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o OE: RARREBCEEROR AT EE, MG ASELYER/BFHRIEREA (HPLC/APCUMS/
MS) AT . EIETE0.02~3.0 pg/mL FEEMN, LRHMHIEREE0.9993, RBPRN 5 ng/ml (S/N = 3), FERH
FR A 20 ng/ml, (S/N = 10). B EMKFHES BISCRSE 95% AL, AEFIHKN RSD BT 5%, BETHEAMTH

HE,

KRR : MTEX; BEGCE/KSELFEB/ETHRY: BRERE

PESHES: 0657.63 SCEKARIRES: A

AT R R — AT B R E, MHHELK
PR A BRMILERE S, X RE A RIFHT
WIER, MEXRANETRE N WTERERK
EERATHRIT MR RS KRB RARAE. WEK
NG, PEREETTHAEHERN, WL, K
ot K EEAEMBEESEY, B LS. mEEKM
RN, PFENEZESRERRETHEHENK
w?, mERErY,

Ve 7E R % 7 TR R B — 151 5 R v 4
MR R g T IR ESE S, Fit
MR B RN BRIESHT S, REEENRRIK
#E, SHHEEFHEERSERARELE L

AP ERNRIN T ERFEE, ¥R
FAORME R (HPLC) 4038 4o e ™ s s fb 2
R, Luo I RASHEIE (GC) HARSITT
BEAHATHRITERNRE . hTFAEYREAPREE
A8, UEMiFEtRERSR, HYRE
FHATBERMBEIEDT. AR R ERA
B R, Bk EEA HPLC/MS/MS £ AR 4347 L #
HAEE, FRIMATFAREE.
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1.1 FEMBSRAA

Thermo Finnigan LCQ DECA XP %! & 3k i 4 2.%/
EFB RSB, MENGRER . KREAE
B (APCD) . BIHHERS ., Xcalibur S

* WREHHE: 2004-11-18
ESTH: BRARMEELSTEHIE (20375049)

MERS 0529-6579 (2005) 05-0046-03

ARY5; MMS-3010 #iRizHL (H 4 7R 5 3 4b 2 AR =X
24); MGS-2000-G AT IR BRI (HAKH
MMk at); HEERXFH L TCL-16G
(LWL RENEST); MEHR ST WH-90A (|
BT REALIE ). BB ER (PEAK
Ykl R RT), CHE (B, Merck AH]) , &
BB, Hlg. FEE. SR TENSNTE
AyRTEiiRF], KAHELEK,
1.2 filaHnm i m &g

YROHE 538 & 34 . Hypersil® BDS Gy 5 pm
x4.6 mm x 150 mm A%, HE. 25 C; K-
0.75 mL/min, FEHHE: 0.02% B BR 7K 38 W/ 2 i
(R H 60:40), RAELBER. BFEFK:
REEAFEHE (APCH, EETFRN,; FEAM
TWHE: 110~ 600 u; ZAWRE 450 C, HHHEK 6
pA; TREHK: 5.0KV; B (N,) W#: 40 a.u.;
MBI (N,) WE: 10 au; BHBTEE: 200
C; BHEHRE: OV; WESK: &K, MS/MS H
X REERE N 27% .
1.3 RMKBHES

WEFRR 5.0 mg $RERAKAT B RhndEsh, AW
BRI ERZ SmL, FHIBEE N 1 mg/mL M5
WERER VW, 20 CARFE, I I B R A5 oKk BE #
HERE
1.4 ISR E

WEHBBULIK 0.5 mL F 10 mL HE &L,

EHEE: BEE (1970 4F4) L, #IH; BHRBERA: PrIE%E: E-mail: puiarc2@zsu.edu.cn
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A pH 4. SBERREMPIAW 1 ml, TIRRIEAS L
#5130 s, L4000 t/min B0 5 min, 0 FiERK.
BE LRBRAE—K, §3FLF®. HMA 100 pL
10% BRIV WFN 20 pL 3.6 mol/L H, S0, B, JiE
B 1 mn, FIREEH, BL, BBH LEH.
KK 1 mol/L. KOH % 0.6 mL, 4 mL ZfR Z.BF,
MEEHELEE THRBV LRGBS min, &
L5 min, BEANMTS —RXEH, BEEZBKZ
BEAEBRE— IR, BHAYAME. BEVHEET 60
CREERBELF, AN, RTHENHEM. REH
500 pL #9 0.02% F ER K W/ (KB A 60:
40), R5IEBEEE 10 pL,

1.5 mAMRFTERFEHZS&

SHBELME 0.5 mL, %A ARG & KA
AEEX HBE®, AR E50.01,0.02,0.05,
0.10,0.20,0.50,1.0,2.0,3.0 pg/mL 89 I BEARHE , %
1.4 #:4E,

2 HREIE

2.1 HPLC/MS/MS 43 #f

£ MS KA T, BRI B RIRER M EE
B A APCIE, HEH MSHENTETIE [(M+H]”
h407.2. THE bR HE T RN O OB A R AR 4 A
¥, HAESTEGSE, EBESTFET M+
H]* 407.2 A RBF#T R ARG . H
AP EmME 1 iR, ARATE RGN
7 3.62 min, B2 HHABERE - REAWREEE
R, HESTFET m/z 407.2 813 5 F Bt B B i
BAREFERNMN 359.2, 126 2 5BEH BT,
2.2 HEBAHH
2.2.1
FETHESTT HPLO/MS/MS 4347, BASMR B i 16 B
PITER, £0.02~3.0 pg/mL TEHEK, itk
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Fig.1 Full scan MS' chromatograms of parent ion

<

at m/z 407.2 of samples
(a) 0.1 pg/mL FRUERR;
(b) 0.1 pg/mLARHEGRINMBAES; () MBHA

AR, HERECH0.999 3, MR (LOD) K5
ng/mL(S/N = 3), EBKEHM (LOQ) H 20 ng/
mL (S/N = 10),

222 MEEAEKE SHBEME 0.5 mL,
BEMAR. . K3 HEENARTERTRAE
W, & 1.4T405, SrRISERERE SR, EESK
Mize, WBLRRE 1L

A1 ARG R S e A e
Tab.1 Intra-day and inter-day precision and recovery
of spiked samples

e BN B
(pg'mL™') B2/ RSD/%  EWHE/% RSD/I%
0.10 9.1 4.1 95.2 4.4
1.0 98.3 2.3 97.7 2.7
2.0 97.4 2.1 97.0 2.4
MBS, n =5
2.3 AEER

WHRBERMB 0.5 mL, % 1.4 TH &S, #
B 10 pL 31T HPLC/MS/MS 23087, A8 mmeEsd
AT RAE N 1.66 pg/mlo
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Fig.2 Full scan MS’ spectra of parent ion at m/z 407.2 of samples
(a) 0.1 pg/mLARVERSW; (b) 0.1 py/mL FRMETRMMABAER ; (o) MMAEA
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Determination of Lincomycin in Blood by High Performance
Liquid Chromatography/Atmospheric Pressure Chemical
Ionization/Ion Trap Mass Spectrometry

PAN Ai-hua' , YAO Jun-hua®, CHEN Zuan-guang’ , WU Xin-yao'
(1. Department of Forensic Medicine, Preclinical School, Sun Yat-sen University , Guangzhou 510089, China;
2. Instrumentation Analysis and Research Center, Sun Yat-sen University, Guangzhou 510275, China;
3.School of Pharmaceutical Sciences, Sun Yat-sen University, Guangzhou 510089, China)

Abstract: A method was built for the determination of lincomycin in blood by high performance liquid chromatography/

atmospheric pressure chemical ionization/ion trap mass spectrometry ( HPLC/APCI/MS/MS). The liquid-liquid extracts
from blood were separated by a Hypersil" BDS C; column with 0.02% formic acid in water 60% : acetonitrile 40% as

mobile phase. Presence of lincomycin was confirmed by two characteristic product ions of m/z 126.2 and 359.2 from the
parent ion at m/z 407.2. The assay exhibited a linear range of 0.02 ~ 3.0 pg/mL, a correlation coeffecient of 0.999 3
and gave a limit of detection at 5 ng/mL (S/N = 3) and a limit of quantification at 20 ng/mL (S/N = 10). The

coefficients of variation for both intra-day and inter-day were less than 5% and the recoveries were better than 95% at

various spiked levels. The validated method fully meets the requirement for lincomycin analysis in blood in forensic

medicine due to its specificity and sensitivity.
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