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WE 7 Chiralcel OD M Chiralpek AD $ - X ZWATFHEEH L, UEHARRENECHK - R IEEBH
- AN+ ZRHFERRARRENFERERL SO BRAEET T FHEFS. SR T XL/ EREEI =X FH
HERERTY, TRRA,FERESFHEESHZENFEER RN BIE - BREA LBER -k
R)MEFHRERBIM . ZEAB)FHNESEERIRFHFSIRNETERRE, FRCHTRABRBEAMHK
RPN EEELE,

XA HHRWAHGH, FHEEM, RS FEBRK.

FEBRLEYERFERZETEEN R, B TETLHETEHMERERE R TFF L
¥EAN AMEANARFBI ZHMAR, BHE&RELEE NI ARBLEY, EH
RERHRFEHEREEN I, MXKLAEL G ZHEMNHXRIMNEEY TSRS T,

TEZ WA HPLC FHEE E M (CSP) LA BB RS X BAC A RED -, BERATFHRIH
EBMERFHASYRI AR, AR EFTA Chiralpak AD 1 Chiralcel OD H EXf =
MEAEARBRARBENFEABRER LAY BRERT THS RGO, LB T IERGEXZ
EFHRE EWAEBTRH, N ERERBTT —EHT, TRERATHAEARERATFHRASYRIL
FOELE BB TREFNGR,

1 KB
1.1 {UR5RHA

FI T4 T8 HPLC R 5t 1 Waters B9 MS10 5, M486 AT A5 3 16 % S1Q W88 (UV254nm & 214nm)
X Rheodyne 7125 #ERERR 4 MR . Nelso M1022 B4 Y (Perkin — Elmer) Fi T 3% 203 4 W E 4L
241MC(Perkin — Elmer) B XX F W MR E. B BEHRN 25.0 x 0.46cm( A 42 ) Chiralcel
OD( %% OD) % Chiralpak AD(#i# AD) (Chiral Technologies). BEBL/FN&MARKHKIET S - #
MK R, BEN 0.7mL/min, ECH . FAE, ﬁmﬂ%maﬁ%t@ﬂwﬁﬁm?ﬂlo
1.2 ShMEREERNEE&

+EHRAFEBER LAY EARTTE, EMNORESTENT (S 2 36) &
25mL HEIE R R i A G2 0. 6mmol(154mg) F1 & F 4% 4mL, % E 0°C, A ZK F & 0. 5mmol (53mg)
#1 10% NaOH /K ¥ 0.4mL R AR WE BB T 8RR 1 /MeT, IIA SmL K, REZR-E WA =
FHFERR( x 10mL), EAMME TR, REBASRKE(HR HDEEW B (AMRE: ZRIEK
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=3:1) A HrE NI E BRI S Y 280mg, % 83%,

1 R=p-CF3Ce¢H4, R=Et 8 R=3-pyridyl, R'=Et

0 2 R=CgHs, R'=Et 9 R=p-NO2CgHs, R'=Et
R, H 3 R=pFCgHs, R=Et 10 R=p-ClCeHs, R=Et
A' ' 4 R=p-CH3CqHs, R=Et 11 R=pCICeH,, R'=Me

H CONR; § R=n-C11Hys, R=Et 12 R=p-CiCgH4, R=(CH2)s

8 R=cyclohexyl, R=Et 13 R=p-NO,CeHs, R=Me
7 R=p-PhCeH,, R=El
1.3 FHIRSENHIRG
THRAGHESHEHTERFEIEIRER L (FREETF) = (1 - 1)/ t0,a(FBRET) =
Ky /ky A by k) AR AE EREBR T RN RE AN BUEMERE T, ¢, 1o 0 A X ER

A B 213 R B B 2 08 R 9 R 4R B ot R) (SRR TR ) o

2 #R5E
£1 FEARBHECK - RAE(v/v)ERERF+=3
ShHHERERTE AD 0 OD LIRS B8
Tab.1 Resolution parameters of thirteen pairs of racemates on AD and OD columns

by using various hexane/2 — propanol concentrations *

oD AD
Racemate
A B C A B C
1 k’ 1.25 2.31 .11 2.24
a 1.45 1.4 1.28 1.28
2 K’ 1.06 1.9 1.31 2.84
a 1.19 1.20 1.10 1.08
3 k' 1.20 2.23 1.28 2.69
a 1.13 1.12 1.12 1.12
4 k' 0.90 1.68 1.26 2.70
a 1.24 1.4 1.26 1.25
5 k' 0.89 1.63 1.15
a 1.23 1.20 1.23
6 K’ 1.34 2.46 2.97
a 1.00 1.00 1.50
7 k’ 1.9 3.83 1.75 3.83
a 1.06 1.11 1.35 1.32
8 ky’ 3.16 3.20
a 1.43 1.32
9 k' 3.9 3.68
a 1.15 1.11
10 k’ 1.30 2.52 1.30 2.65
a 1.26 1.27 1.20 1.21
1 ky’ 2.31 4.9 1.81 3.9
a .12 1.12 1.00 1.00
12 k' 1.71 3.50 2.14 4.2
a 1.00 1.00 1.26 1.26
13 ky’ >7

* EC & - BAR(v/v) =80/20(A),90/10(B),95/5(C).
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BERE— R E MR LR, & 15 HME T ZXHH A R B E A 36 2B 25 8 e ik 2
AD 1 OD X R CSP LM R . RPFPIERD, X LA R B L B k7 AD 5% OD & b
BB BIRFE R AR 8 (B 13 fiSh) , P S KB PSRBT RBELNI B, KK, % F 0D
B AD BT 5, AR Bh B 0 A9 BE B, RBF VT LU 3 & X IR FE A E IR BB BT 4y BERE ) (GE 4
HF)EmEN,

BEEER CSP ELHTHRANIEBNMAZTEHT . BHRAANEXNBES CSP Z B LA
BREBR - AR, S8 - S8, n - URSLEBRN SFEFHERN , XEERNINEEEREIFH
BBk CSP 2 BT Bk X B ik 45 & M R E B RTTTE RIFHS . ARITMTBRER
*EF, BRI AD B OD & b, SREBERAE 5 B35 B BUR B B R TR 3 S 9 4338 SR A [R) 72 BE B9
B, XEWTXEERES ERNERSE CSP LW FAZBIFERESEMER (- EH). F—
T, AR EREHR— RS (INEERS,6OBEADMODA LBARBEIENX -G RER
FHTHREBBEHBRENEETFS CSP LR ARE MM BER - BRERAUXER - 48
U BEMESIBREEREEM. WA EBE—TRIPHER 105 11,95 137 AD
MODELHABER, AEEH SHEAREFAEN REAN _ZEEHEE FHIEHERE
H REEH N - HEENE,

AD 1 OD RE BN EAMAR, Bh FEITEEE a2 SR b HFREN]
SRR EHARSEEIIMEE R E Y TS ERRKFIERT, & 1 PHFEBRERER
6,7 LA 12 £ AD & EBHRS BN T EN17 oD/ LB BME R, X TREXEASYHIACERN
BEREXBRTHRANBRRETRS AD ETFHSAMEHEE, RUTERERENFRFELIH
W, .

FEERDBTFHFEABBAN KRN =Y eFaEEE, H 1 RRORERNRREEHGS
B EA LR AR 1 5 9 TFHIR A, £t Bk Ryl 85 5 M B H S e i
A i o} B BN o

(+)-~1
(-)-1

'Jso-- -—- o \~" \-....-. -

(l) 1.0 26 0 25 50 min
1 RFEEREBBAESH(+)-1/(-)-1F(+)-9/(-) -9 HIFHHFD
(Chiraleel OD %k : iE .42/ 5 FIM¥ = 80/20, Hi. 3 0. 7TmL/min. R A EEEHAR Y, RENSNHEREY.)
Fig.1 The enantiomeric resolution of optically active( + ) —1/( ) -1 and (+)-97(-)-9

(Column: Chiralcel OD, hexane/2 — propanol = 80/20, Flow rate:0.7mL/min. Dotted line for opticaily active
sample, Solid line for racemate. )
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Comparison of Enantiomeric Resolution of 2,3 — Epoxideamides
by HPLC on Chiralpak OD and Chiralcel AD Chiral Stationary Phase

\XIA Li-Jun*, ZHOU Yong~ Gui, TANG Ming— Hua, LIN Lin, DAI Li- Xin
( Shanghai Institute of Organic Chemistry , Chinese Academy of Sciences , 200032 Shanghai)

Abstract The optical resolution of racemic mixtures of thirteen 2,3 — epoxideamides with different

substituting group was achieved with HPLC by using Chiralcel OD and Chiralpak AD as chiral stationary phase
and hexane/2 — propanol mixtures with different concentrations as eluent. The chromatographic parameters of

theseracemates on AD and OD columns were examined. The results showed that the chiral recognization process

was the sum of all the possible chiral interactions (the dipole ~ dipole, hydrogen bond and = — = interactions)

and achiral interaction (such as steric effect) between 2,3 - epoxideamides and the chiral stationary phase.
This method had been applied to identify the optical purity of 2,3 — epoxideamides.
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