29 7 Vol29No 7
2010 7 FENXICESH I XUEBAO ( Joumal of Instrun ental Analys ) 739~ 742

HPLC 3-

KALL, R A, #H A, &8 X, &

( . 610065)
3 . (HIRALCEL OD-H .
. 3
3
. F - ( 90: 10) .
L OmL* min', 30C . 10m in .
L5 2~ 160m g/L .o(+)-3 (-)-3
y,=2116 4 - 3541.3(£=0.994) y,= 2097 6v,— 4774. 1(5,= 099 1)
, 3
; ; ;3 ;
0657.72 © A : 1004 4957(2010)07- 0739- 04

doi 10. 3969/} issn. 1004— 4957. 2010. 07. 019

Resolution of 3-tert-Buty lad ipic A cid Enantiom er by Chiral Stationary Phase
H igh Perfom ance L iquid Chran atography

ZHANG Yiwen SONG Hang LIN Fan LUGuq YAO Shun
(Deparm ent of Pham aceutical and Bobgical Engineering Sichuan Unwersity Chengdu 610065 China)

Abstract The 3-tertbutyladipic acid enantimer was pre-cobmn derivatized w ih anilne The de-
rivative w as separated w ith CH RALCEL OD-H chiral statbnary phase and detected by photo diode
array detector and online optical detector A hih pefomance liquid chmm atographic(HPLC) m eth-
od for the separatbn of the racem ate and the detem nation of the enantimeric purity of 3-tert-buty lad-
pic was established br the first tme The effects of chranatographic conditions such as mobile
phase¢ temperature and fbw rate on chiral recognition were nvestigated A good separation was
obtamed at 30 C by usng hexane— isopropyl alcohol(90 : 10 by volme) asmobile phase with a
fow rate of 1. 0mL* min . Under the optmal conditbns the enantimerw as successfu lly separa-
ted in 10 m n w ith separaton factor and resolution more han 1.5 In the concentraton range of 2—
160mg/L, the regression equatbns for he (+ )-enantimer derivatve of 3-tert-buty ladipic acid and
the ( — )-enantom er derivative of 3-tert-butyladipic acd were y; = 2 116.4¢,— 3 541. 3(r%: 0. 999
4) and y,= 2097 6, — 4 774. 1( = 0.999 1), respectively The presented study provided a sin-
ple and reproduc bk method for the enantian eric quality control of 3-tert-buty lad p ic acil
Key words high perfomance lqud chramatography pre-cobmn derwatization chiral stationary
phase 3-tert-butyladipic acid optical purity
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N, N- (DCC, ); ( )s
1.2
CH IRALCEL ODH (250 mm X 4. 6mm, LTD ), 0. 45 Hm
1.OmL* min 254 mm, 15 35 C
, SUL/
1.3
3- Ll 0.20 g( 0.001 mol) 3- 50 mL
, 0. 25 ¢(0.001 2mol) DCC , Smi,
0. 15mL( 0. 002 mo)) , 30 C, 1 HPLC
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2.2
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- (90 10) , R 10m n
2.3
- (90 10) , (15~ 55 C) 3
CH RALCEL ODH ,
(
), 30°C
2.4
30 C, - (90 : 10) ,
1
1 ? Tabk 1 Effect of flov rates on enantioseparation
’ o Flw rate Capacity factor Separation facor Resolution
, 1.2mL* mn v/(mL* min~!) ky ky a R
. 0.5 2. 679 3.524 1. 315 1. 867
’ 0.8 1. 297 1.817 1. 401 1. 753
a ’ 1.0 0. 862 1.402 1. 626 1. 702
LOmL* min | 1.2 0.5%0  0.875 1. 649 1. 640
3- 1.5 0. 254 0.484 1. 899 1. 473
10min s
1.5
2.5
3- 2~ 160mg/L , (y) (x)
. ()3 (=)-3 yi =
2 116. 4x,— 3 541.3(r1= 0.999 4)  y>= 2 097.6x,— 4 774. 1(5 = 0.999 1) (y mAU; x
107 g/L) 3 10 . (+)-3
418 13.96meg/l; (-)-3- 5.08
16. 87 mg /L 11 s 1.3%
2.6
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