERERHE
xB1 AMEUREEMERNSERENE
E HPLC % % i ¥ 8+ [8] / min LC-MS/MS #: % % {4 84 i} [f] /min

TR R 6.0 9.2
TER 8.8 10.3
PUFR R 9.6 10.1
EHEER 10.8 11.0
BHER 12.5 11.7
Him L8R 13.0 12.4
9B R 13.7 12.9
22 ] JBE K O FR R 14.4 12.9
JiE 7K DU B 16.2 14.3




SN/T 3897—2014

M x C
(BB 3R
BRRERIEES RERE- G/ UL LS R e E

mAU-
60 ﬁé
1 . g %
& ® %
| i o4 =
40 X 1% % J % = X
B M & OB ow W =
1 1 H B @ F R 4
| I d S 1 B 8 S
1 © w ' ST a
S g 2 8 5 < g = =
207 s s S ® 486 7
| J K L] N A
| I
r e —
0 2 4 6 8 10 12 14 16 18 {/min

B Cl AMURRRREZHAEABRRNEHEBLEE
(ZHBRMRE L8 NRE XHFEEX . 2EX . FHEITEZ BHEER 1.0 pg/mL;
EEREAKMEAE PRAKMIRE 0.4 pg/mL)



AR

100+

CHRPYFE
458.2/441. 3

RT:9. 19

HIXE
2

o
(=]

LHE
461.1/426.2

RT:10. 30
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PUFRE
445.1/410. 2

RT:10. 09

=
(=}
prra i

(=]

BERiE X33

465. 1/448. 2

A
RT:10. 98

s

—_

=3

S
|

EB/E
479.1/444. 2

RT:11. 74

1 WELER
1443.1/426.3

RT:12. 43

=

LWk S 5
445.1/428. 3

RT:12. 87

A

EREVIE S

445.1/321. 2

RT:9. 19
] HRRPUERFE
7 458.2/337.2
RT:10. 30
1t+wmE
J461.1/201. 1
RT:10. 09
4 PYFFHE l
445.1/154. 1
RT:10. 98
ERE/R !
7465. 1/430. 2
_ RT:11.74
1E&®HR n
479.1/462.2
RT:12. 43
1 PR
7443.1/381. 2
RT:12. 87

AL

ZE 1 JBE K DY R 3
427.1/410.2

-

T:12. 87

JB AR PUER 3
427.1/410.2

RT:14. 29

BE-L1I7NLEZS 3

427.1/321. 2

RT:12. 87
14. 29

L

- JBek PUFR 3
1427.1/154.1

RT:14. 29

t/min

B C2 AMMURRERERIFERRN S REEN(MRM) &% E
(TBX IRRX . EZHEER . EEFX . BNER . Z@AHKERE BR/KMIFE.0.005 pg/mL:
AHELEE.0.002 pg/mL; ZHEMNIFE.0.01 pg/mL)
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M & D
(BB 3R
REBIE-RIE/ REEUFSHEENEF"

S5 W S -

a) MBS HLE 3 500V

b) BRI 300 Cs

o) W SETJ] 40 Arb;

) HERETT 15 Arb;

e  BUEIR 270 C;

D WS ES 1.5 mTorr;

g WEIES x5 B R AR S S B DL,

FZ D1 AFMEREEMEZTHNLENB FRMGERE=

=L BB T (Gm/2) TET(m/2) ilf 45 g &/ V

441.3" 18

—HEHRE 458.2
337.2 34
126.2" 19

+HE 461.1
201.1 37
410.2" 19

IEZN- 445.1
154.1 27
448.2" 15

EHEHEER 465.1
430.2 21
444.2” 20

LHR 479.1
462.2 16
426.3" 17

HiG+EE 443.1
381.2 27
428.3" 18

[PIEES 445.1
321.2 30
410.2" 18

25 ] K DU 2R 427.1
321.2 28
410.2" 18

i 7K U 3R 2 427.1
154.1 27

A< NERE T

D ARkt B B Sk DTSIS55S 2 E TSQ Quantum ULTRA AM T R AR b 58 B9 4k 51 H it
AR BV S AU A T RS % I AW R b B i SO AR e T8 22 U R T RS s
10
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Mt xR E
(BB 3R
BRREBIEES KRB EIE-FREL/ Rk DR E

F E1 bt mep MR E R A R RINIRE KB ERIR I ##E (HPLC &)
e 7 v B 5] Wi 2% 5 L/ %
mg/kg PRk b T JiE HB VAR ] 95 56
2.5 95.6~109 94.8~106 91.6~101 94,8~110 85.6~96.4 89.6~104
;:i 5.0 95.8~108 94.4~104 92.4~99.0 93.4~102 87.8~97.4 95.0~99.2
10 94.3~103 92.4~103 94.8~100 90.6~101 97.5~104 92.1~100
2.5 94.6~101 93.2~106 92.0~99.6 93.2~108 97.0~102 87.6~96.4
+HEX 5.0 96.2~104 94.6~106 87.4~92.4 92.4~104 90.6~99.8 91.4~95.6
10 95.0~109 96.8~104 91.0~100 85.8~102 95.1~99.1 91.5~97.0
2.5 96.8~106 88.0~93.2 84.8~92.0 93.2~103 80.4~85.6 83.2~96.4
DY R % 5.0 93.6~102 92.6~107 85.6~93.4 91.2~103 83.8~95.0 89.4~95.2
10 98.2~105 95.2~100 90.1~102 89.0~98.2 93.7~100 90.1~95.1
2.5 95.2~101 89.6~96.8 94,0~96.8 92.8~103 80.0~89.6 86.4~94.4
EWEHEE 5.0 91.6~102 91.8~104 90.8~96.0 | 89.0~99.2 87.6~96.4 89.8~95.8
10 96.8~102 91.2~99.0 92.5~102 86.2~95.2 84.5~91.1 86.0~93.6
2.5 90.6~100 83.6~104 95.2~108 84.0~94.4 82.0~88.8 91.2~108
SER 5.0 90.4~103 80.2~102 88.0~96.0 | 83.8~96.4 | 83.2~90.2 92.2~99.0
10 92.0~99.2 80.0~94.9 92.0~101 82.4~89.2 87.1~95.4 84.1~106
2.5 93.2~110 81.2~90.8 95.2~97.6 96.4~108 90.8~96.0 94.0~99.6
s+ 5 % 5.0 95.4~105 86.2~89.4 85.8~93.0 90.6~102 81.8~88.6 88.6~102
10 98.5~105 84.3~95.1 93.2~101 84.8~97.3 82.3~88.2 82.5~98.3
2.5 92.6~108 89.2~95.6 95.6~103 96.0~109 85.2~90.0 95.2~107
MNER 5.0 93.6~104 87.2~93.2 85.8~91.4 96.8~104 86.6~98.0 89.4~98.4
10 98.0~105 88.2~97.8 91.6~99.2 87.3~94.3 82.0~87.4 82.3~96.3
1.0 84.7~93.4 | 89.0~94.5 86.9~93.8 | 85.8~98.4 86.1~98.9 81.2~102
2 I Jli 7K - _
2.0 93.0~102 92.4~106 84.5~95.5 91.5~109 80.0~92.5 83.5~89.5
IEZNE
4.0 97.2~105 95.2~102 90.0~101 93.8~104 89.0~106 85.0~97.0
1.0 90.2~96.6 84.6~98.0 92.3~104 84.4~98.3 91.0~107 93.5~109
% U EINES 2.0 96.4~105 84.2~94.5 92.0~99.0 94.5~109 89.0~101 93.0~104
4.0 95.2~105 95.0~110 92.5~102 96.5~106 95.5~108 87.2~107
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®E2 AP MUAREDERHFMRER B XX HHE(LC-MS/MS %)

e T v B 5] g % 5/ %6
mg/kg PRk i ik 7L iz i) Y TE I R
1.0 91.7~102 83.8~101 90.0~100 | 88.2~100 84.1~102 84.0~100
= 2.0 88.0~102 | 88.0~97.0 | 91.0~99.0 | 84.0~104 89.0~106 84.0~103
B2 3
4.0 86.3~102 90.0~103 86.5~107 87.3~104 86.3~105 89.5~103
0.5 82.2~96.2 | 85.4~100 82.0~105 84.4~107 83.4~104 94.0~107
+ 1.0 87.1~106 | 85.6~95.4 | 87.6~105 85.7~103 96.2~103 93.7~104
2.0 92.5~105 91.5~102 89.5~107 86.0~103 93.0~103 | 86.0~97.0
0.5 85.4~105 82.2~106 84.0~100 | 87.8~107 82.4~102 85.8~106
IEZNES 1.0 90. 6~106 89.5~106 89.2~102 88.8~107 94.6~105 86.1~103
2.0 83.5~103 94.0~106 | 87.5~99.0 | 86.0~104 96. 5~102 91.0~100
0.5 88.4~103 87.8~101 86.4~105 85.0~107 83.8~102 86.0~104
EHLeEE 1.0 86.8~105 90.8~106 86.2~103 91.2~102 85.2~102 89.6~103
2.0 86.0~105 92.5~102 87.0~105 87.5~103 87.5~105 | 88.5~97.5
0.5 88.0~109 88.6~100 86.6~105 | 82.8~93.2 | 85.8~106 90.0~106
L BE 1.0 82.2~99.1 | 87.6~104 88.3~101 88.8~106 88.2~103 85. 6~100
2.0 86.5~105 85.5~104 87.0~104 | 86.0~98.5 | 86.0~104 90.0~103
0.2 86.5~106 | 83.5~91.0 | 83.0~106 84.5~104 86.0~101 87.0~107
F 5% 0.4 85.8~104 85.3~103 83.5~103 82.3~105 82.8~103 | 85.3~95.5
0.8 86.1~100 | 86.4~97.4 | 88.3~104 91.8~106 90.3~105 87.8~100
0.5 84.8~96.0 | 89.8~105 84.2~100 | 84.2~102 88.4~103 91.4~105
WA EE 1.0 83.6~97.0 | 84.4~105 91.9~107 85.3~103 85.8~104 93.0~102
2.0 87.5~106 87.0~105 88.5~106 85.5~103 93.0~105 87.0~101
0.5 86.0~105 | 86.8~98.8 | 82.6~107 90. 4~107 85.2~105 86. 6~102
2 I8 Bk
1.0 87.2~102 86.0~102 86.5~102 84.8~104 91.8~108 87.2~102
ILIEZNE S
2.0 84.5~100 89.0~104 89.0~104 87.0~102 86.0~102 87.5~106
0.5 85.0~102 81.0~101 95.6~103 86. 2~100 88.0~103 83.4~102
Jii 7K U 3 2 1.0 90.9~103 81.2~104 91.0~106 92.7~106 | 87.7~96.2 | 87.4~94.7
2.0 89.0~103 86.0~100 86.0~104 | 89.0~101 87.5~101 93.0~106
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