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-1 Gilson HPLC 0CEsP4290 »Y -0 0CEDIGi-
Sense pH %&£ "Cole-ParmerEQE00 € Flukaf@2E«/fx " ¢ £»
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2.2 E«kEx16Yp

E«ExO0 Ultron ES-OVME™5 pmE£450 mm X 4.6

mm i. d.£01° xQ »Y £0 T« E%EXA+ T Ta 00 Ax E& NT
£ 'KH,PO,£800°T20+ T4£8; 0n00&z j#x " %T00 ¥ix+T2

AAVT TYOYAEA-ER” F£0.8 mI£ min—~ 1.2 mI£ minf¥i

252730 255 nmE%i 2AAEA0TE 0.1 AUFSES®ED 0.25

cnf minfOUTATREOTAE%ONUA; 4 pLif

2.3 NO£-Of+,

-0+800pg X011 £E SartoriusEETXYE - 3EEj 20 mg
NUEE KE ©T MKEEBOAY:X %20 mmoE L KH,PO§ pH
3.0E018»y+ET2 3: 5£E00°, +x0A40E3EOEA, A ET
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3.1 A+T Taxé3E90-0AepAo°Ti

EONGAEA=T Ta0D1 1%02» [~18»y - OFyuAOD»UEUYA

£7Ux % 00" %CT00&2£FOEOD0 - OABPAO°Ti jET2AE£E»0
ueoxOUAREUEE»PEA= T TA0P0D»UEUYAPATA»Y - OEy2»
OE3-1y 50% i£
3.1.1 Yx %I&»y-0BypA0°Ti =7 1 T22» [~18»y+E
pAYx“%OT 30 mmof L KH,PO§ "pH 3.0£8E3EpAA+]™
Ta1012A& - 0700314 - OA pAEY Ag 00 @ £0T -OAE TE

£°R £0A0°T1 j£00, AA+T TATATUOPERX " YtEAYO6YOER”
OuvoDi£9e R, OuA=TOBUuT j£N; OfiYix %30 mmof L
KH, PO, pAT&»y+ET2 34 : 100 E£ 1003 TAUE uApkT oA
-OABESO+EAOE+YA02TT j Epcctix VipAT&»y - OByHT” GE+EA
OUN102E=00EY , REFa, A oxOUOEDTXT 62Ux+N1Al T2
20 MPa£BO” Evix“ YipAT&»y - OBy OV EOTUT3NTAY pACé 6
TefiL
3.1.2 00 %18»y-OEypAd°Ti EONEAE2» T-T18»y+E
HAOO 4T 20 mmoE L KH,PO§ "pH 2. 5E8E3EpAA+]™
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100006 0£4 Ouv, ©61Ta010676 1 +Ti£%ACHA" 0A: TE
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Table 1 Effect of methanol volume fraction on
the separation of ketoprofen enantiomers "

¥ "MeOHEO , ,
. — ki ko R,
730 mmoE L KH,PO,£0

10:100 - - -
16:100 19.24  32.40 2.47
26:100 9.10  13.23  2.60
30:100 5.91 7.67 1.67
34:100 4.78 5.89 1.28

% F=0.8 mIf minf»— £80 1 h AUT"26-& no peaks ob-

served in one hourEQE

72 A+11a0D00" %1&»y -OEyT012A4-0
1100314 - 0A8PAG°Ti *
Table 2 Effect of ethanol volume fraction on
the separation of ketoprofen enantiomers”

B EOHE® , /
20 mmoE L KiLpo,g0 P #1 k2 R,
14:100 2.5 4.33  5.34 1.48
16:100 2.5 3.64  4.38 1.05
18:100 2.5 3.10  3.65 0.80
14:100 3.0 8.43  10.80 1.60

% F=0.8 mlf min.
3.1.3 008218»y-0EypA0°Ti £ 3 T22» [-1&»y2E
pA00&208 20 mmof L KH,PO§ "pH 3.0£8E3EpAA+]™
Ta70-0AepA0°Ti jEOE2T 3 (EORE-ATATUTANj OR00&-
20 mmof L KH,PO, pATa»y+ET2 10: 100 E+%IEEOEE-
YEEELT003T4pApsCU0A - 0ABERACO - OASELAO2UITT i £

+1 3 A+T Ta0p00&z14»y-OEy0T12A4-0
1100314 - 0A8pAG°TI *
Table 3 Effect of acetonitrile volume fraction on
the separation of ketoprofen enantiomers "

¥ McCNE® W b r

¥ 20 mmof L KH,PO,£0 : :
5:100 24.70  34.00 1.94
10:100 4.54  5.53 .36
11:100 4.40  4.76  1.25
12:100 3.51 4.09  1.03

% F=1.0 ml£ min.

3.2 A+T TaOPAxEANTA EY0-0AepAd°Ti

A+ TapArex0C, TETOANAAO3® °xOUETA, 001003
mmof L - TT8AU KH,PO, A" TETOETES 3 00A+T Tala
TuTAT2A4-0700314 - 0A8pAO°Ti jE%A0+TA+E2 YU ER
NTA"MECS , R0%0P i £5210 R, ToNO£60 %eT00&= 14T
000 20 mmoE L E+T2xT RESe¥x "% 1A Tu0D 00 30
mmof LE£100314-0AexTYN{£1% 1 £+TE%00 %I TuOPE
NTA“9ET0 T R, pAO°Ti i£
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%1 A+T TaOPNTA YETO k£ 1£2£81 RE3EQAO°TH
Fig.1 Effect of salt concentration on
kE"1£2£Cand RE 3£0
¥ EOHEG V£ KH,POE pH 2.5£86= 14 : 100E+ =
0.8 mIf£ min.
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DiyA pH - TTSAUEETES 3 OOEULATATUXTEEOELA pH %0
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Fig.2 Effect of pH on k£ 1£3£Gind RE 3£0
E " MeCNEO ¥ 20 mmoE L. KH,PO,E€= 10: 100£F =
1.0 mI£ min.

3.4 A+EUT0-0A&pAG°TI

EONEAEAROOTA»Y+E"10: 100 °T 12: 100£pA00&2-
20 mmof L. KH,PO§ 'pH 3.0£8+A+T TapAl&%pTAL3»
T-A+E870.8 mIE£ minf4.0 mlf min O 1.2 mlf£ minfo®
10 2’1 R, pAO°TE Y01 4£QEVAL0TA+ERRXAA+EUUA
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Fig.3 A chromatogram of simultaneous separation
of the two pairs of enantiomers of ketoprofen
and its methyl ester

¥ "MeCNEO ¥ 20 mmof L. KH,PO§ "pH 3.0£86= 10
:100E£-F =1.2 ml£ minEWV-255 nm.
1E2£P2AE - OUxB¥EME4EP2AL - 01 £
1£2£fhethyl ester of ketoprofenf»3£4£Retoprofen.

i 4 A-E01012A8-0700314-0A6pA0 T
Table 4 Effect of flow rates on the separation
of ketoprofen enantiomers

¥20 mmok L. KH,PO,£0

E"MeCNE® - , ,
Emljchlinfl /\’] /22 Rs

0.8 5.78 7.01 1.44
10:100 1.0 5.62 6.81 1.37
1.2 5.46 6.58 1.32
0.8 4.40 5.10 1.21
12:100 1.0 4.35 5.03 1.03
1.2 3.97 4.46 0.65
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Enantiomeric Separation of Ketoprofen on an Ovomucoid Column

WANG Xie-jingE~ CAO Gui-fangE~ XU Shi-wei
£ Institute of MicrobiologyE~The Chinese Academy of SciencesE~Beijing 100080 £~China£0

AbstractEThe enantiomeric separation of ketoprofen in three mobile phase systems on an ovomucoid€” OVMECchiral

stationary phas& CSPEQolumn was investigated. Suitable chromatographic conditions for simultaneous separation of

the two pairs of enantiomers of ketoprofen and its methyl ester were adopted. All of the four compounds occuring in

the process of enzymatic stereoselective hydrolysis or esterification can be simultaneously separated.

Key words£Bigh performance liquid chromatographyE»ovomucoidEketoprofen and its methyl esterExchiral separation



