-+ 30 - R E BT EZ 2017 451 A28 19 %55 1 1 Military Medical Journal of Southeast China, Vol. 19,No. 1, Jan. 2017

HPLC #3005 A i 1 1K 3 J3e e e )i
F OB ATE RABRE HEF

[(BE] BM  EST &80 (high performance liquid chromatography , HPLC ) il i€ A L& H Ak 37 REME B9 7 1, M IIfs
RARSE FEREAMAIL I ZG R Ay st . AiE R 7% B A BV LB & M, @384 R IR Hedera ODS-2(4. 6
umx250 mm,5 pum) , FSIAH R ZHE-20 mmol/L BEFR — E4NZE v (pH=6.0) (60:40,v/v) , T A 1. 0 mL/min, Kzl K
254 nm, EER  ARSEEPEAE 0.367~23.5 pg/mL AL R I (r=0.9964) b N b 8] 6 IR 22 <+ 5. 0% , b 4 L A A 25
JEFAXT AR UER 22 (relative standard deviation, RSD) <11. 1% , TE IR HUE KR SR RN T % 280 i Aa cE 1, AR S e mie 2 1
FifeE  m2E<+12.5%, 45 FESLM HPLC I AL AR Sr e msyi BE 1) 7 vk A 3 08 RR Rtk RO & ARG
AR R BT 5 R R RN

[REIA]  ARSL W B0 (3 5 15 e 2

[FESZES] R969.3 [ XHkARERB] A

[DOI] 10.3969/]. issn. 1672-271X.2017.01.008

[XEHE] 1672-271X(2017)01-0030-04

The determination of voriconazole concentration in human serum by HPLC
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[ Abstract ]

voriconazole concentration in human serum, that will provide methodological foundation for individual medicine. Methods After the

Objective  To establish an high performance liquid chromatography ( HPLC) method to determine the
precipitation of serum proteins with 7% perchloric acid, the voriconazole concentration was determined by HPLC on a reversed phase
Hedera ODS-2 column (4.6 pmx250 mm, 5 wm). The mobile phase was a mixture of acetonitrile and 20 mmol/L sodium dihydrogen
phosphate buffer adjusted to pH 6. 0, with the mix ratio 60:40, and was delivered at a flow rate of 1. 0 mL/min. The UV detection was
set at 254 nm. Results The peak area for voriconazole was linearly related to its concentrations, which ranged from 0. 367 to 23.5
pg/mL (r=0.9964). The intra- and inter-assay variations were within 5. 0% and their relative standard deviation values were within
11. 1%. The serum samples were stable when stored at room temperature, after frozen for 15 days and after 3 cycles of freeze and thaw
processes; deviations were within £12. 5%. Conclusion The established HPLC method is simple and fast with high specificity, high
sensitivity and low cost. The improved method is more suitable for clinical routine use.
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AR ST R W 15 50U A €655 (high performance liquid
chromatography, HPLC ) W & J7 ¥, 7f 5 o) 1 B
I R % JT i L T R e A SGIR T, 9 AR SRR K 1Y
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1.1 AEL5KA
1.1.1 Y2 Agilent 1100 /& 20k A1 5 3% R 4
(G1322A TELEIESHL, G1312A %, G1316A HElRAH,
G1314A “LHME I 2%, Agilent ChemStation 1k 2% T4
Ui, Agilent) , L4341 KF ( XS205DU, Mettler Tole-
do) fIKH B HL(2-6E, Sigma ) |, i 3 B0 AL (1-13,
Sigma) , I i€ % 3% #% ( WH-3, b9 397 75 20 B A 2%
J7),pH 31 (PHS-3C &, LA L b 2= s e A A7
FRAT]) 4,
1.1.2 250 5l AR o7 B mle X BE & (20 B >
99% , v [ 24 it A= Wy il e R E I, i 5. 201402) , &
& ({3540, Tedia, #£5 ;609697 ) , Z /K& HEIR — A
B E 2 A 220 A R A w45 . 20130502)
HERB R A al, 5 KR B fil gk,
1.2 7
1.2.1 A5 @i%H . Hedera ODS-2(4.6 um
x250 mm,5 pm) , YL BUIRBHE AT BRA ] 5 i sl A .
ZNiE-20 mmol/L Wi fig — S M ZE vh ¥ (pH = 6.0)
(60:40,v/v) ; K% 4 . 254 nm; HEE 40 °C ik .
1. 0 mL/min; FEFARFL .20 wL,
1.2.2  MVEFEALHE  HBULEHEA 200 WL & T8
B EP & A 100 wL 7% 28R, IEIR 4 15 s,
13 000 r/minE.0> 10 min J& , BUEIEFERE T .
1.2.3 JrikTEiiln A ik i A
SR 10202 TR 7 ERAE, A ilie A F
T A5 LI + AR 7 FEme AR 37 B b £8 35 1l 7 €03
B B BT ik i & JE v HEBR 22 i T
1.2.4 HrifEi S e TR K& PREUR 7 s
XSS 4.7 mg BT 5 mL i, /b 2558
VAR E IS K e 2, BUBR BE R 940 e/ mL BIARIE
T TR BRI BC A 3. 67 7. 34,
14. 69 29. 38 58.75.117.5.235.0 wg/mLI¥ R T AE
W, A3ATE 180 WL 25 FHILE HOA 20 pl TAEWR,
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fiff il ¥ w25 W vk BE AR IR R 0.367,0.734 1. 469,
2.938.5.875,11.75.23.5 pg/mL; 4% 1.2.2 Wi F )5 i
FRAE ISR TSR, LIVR BB AR RS X, W T R R Ak
bR Y, IS /N — vk A B2 5, SR A5 A v il
LA E TR,
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W ARIKHCAY 5. 4 .37. 8.188. 8 pe/mL I 5 TAEW
35T 180 wl 25 LG P IA 20 wL TAEW, K
P IG5 (0. 54 3. 78 ,18. 88 pg/ml) 3 FhA
[FIER: 37 R Mk e 85 %) I V7 R R R MR EE 5y, FK
122 BN 3 ie Skl AR S B B4R
A2 3T AR 7 SR nae (%) I 3R TR, 25 8L P B A 3 4L
PURSS B 5 3E2E 3 d WA, 5 St i) oA i i)
1.2.6 $REMISCRAE 73000 180 wl 25 I
A 20 WL 2.5 TR A4 T AR kG e I ) R A1
%5 (0.54 3. 78 .18. 88 peg/mL)3 R [RIAR S7 e me
VR I IR, ARV BE S . HKARER 25 (L
T8 BC B B R, T FR I Sy, 1. 2.2 BT
TP il s (i (BT, LA — U 7 A e T AR
U TR R R %
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B 8 h Rl 3 K. -20 CTtE 15 d AR AL PRAF =i
JHCE 24 h PEAT I A, G0 SR 0 R, B R AR 1 B
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2.1 ke H BN TEARSLE PR N (g 450
T AR FERAR B R ZE 5.5 min 22 AT B SLIGTE B
U, A THME . I E LA 1,

2.2 MEMZAETE TR bRiEIZMN E LR IH
JFE.Y=4.600X-0.052 (r=0.9964), %5 FFEH,
ARST MR I 253 5 7E 0. 367 ~23. 5 wg/mL 78 Fl N L
PERR RGP, AR S M 7E L35 i i TR N .
0.367 wg/mL,

2.3 MZmELSEMRE HUN AL AR AR
LR 1, P HERIER 25 <£5. 0% , #L Py At ]
R85 BEAR X AR 22 (RSD) <11. 1% , F55 A= WIkE
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B 1 R EEE

R1 AERE#A HEEHEMBZEE (n=5)

b Hsf 8] (min)

I Y | it

(pomiy W i BEERSD S MeRiE fiie R RSD
(pg/ml) (%) (%) (pg/ml) (%) (%) (%)

0.54 0.52+0. 06 96. 99 3.01 11.12 0.51+0. 06 94.95 5.05 10. 11

3.78 3.88+0. 19 102. 81 -2.81 3.74+0. 21 99. 08 0.92 5.51

18. 88 18.51+0. 51 98. 05 1.95 19.16+0. 97 101. 48 -1.48 5.08

2.4 RIeDE BREURIRCREE R UL 2, 4u Xt
M3 >95. 6%,

x2 ARREEKEILE (n=5)

IMAVERE (pe/mL)  HEEEICE (%) RSD( %)
0. 54 59. 100. 74 1.24
3.78 66.33+3. 85 6.07
18. 88 61.80+0. 52 0. 85

2.5 HABEHE HAREMSERENLEI AR
JCE 8 h Rl 3 YR \—20 CUE 15 d LARALBRE 5%
TRCE 24 h 000N RS R CRAFFE , o HH LA
WAL R <£12. 5% 55 H YIRS AT EDR

3 REASRETHBEY (1=5)

e WG T %
FEHM (pg/mL) (ne/ml) (%) (%)
FIRATE 8 h JF b

0.54 0.48+0.01 88.32  11.68
3.78 3.75£0.05  99.20 0.80
18. 88 19.52+0.17 103.38  -3.38
AL FRAT R RCE 24 h

0.54 0.610.04 112.49 -12.49
3.78 3.83:0.12 101.50  -1.50
18.88 20.01£0. 11 105.98  -5.98
TRk 3 %

0.54 0.57+0.04 105.24  -5.24
3.78 3.75:0.06  99.31 0. 69
18.88 20.36+0.27 107.85 -7.85
K% 15 d

0.54 0.53+0.04  97.45 2.55
3.78 3.66+0.04  97.01 2.99
18.88 19.01£0.42 100.71  -0.71
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DUV HR 5 W it sh AR e, 230 03 ik ke R A
JRETRJ AT (E Ak D BR BB, 0T 8 2 i R R B 48 A
BRZE SN 7 T v 0 HE R B RS %5 B 5 A SR
0. 5 fIATR 7% 2 @R 5 I DUVE R 1, TEA M AR ST
MRS R A ETEAT A A FT T, X REAS (4 s B A 1)
Bb, BT EAE RO e ERE 1R, 2 U
1o VBT T RE o R Y G2 R R ) 6 T AT
FE AR SCRE SCHk PR G 50 ~ 100 mmol/L BERR — &
EHIEEE N 20 mmol/ L1 HEAS M £R 37 k£ i
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