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AP LTEROFRR EEX.SERZHNUE

1 sEHE

ABRHERLE T rp L2 A U G S5 VT E I S P AR (0 R - £ K
5 ORI - BRI BT i v IR

AR HEE F TG R A A TR | 5 L Bk ek LR R SRR LT

FREE M2

A R €5 ma/ ke 7 B A1
b VSR DR URE B T 7 : 6 - P R IR B A 22
b BB Y 0. 01 B 5. O i) B ¥ G R R R

KRR 0. 025 mg/kg

FURA: H A

FJ EDTA-Mcll
FEHRIE » S 1Y
4.2 WAFisiae

BrAR A AU FE TR
4.2.1 hiRLEH AR
4.2.2 WAk,

4.2.3 MIBRFRIEW (0. 1 mol/L) : FREUHIEAR (Co TTsO7 + H.0)21. 01 g, AIKH IR 1 000 mL,
4.2.4 BEBRE HAVEWC0. 2 mol/L) FREUBERR A 4 (Na, HPO, + 12H.0)71. 63 g, HI/KHH i I #i e 22
1 000 mL,

4.2.5 HMEHEH A mol/L) :BMELRR 9 mL. JHAMEZE 100 mL.

4.2.6 SRR (1 mol/L) FREUE SN 4 g, /KIS 100 mL,

4.2.7 Mecllvaine 288 (pH 4. 0 . 0. 1 mol/L HIBKEEF K (4. 2. 3)1 000 mL,0. 2 mol/L B E —
SHESI (4. 2. 625 mL,IRA), FARERRT K (4. 2. 5) BUAUE LA (4. 2. 6078 pH 2 4. 010. 05,

4.2.8 EDTA-Mcllvaine 22wy : B Z — el 2,8 — 4R (C,o Hyy N, Os Na, + 2H,0)60. 5 g, fil Mcllvaine
ZEpPEAW (4. 2. 1 625 mL. B IR,

4.2.9 EDTA-CaCl,-Z.FaEh&Enhil . Bl 2, — VU 2,8 — 40 (Cyo Hyy Ny Og Nay « 2H, 0)9. 3 g, filizK 500
1
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mL, B AL 4.0 g A% W Z I, BRI T AKAILES 5.5 g, 28 5.7 mL, R4, Ak E
1 000 mL, FIEE AT (4. 2. 5) S S AR (4. 2. 6)3 pH E 6.610. 1,
4.2.10  FRfERE (10 me/mL) AEMFREUHYS T+ B E UK E S XML L4 100 mg i
SR LR A IR DU PR R R 4 H RN PR FARAE S L 2 0T 10 mL AR T TP B AR OE R AR
FC il A B2 10 mg/ml B4 R 8E 3 DU IR 3 | 4 85 220 2 PO 35 ARG 45 W0, — 20°C LA F 177 3 2000
H14H,
4.2 1M REMETAER (2 mg/mL) : EFMR IR MR W (4 2. 1002 mL, BT 10 mL &80 S, AT
WAV AT 28 U LA E S 2 meg/mL M LB H UK & B EMETHRZ RS T/ER. —20C
LINRAE. 80K 14H.
4.2.12 GEFLIENECO. 45 pm) « KT P IR I M A 24
4.3 fuzigH
4.3. 1 RBORAE R L VORI 25 .
4.3.2 SR AR 0. 01 me.
4.3.3 K. JEh 1 me,
4.3.4 BE.OHLFEHEZ=10 000 r/min,
4.3.5 RIERAR.
4.3.6 ialEdRG A
4.3.7 ISR,
4.3.8 mEl.
4.4 NESR
4.4.1 $EE

PREGE fRFELY 2 g(BCERE 5 ) 4556 % 0. 002 g, B F 50 mL B0 9, #E6 in A EDTA-Mcllvaine
22 MR (4. 2. 8)20 mL, IRHEIR A5 1R 10 min, #@7 H2HL 10 min ,10 000 r/min B0 10 min, B _E
WEAR—ELEP . FRESH A EDTA-Mcllvaine 25 (4. 2. 8)20 mL.,10 mL F&E 21 2 ¥, &3F 3
W LW IR 50, ] EDTA-Mcllvaine 28 W ¥ (4. 2.8) 28 2 50 mL 5 . A& T W AL ik i
(4.2.12) it HPLC i,
4.4.2 k&Rl

HEBORS IR b 22 L DU PR 38, 2 25 32 M 22 V6 9 308 & b vfE 1355 B, ) EDTA-Mellvaine 28 nh
(4. 2. OWHE RN 0.5 pg/mL.1 pg/mL.2 pg/mL.5 pg/mL.10 pg/mL F 20 pg/mLAgERIER S
VAV b Ve 2 30 o e PR R AR R i (S A . DA G5 0 T B A AR A L TR JBE B AR AT , 2 A o T 28
TR UM B E R AL TR AR B 2 LR 5 A PRI AL 1L
4.5 ME
4.5.1 HiEBIESELHG

A : CiofE HE AR 250 mm, 942 4. 6 mm, B 5 pm, AR,

TBhA : A #824 EDTA-CaCl,-Z FRERGE st . B A by TP B, B0 BE VRIS A5 1 25 1,

R R B 380 nm, KBTI 495 nm,

i :30°C,

i :0. 8 mL/min,

#FRERE .20 ul,

®1 BEEBEG

B[] , min AM.% BH, %
0 75 25
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=1 &
Fif 8] » min A, % B A, %
20 30 70
24 30 70
28 75 25
30 75 25
452 EEBNE
GURE  TRRARME T A W ML » R T B ESF (0] Al 15 000 40, 73 381 € 33 0 vy By O£, 1 RS B 25
SRHE, AR . DR T P R £ LR N . iR i Ok B i
2R M9l ] EDTA-Mcllvaine 2% i
4.6 RIGHEIBAIE
TR P RFIN A 5 1 LB MR (2.
.................... (1)
................ (2)
il £k A 75,

4.7 BEE
e A
T 200 B UL AR *

o R EE-BEEEE(E

51 EHiE

FH EDTA-Mecllvaine 28 phizs ik $ H o e = VMR, R 4 HLB &4
AL, BASIR T, 30 %0 F ST TR T  FHVRORR T T o IOk o i T 5, AN ik i i
5.2 RFIsFrE

Bk 5 A R 25204 AUl AN R 4 B 2R R A GB/T 6682 BLE I —4LK.
5.2.1 ZJi. ikt
5.2.2 WEE. ks,
5.2.3 30% HIEEE R . B B 30 mL, JH/KEEMEIFFERE 100 mL,
5.2.4 10% BB BUPEL 10 mL, FH/K M IFH S 100 mL,
5.2.5 bRl meg/mL)  HEFFRBUA Y T L8 E UK E  &EEMEVEAFEY 50 mg HIER
LR MR IR A SR R M L VIR A kA, 25T 50 mL R P W R RO E A B

HIARHE 9 1 mg/mL (9 + R UHE SR FEAE TG ZRAE B, —20C LM R AR 14 H .
3
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5.2.6 REIRMETAEMB (10 pg/mL) . HEHIRBUARAERE & (5. 2. 5)1. 0 mL, BTF 100 mL &I+, 1
307 P EEEHL (5. 2. MBI E A L R E R 10 pg/mL W+ FE UK E SBEEMENHREZRAGIR
WETAER . 0°C~4°CAAF, AL HLFH .
5.2.7  EKGENG 05 B AHZEUR: (TILB) : 60 mg/3 mL, s tEGEHE 2% .
5.2.8 fHFLIEMECO. 22 pm) + 3l FHAY kM REAH 24 2
5.3 {uFBigH
5.3.1 U (- = IR T35 1 « FC H W 35 B T
5.3.2 A KF 8 0. 01 mg,
5.3.3 KF.JE&E 1 mg,
5.3.4 &ML FEE =10 000 r/min,
5.3.5 RIERAEE.
9.3.6 JRBENRE .
5.3.7 MFHEIETERS.
5.3.8 MRt
5.3.9 AL,
54 RBFHB
5.4.1 #EEL
il 4. 4.1,
5.4.2 %1

HLB [FEAAZE R (5. 2. TR A EE K .EDTA-Mcllvaine 2% Wi (4. 2. 8) % 3 mL 14k, #ET
WA W 2 mL 3, 7K 3 mL 10 %6 B (5. 2. 4)3 mL ARy ik 3, FIHEE 3 mL BER6 . WS vk it
W T 40°C F RS T, HERIIA 30% B (5. 2.3) 1 mL WA@Y B 51 G i FL 78 B 5 g
(5. 2. 8) , HEVEAH 235 BE RS0 2 .

5.4.3 EJRICEHRAMLNH &

HU6 {28 FHARE 4% 5. 4. 1~5. 4. 2 B TRACER, BRAG 23 BN A DU SR 2B A 4 vl TR (5. 2. 6) 38
I, T A0CTFESWT A 30 % B (5. 2. 3)1. 0 mL #@E 4. % 1 ng/mL.2 ng/mL.5 ng/mL.
10 ng/mL.20 ng/mL F150 ng/mL FRIIFRAERE IR, 138, AU (- R IR FRSAINE . DURHE 25+
Ji (4 U T R A A AR R 5 o UG P o s VR R B A s A A » 28 Aol 2
9.5 flE
5.5.1 #HEBiEsELMG

54 Cos b, A1 100 mm, HERAE 2. 1 mm BEBE 1.7 peom, 8540 24 B9 40074 .

HE:35°C.

WEhAH - A AR 0. 100 W RRVA WL, B H0 208 » BR BE BRI 45 F L3 2,

iiE . 0. 3 mL/min,

WERERE .2 L,
2 BREGERLFZM
HiF (8] , min AR, % BA, %

0 90 10
4.0 60 40
5.0 60 40
6.0 90 10
7.8 90 10




5.5.2 RitsE&H
B R RS TR
P IEE T E.
Fori 77 =X« 22 KON Wil (MRMD
HEHE 1.0 kV,

PR . 150°C

F LRI :400°C,
HESL R 50 L/h,
FALAE 800 L/h,
FEAE B X R R B X T Y 2 L3R 3.
3 EUBTFN ERETREME. L EENEE

KA R AT ESE 282 5—2—2020

. . LEeing )| SEHEE TR JETRES TR L e filf 18 A it
ESLY BN ;
min m/z m/z Vv eV
o 461.2>>426. 1 18
tEE 2.48 461. 2>>426. 1 38
461. 2>>337.0 26
) 445.1>>410. 0 18
EZNS 2.74 445. 1>>410. 0 2
445.1>>154. 0 26
479. 2>>444. 0 20
G 3.55 479, 2>>444. 0 10
=BE v 479. 2>154. 0 - 2
- 445. 2>>154. 0 28
2 3.78 445. 4, 34
TR 445. 2>321. 0 Crlit g 28

5.5.3 EMME
FROPIESE 1 A8 70 2 A& AR RIS S5 0 F A s A 000 55 110 4 B 160 5 T A o T
PR R RIE Y P B B 1) 28 75 2. 506 22 P, ELUREth FIARAL A4 2 A B T AR = B 5 R J3E B 13
A ORE T AR XS = BEEAT A I 2E AN 1) 2 4 LA A 90 L, DUI T30 5 S i P X I B 4
R4 EMWEINENEFEENSARITFRE

WG
AR >50 =>20~50 =>10~20 <10
FVFR IR R R 2 +20 +25 +30 +50

5.5.4 EEWE
HCARER ORI b ol T AR BLA3HT , 45 29 0 138 0 T AP0 57 £, 47 B 25 B 20 A ofE L A ik i i
TR R P 0 A 4 ) A AR 8 O SR Y P P o S R T e 2 e e S PRI e R )
BillE ., LRR AR SEENESTAZRARUERR TS FoisEE 08 A. 2.
5.6 XICHIRALIE
RE PRI A e DA B B B X 3R, S 2S4S T T2 (mg/ke) L $R (3) 8.
G XV XV, Xn X1000

X XV, X 1000 eeeeessseesesesesessesacnes (3)
:E‘CFF':
Co ——URERP @ 25V e A g iR, 3R (2) A5 21, 22 R B , AT v It £ A6 75,
fr A EZT (ug/mL) ;
Vo — AR BOR SR, B Z T (mL)

Vi i B AR AL BOR: O S R AR TR, A7 2= FF (mL) ;
Ve R AW AT A T (mL)

($2]
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m —— R T, B B () 5

n WG

1 000—HFT AL,

WESE R 2 YOPATI s AT B RR 45 R0 3 (A 2.
5.7 WEE

TE T A T 3RISA0 2 YR S IR A5 SR 5 AL BT B A 2o 0ot 25 {8, R K F3X 2 AMIE AT
¥EAY 20%6, LK T 20 0B A EER 520 AT .
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M R A
(FRHER )
REMERHBIEZE

Al MIRFERZGWRETRAERR (5 uo/mL) M EEE
LB A1,

500.00 f

450.00 | PUFF£-12.352

400.00

350.00 |

300.00 |

i T -6.422 B
250.00 A F-16.309

EU .
200.00 £ J ZPIHE-9.434

150.00 |

100.00 |

50.00 |

0.00

1 " " " 1 n 1 L " " P 1 L " 1 1 H L It i i L 1 1 1

0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 t,min

B A1 MAREZGYRBAERERR(S po/mL) B &EEE

A2 TAREXAWERTERESE(20 pg/L) WS ESFRERILE

TLE A2,
Telracyclines20170921_008
%
106‘ _ 3.|55 4: MRM of 3 Channels ES+
"‘ 479.206 > 444.022 (Aureomycin)
f 1.85¢6
- xS
0 00 DTV 0 3 00 2 AT T P G i W VO S T T sr o L iy e O 18 M WL 101 L 1 WP PSS NS Cx SRS I\ WU DY UPRTUPSN BPRTUPITIS ETPRPIPEN PR U i B
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 t,min
Tetracyclines20170921_008
%
100 3.56 4: MRM of 3 Channels ES+
i 479.206 > 153.99 (Aureomyein)
w 1.74e6
i |
I
0 e Fawa e ey o gl | Lol il I IR AV il gl L !
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 t,min
Tetracyclines20170921_008
0
rob 248 3: MRM of 3 Channels ES+
[ 461.182 > 337.04 (Terramycin)
7.94e5
0 1 1 1 1 1 | - Lo i 1 PR L 1 1 s ST SO Vo [ T i ) AT PR WO
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 t,min
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Tetracyclines20170921_008

l()?(})6 248 3: MRM of 3 Channels ES+
461.182 > 426.062 (Terramycin)
4.16e6
0|||||n|l 1 PRI (A ST U SN (N W W T U SN T W MUY 1 1 bacaotatbiaa el s g b a g sl |||.I||||-t--w
1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 t,min
Tetracyclines20170921_008
H;{; 3.78 2: MRM of 3 Channels ES+
445.182 > 153.987 (Doxycycline)
7.88e5
EHIHE
Olllllllllllllllll [I\I‘IJLE1I3|:
1.00 4.50 t,min

Tetracyclines20170921_008

of 3 Channels ES+
.036 (Doxycycline)
5.81e5
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