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Table 1 The effectsof mobile phase on enantioseparation of 3-wubstituted isondol n-1-ones

Compd M obile phass® ka' [ Rs Compd M obile phase® ka' [ Rs
1 3% 2-Propanol 6 667 1 084 1 50° 7 6% Ethanol 1 106 1 186 220
3% Ethanol 4 834 1 083 1 50° 8 2% 2-Propanol 7. 453 1 153 1 40°
6% Ethanol 2 464 1 045 1 30° 3% 2-Propanol 4 105 1 140 165
2 3% 2-Propanol 4 629 1122 2 00 6% 2-Propanol 2 529 1119 1 20°
5% 2-Propanol 3 384 1 130 1 40° 3% Ethanol 3 236 1 110 1 30°
3% Ethanol 3 341 1 120 192 6% Ethanol 1 979 1 098 1 20°
6% Ethanol 1 790 1 109 1 40° 9 3% 2-Propanol 5 146 1 150 2 55
3 3% 2-Propanol 4 314 1 188 2 56 6% 2-Propanol 2 846 1 160 1300
5% 2-Propanol 2 450 1 185 1 67 10 3% 2-Propanol 8 404 1 073 1 55
3% Ethanol 2 545 1 164 231 5% 2-Propanol 4 018 1 082 1 20°
6% Ethanol 1 360 1 149 180 3% Ethanol 3 776 1 102 1 68
4 2% 2-Propanol 4 182 1172 4 02 6% Ethanol 1 520 1 083 1 20°
3% 2-Propanol 3 419 1217 3 50 11 2% 2-Propanol 8 472 1 130 355
5% 2-Propanol 1 965 1 225 325 3% 2-Propanol 6 039 1 194 2 00
3% Ethanol 2 125 1 203 318 3% Ethanol 3 580 1 152 160
6% Ethanol 1138 1 181 2 30 6% Ethanol 1 422 1133 1 50°
5 2% 2-Propanol 4 337 1 260 3 56 12 3% 2-Propanol 5 547 1174 2 50
3% 2-Propanol 2 996 1 263 3 01 3% Ethanol 3 063 1179 165
3% Ethanol 1 849 1222 3 16 6% Ethanol 1 236 1 154 1 50°
6% Ethanol Q 971 1 193 231 13 3% 2-Propanol 4 841 1 247 2 33
6 3% 2-Propanol 2 410 1 304 354 3% Ethanol 2 344 1214 2 96
3% Ethanol 1 313 1244 314 6% Ethanol Q 908 1193 2 50
6% Ethanol Q 647 1 238 2 09 14 3% 2-Propanol 8 584 1 116 1 65
7 3% 2-Propanol 2 964 1221 285 5% 2-Propanol 3 806 1 087 Q 8o°
3% Ethanol 1 905 1211 2 99
a The percentagemeans the volume fraction; b not sufficiently reolved
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Fig 1 Chranatogramsof some racanates 1—6(A) and 15(B)
Flow rate 1 OmL /min; detection at 250 nm; (A) V (n-hexane) &/ (EtOH) = 97/3; (B) V (n-hexane) A/ (2-propanol) = 99/1
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Table2 The effectsof 2-propanol on retention and resolution of the racemate 15
V olume fraction of 2-propanol(%) ks,s kr.R o Rs1 ki k" [ Rs2
1 6 923 7. 365 1 064 144 10 56 13 41 1270 5 58
2 3 078 3 250 1 056 Q 96 3 760 4 754 1 264 4 62
3 2 235 2 348 1 050 Q 59 2 684 3 469 1 292 3 00

* The elution order of (35, 1'R) /(3R, 1'S) has not been detem ined
L ®)- (R[22 -1 ] ‘- ee
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Enantioseparation of 3-Substituted Isondol n-1-onesby HPLC

RUAN Yuan-Ping"?, XU XiuQing"?, HEM ing-Zhu', ZHOU Xiang', HUAN G PeiQiang"
(1 Deparment of Cheanistry, 2 TheKey L aboratory of A nalytical Science of M inistry of Education,
X iamen U niversity, X ianen 361005, China)

Abstract The enantiosgparation of 3-alkyl-isindolin-1-ones(1—9) and 3-alkyl-3-hydroxy-iindolin-1-
ones(10—14) (R=M e, Et, n-Pr, nBu, nCsHu, n-CHis, iBu, Ph andBn), aswell as 3-n-heptyl-2-
[2-hydroxy-1-phenylethy|]-isindolin-1-one(15) by HPL C using (S)-tert-leucine and (S)-1-oN EA asa
chiral stationary phase, and 1% —6% (volume fraction) 2-propanol or ethanol in hexane as the mobile
phasew as studied T he effect of content of polar ©lvent in mobile phase on the enantiosgparationw as dis
cused T he effectsof 3-substituentson retention factor and chiral recognition w ere studied For themar
jority of racamates(1—14), a baseline ssparation could be obtained For racenate(15), the elution orders
are (3R, I'R) /(3s, 1'S) then (3R, 1'S) /(3s, 1'R) with n-hexane/2-propanol (volume ratio 99 1) asa
mobile phase and the reslutionsare 1 44 and 5 58, regectively.

Keywords 3-Substituted i®indolin-1-one Enantiosgparation; H igh performance liquid chromatogrgphy
(HPLC); Chiral stationary phase (Ed: A, G)
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