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Validation of a High Performance Liquid Chromatography —Tandem Mass Spectrometry Method for

Quantitative Determination of Tetracyclines
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G =4 7 L1% Oasis PRIME HLB (6cc, 200mg. Waters
) R2H L, Bl NI 7Y AT A
Nexera X2 ((#k) Bdt8EpTi) %, & ¥ 7 2 BR R ST A
X QTRAP4500 (AB Sciex#t#) MM L7zo 547 7 21
InertSustainShift C18 (N££21mm, & &150mm. %5 um,
VI HA YA (KRB 2R L. A— 87 F 212 Cartridge
Guard Column Ei (9821 mm. £ &10mm. #fE5um, ¥
—IHA TR (FR)E) ZEHL7,

3-2. HEBRBROFARGE

AW BRI O RBUA TR OB 7 0 — 2 112, 7445k
R O RBIATR O 7 0 — %22 2 1R T,
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LERAGLT01% (w/v) FHKER BB AL CTH
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— 0.2% (w/V)AXVFERKIEE 20 mL

[(10BEALT X (TIIFETTAF—Z1HEFA) |
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[ R ER S—U T 0CLLF) |

—0.1% (w/v) FERVEIR 1 mL
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MRS X D ER Lz,
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1. BRREIOYII ST 14— - 2T LREENMMETOAERMGE F2. BRERI/ATNITZIT71—-DT7
EE oI 5 = YT hRA
SEER  RE 02 mL/% AFR (%) Bi& (%)
EAE 5 uL B (9) 0.1%FEE KB R FEb=R)IL
hSLBE 40°C 0.01 95 5
#Enia A 01%FERKIB R 15 20 80
Bi&: 7hb=FJIL 20 20 80
20.1 95 5
30 95 5
BWHE AAUiEE ILYMARTL—AFUALERS T4 T E—F (ESI positive)
BEE—F Z2ERIGE=4)>% (MRM)
A—RHRBE 350°C
B—IRRTL—FEH 40 psi
FISAY—HRES 70 psi
h—FUHRARE 25 mL/%
a)ParvREHRFRE 9 mL/%
AFVRTL—ERE 5500 V
IVNSURERE 10V
x£3. BEMEDILEMZEDINT A —5—
B
feans ATE TUh—H—17+> Tng oAy FHSRBULT B AYTaLTRLE—
(m/z) (m/z) V) V)
FETFRSHALHYY EEAAY 461.075 425.800 76 27
460.148
(070) BAAY 461075 443,000 76 19
HOLTFRSHAHYY EEA1 479.055 443.900 96 31
478114
(€TO) HeEAAY 479.055 461.800 96 25
FRSH ALY EEAT 445115 410.000 66 27
444.153
(T0) BEBAAY 445115 153.900 66 35
BB L 7. TORRKE L TR T CTHRMEY OB L4
BRIV ER BHEIEICEDT MY 2 ARBEOWEESE L b2 &

1. FIRLIERAO®KRET (TE)

AL - R E, HiAE S LT 02% (w/v) A &Y YERK
WA B DT NI A 7)) VA RBRE I L,
FIT FHESBIIEERBELT02% (w/v) A5 VR
KB DHRTEDTA U A ¥ — VBRI I 2 3,4
2L 2%, OTC. CTC KU TC o Famml=id, zh
ZFNT709, 730, 725% TOITNHMNMETH o720 T2 W
1A @EEOIINEIZA®E L Tz, SNHDEKE LTT b
FHA ) VHEREE 24 L= MR L, GE
LzWRMsZ 2N 5, FL— MEEERILT
5 B THIABEICEDTA 23N LI O R 217 - 720 Z
DOFER, FIEIEWNE L. BREESINEERIZ OTC 2593.3%.
TC#A%1059% T, LY Z#kF & LBAICIZEDTA ORMNA
B SN RO AR L £ 2 bz, —H. CTCIk
1439%TH Y. 4 FI A4 VIR ENIkEHE (70~120%)

5. BkE AL LB T A OWIFIIOVWT, 25 I —
WOWEDHEX 0 %~20% (v/v) OB CTHET L7z, HH
ERAINRT s AY 7 —IVIRE ORI CTC OREHE TR
BRI DN D > 7225 A F ) — VAT 20% D
P 315% 04 & ik LT OTC KO TC R Sz IR
BHB100% LLF TR 722 206, B A T 2 0%ER %
SNPIRELS% (v/v) A% 7 — VKB E L7ze & OWEst:
IZBWTH CTC DR RN IX120% % @@ L THB Y
RIFRAE RS oM eh ol 22T iBrEg@mo [HPLC
2 X B ES SO —FREBEIL (FKED) | 5%
I AR A A RRVABE L KRB L ORERTH DAY/ —
WV=02%(w/v) A1) Y EERKIERWE (2:3, v/v) \ZEHL,
e S RN IRDGRER % St L CZE R 0.2% (w/v) A& v
BRI O ADLGE LI LT, BB, ZEHEBEOMKERZ
FA A T DCAMT ICHD. A5 7 —ViEERKT SE
BUHEN I 572720, A ) — VoM EFHBELTE—%

x4, BHEEED T LEBERDOA Z/ —IVREICLZBRERZBMERE (%) ~OHE

AR/ —)VIRE (%, v/v)

L&Y 0 5 10 15 20
oTC 93.3 87.3 89.8 91.3 84.6
CTC 143.9 130.1 136.1 1258 126.5

TC 105.9 93.8 99.3 100.2 91.9
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V=TI NRL—F =12 X ) ERMT 2 TREZEBML 72, il
WA TR 4 % Ll L 72 R 25 1R 37 a2 2
57 ) —=N=-02%(w/v) A% VEKETHRE (2:3, v/v) &
L7=%A S CTCOMINERIZI01.3% THA K54 v OI#ED
FPAN & ), OTC KRS TCIZOWT b EIEDHPINTH o
7o BT Lz0id, MG & 7 — v 2y
BT EICE DS T, mMEOFY M) 7 ADRAE
BRTE 2D EEZ SN,

B, EREEBICBWT, REOXME 2 21iHEE—2
D N h o7,

2. HILIBEREDOKRET (B2 /NF)

B U8 F R HBE UCHITEO T CHESE L 72 Bk TR
SRIMENEER 2 R L7 & 2 A, OTC, CTC KLU TC o[
PERIZWTNB70% KM TH o720 2T, FElH T L2 00%
HE15% (v/v) A F ) — VIR HRR~ZTE L, ik
SR GRER % R L 720 SO HE T 6 1TRT . BRI
ZHiAKE L72HAIZ0TC, CTC LU TC DI IZEhZEh
80.0%- 97.7%. 835% T, LHEZ15% (v/v) A% J —) K
WL LB E E U CRIFRIERE 2D, wIhd oA
RS A4 v OILHEDHPAN & 72 5 720 FIERAYE L7201,
Ve OMES LS . T M T A 7)) VHESEM S T A
PR ENR T RV RIB LIS o lzc0 b EZ BN
15% (v/v) A% 7 — VKB 2 PR & Lz e, alklas
LY L o8 T CTREAE SN R A5 7 2 B O fF I 121X
ELIHREDPLETH D,
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DL OMERRICE ) VT CBELET VI 7Y VH
DREE (M2) 1Z2WT, ZERFH v 8F 23 B E LT
FEHE TN DGABR I & 2 B Y Pk 374 2 F20t L 7o/ e 2 7

ERRAPEEWED 1/3 LT 04 (OTCAHY) I2Bw»
Ty WiE Y — 27 WD IS Y § 2 ¥ — 2 0o 1/10 %
Mz EnZ &, EESRBIOSA (CTC RO TCA%%4)
2BV, WiEY— 7 s ' RAMEICHY T 5 ¥ — 2
o 1/3%B2Hnwz s Tnb, F/20 HEIZ70~120
BOHMPANTH B Z & PHATHEZ, @IRED02ug/g D
BAIZ10%UT . TRINIEEEAT001ug/g D A1325% LT T
5L, BN BIREA02ug/g DHEIE15% LT,
TINIEEAS001ug/g DHAII30% U T THH I L & EhTw
bo SHORBETIE, TRTORBTHEY -2 13FDON
Lotz TR YN FREZNETNARE LT M T
A7) YD 3 OOALE Y OREHE FAMInDGER T, ERE
HE, JHMTHE. BLXUOZENHEOTRCOEHATHA KT
A NRENTZ M2 W72 Lize T/ A TOREHENRINR
BOWERHEIIBNT, S/N210TH - 720

Al NS ORGME ZRTHELZZT bIFA 7Y~
HDOLC-MS/MSHERIEAD, WIEOEBY AL FF4 VITRE
NI72ETOR UMM OIEMEZ 2 L, ATBURFR I © &
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x5, HHEAEICKIELERTMNE R
IRE (%) NDE L& 0.2% (w/v) AU EKER AR)— )L~ 0.2% (w/v) A2 BEIKER BR(2:3, v/v)
OTC 91.3 101.7
CTC 1258 101.3
TC 100.2 90.6
*6. EHEMEH S LEERICED B HS LSS R
ZELRMEURE (%) ND (ke 15%v/v) AR/ —ILKER fizk
2E (HoNF) oTC 53.9 80.0
CTC 64.5 97.7
TC 67.2 83.5
7. OTC. CTC RU'TCHERED IE HINF
7 M7 =L +
ELMFEORR &Y GEIRM HE  SHTRE ERRBE O GERE  EE  HTRE TNEE
(%) (RSD%) (RSD%) (%) (RSD%) (RSD%)
OTC (@) 85.7 48 8.1 O 79.8 41 10.0
CTC O 101.5 6.2 8.2 O 88.1 5.1 13.7
TC O 941 45 6.2 (@] 86.4 5.0 7.2
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