HPLC 72 [] Bl 22 WA 25 T 1) 4 Fp 2 S iR 5 i
FXE L HAR ELARENAGEAYTHAHAERE)ERAS, BRE  050035;2.8 X &
BUHAZR, BRE  050081]

hE SRS RI27.2 XHEPRER A
DOI  10.6039/j.issn.1001-0408.2014.01.25

XEHS  1001-0408(2014)01-0071-03

B E Bd.ZSRmnEnTEFANLFRFMRES BT R, Tk KR BRMEEE, &i%4H CHIRALPAK® IC-3,
ARG R B RN oA e - = (3,5- R R A AL ) PR ES A A RS AR A E - F A BE- = LR (65:35:0.1) ik 4 1.0
ml/min; 2% K A 267 nm; AR A 25 Co 4R AT F MR 5 B EH KT 2.0, 0 i 2R E LM TR A 5~120 pg/ml
(r=0.999 9), FFEM % =99.42% , RSD<1.20% (n=3) ,#o M FE % 10 ng. %5k S0 ik e m Beik , TILT xhha ¥ B b5
Fe MR 22 SR A AT A

KR AT B RS MR A BT ; & Rk &k

Content Determination of 4 Kinds of Enantiomers in Paroxol by HPLC

GUO Wen-min',ZHENG Li-gang', XING Hao’, BAI Xiao-xue'[1.CSPC Zhonggi Pharmaceutical Technology (Shi-
jiazhuang) Co., Ltd., Shijiazhuang 050035, China; 2.Shijiazhuang Vocational Technology Institute, Shijiang-
zhuang 050081, China]

ABSTRACT OBIJECTIVE: To establish the method for determination of 4 kinds of enantiomers in paroxol. METHODS: HPLC
method was adopted. The determination was separated on CHIRALPAK® IC-3 column; silica gel covalent bonding cellulose-tris
(3, 5-dimethylphenylcarbamate) was used as filler. The mobile phase was consisted of hexane-isopropanol-diethylamine (65 : 35 :
0.1) at a flow rate of 1.0 ml/min and the column temperature at 25 °C. The detection wavelength was 267 nm. RESULTS: The reso-
lution of 4 kinds of enantiomers were greater than 2.0. The linear range of them were 5-120 pg/ml (r=0.999 9, n=7) with an re-

covery rate =99.42% (RSD<1.20% ,
and suitable for quality control of enantiomers in paroxol.

n=3). The detection limits were 10 ng. CONCLUSIONS: The method is accurate, rapid

KEYWORDS Paroxol; Enantiomers; Content determination; HPLC
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Tab 1 Results of linear range of 4 kinds of paroxol enantio-
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C A=65.1¢—3.28 0.999 9 5~120
D A=57.4¢+4.09 0.999 9 5~120
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F2 ERRRWER(%,n=3)
Tab 2 Results of recovery test(% ,n=3)

- e I

A R ke gk | RSD
A 101.66 99.35 99.89 100.30 1.20
B 99.37 100.25 98.95 99.52 0.67
C 98.95 99.47 100.16 99.53 0.61
D 99.01 99.59 99.65 99.42 0.36

#3 BEEMRWER(%,n=6)
Tab 3 Results of repeatability test(% ,n=06)

v m S R CIUNE T

FES TS A 5 C o
1 99.56 0.12 0.10 0.23
2 99.55 0.13 0.10 0.24
3 99.53 0.12 0.10 0.23
4 99.56 0.12 0.09 0.22
5 99.51 0.12 0.10 0.23
6 99.53 0.12 0.10 0.24

RSD, % 0.02 3.36 4.15 3.25
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Tab 4 Results of content determination of enantiomers in 3

batches of samples (%)
[=A % P =N
s SRR
A B C D
120101 99.56 0.12 0.10 0.23
120102 99.69 0.10 0.09 0.10
120103 99.91 0.07 0.01 0.01
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Improvement of Determination Method of the Dissolution of Haloperidol Tablets
YU Qian, DUAN Yong-sheng, DU Kai, LIU Shan-shan, CHE Bao-quan (Beijing Institute for Drug Control, Bei-
jing 100035, China)

ABSTRACT OBIJECTIVE: To establish the method for the determination of dissolution of Haloperidol tablets. METHODS: The
dissolution experiment adopted rotating basket method in Chinese Pharmacopeia instead of small vessel method, using hydrochloric
acid solution 900 ml instead of 200 ml as solvent and rotating speed of 100 r/min. The determination method changed from UV to
HPLC. The analytical column was Intersil Cis column with mobile phase consisted of methanol-0.05 mol/L potassium dihydrogen
phosphate solution (60:40, pH adjusted to 4.0) at the flow rate of 1.0 ml/min. The detection wavelength was set at 248 nm, and
column temperature was 30 °C. The injection volume was 50 pl. The detection methods for the dissolution of 6 batches of samples
were compared. RESULTS: The linear range of haloperidol were 0.531-4.248 pg/ml (+=0.999 9) with an average recovery of
99.58% (RSD=0.46% , n=3). The dissolution time for the sample decreased to 30 min from the previous 45 min, and the limita-
tion rate increased from 70% to 80% . Compared with previous method, new method showed higher dissolution, lower RSD and
better homogeneity. CONCLUSIONS: The method improves the accuracy and specificity for dissolution detection. The improved
dissolution method is more discriminating among different tablets than before.

KEYWORDS Haloperidol tablets; Dissolution determination; Method improvement; HPLC
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