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Enantiomeric separation of liarozole on amylose
chiral stationary phase

CHEN Yuqing MA Zheng AN Fang GUO Xingjie
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Abstract A high performance liquid chromatographic method was established for the
enantiomeric separation of liarozole. Baseline chiral separation of liarozole was achieved under
normal-phase chromatographic mode by the Chiralpak AD-H chiral stationary phase. The influ-
ences of the concentration and kind of organic solvent the proportion of acid and base col-
umn temperature and flow rate on the enantiomeric separation were studied. The optimized
chromatographic conditions were hexane-ethanol containing 0. 3% diethylamine and 0. 1%
glacial acetic acid 80:20 v/v as the mobile phase with a flow rate of 0. 6 mL/min and
detection at the wavelength of 254 nm. The column temperature was set at 20 C. The resolu-
tion of 3. 4 for liarozole was achieved under the above chromatographic conditions. The method
is simple rapid and with good reproducibility.

Key words high performance liquid chromatography HPLC amylose chiral stationary

phase enantiomeric separation liarozole

liarozole
1
34
1
1
5
1
1.1
Chiralpak AD-H LC-10A SPD-10A
2008-03-23

. E-mail chenyuqing329@ 126. com.
. Tel 024 23986285 E-mail gxjhyz@ yahoo. com. cn.



644- 26
Anastar 1
99. 5%
) /% g, /min lg,/mMin
15 32.7 42.0 1.34 4.3
18 20.9 26.0 1.34 3.4
20 19.8 24.6 1.33 3.2
1.2 23 16.5 20.4 1.38 3.0
# 0.1%
1.00 g/L 4 C
25.0 mg/L
0.45 um
1.3
Chiralpak AD-H 250 mm x 4.6 20%
mm 5 pm Daicel Chemical Industries 2.1.2
Ltd. - 0.3%
0.1% 80 : 20 0.6
mL/min 254 nm 20 C
20 pL
2
2.1 2
2.1.1 0.1% 0.3%
D- a-1 4-
Chiralpak AD-H 2
- 3 5- ) /% N, N,
6 0 2234 2374 1.33 2.3
0.1 3753 3599 1.33 3.2
0.2 3679 3831 1.34 3.7
0.3 4068 3901 1.34 3.8
a-Tr -
0.3%
7-9 0.1%
- 0.3%
0.1% 80:20
2
10 0.004
(I
0.002 [
2 3 I i
0.001 [ , ’ \ I \
[ ! ) AN AN
NN
vvvvv —
V
0.1% B ERED 15 20 s 30
1 t/min
2



5 645-
2.2 RSD
20 0.19% 0.41% RSD
2530 35T k 1.1% 1.5%
3
3
3
/C k| k, -
20 2.61 3.47 1.33
a-Tr
25 2.47 3.23 1.32 .
30 2.33 3.06 1.31 Chiralpak AD-H
35 2.22 2.88 1.30
11
Ink=-AH/ RT +AS’+In @
Ina=-A AH* / RT +A AS’ /R
0 0
AH AS 1 2000 31 4 337
Gibbs-Helmholz 2 Kuijpers A Van Pelt H Bergers M et al. J Dermatol Sci
1998 16 Suppl 1 S81
A AH' A AS° P
3 Njar V Gediya L. Purushottamachar P et al. Bioorg Med
Chem 2006 14 13 4323
In k In o 1/T 4  Njar V C. Mini Rev Med Chem 2002 2 3 261
van’' t Hoff 5 Venet Gaston M. Belg Patent 9522540.8. 1995-08-24 .
http //v3. espacenet. com/origdoc DB = EPODOC&DX =
W09522540&F = 0&QPN = W09522540
2000 18 1 39
Okamoto Y Aburatani R Fukumoto T et al. Chem Lett
12 1987 16 1857
8 Okamoto Y Kaida Y. J Chromatogr A 1994 666 1/2
van' t Hoff
403
r” >0.99 A AH’ A AS° 9  Pemin C VuVA Matthijs N etal. J Chromatogr A 2002
947 1 69
10 1999 27 7 828
20 C
11 Weng W Wang Q H Yao B X et al. J Chromatogr A
2.3 2004 1042 172 81

12

2006 34 6 805





