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adsorption pattern36 . In applying this method, the measurements were performed as
in ref. 27 with the same reproducibility.

Erythro- and threo-isomers 1-4 and 9-28 (see Table II) have been prepared37-40
by means of Reformatsky or Ivanoff reactions followed by treatment with diazometh
ane. The hydroxy-esters 5-8 (m.sp. ca. 50n C) were synthesized by Reformatsky
reaction as described for other cases39,40. The crude mixtures of 5-6 and 7-8 were
separated by repeated column chromatography on a 100-fold quantity of silica gel S
(Riedel-de Haen) with heptane-diethyl ether-ethanol (98.5: I :0.5), the separation
being controlled by TLC (see Table II). The relative configurations were assessed by
the NMR spectra41 as recommended in ref. 42.

The IR spectra of 1-2 and 9-10, in 10- 3 M carbon tetrachloride solution, are
very similar for each isomer. The bands for free OH (more intense in I and 9) appear
at 3625 cm -I and those for OH .. ·0 = C and OH ... Ar are in the region 3400-3600
cm- I (ref. 41).

The anilino-ester 30 has been prepared by Simova and Kurtev43 . The dias
tereoisomeric compound 29, characterized by its NMR spectrum41 , has been iso
lated from the filtrates of the recrystallization of 30,

The preferred conformations of 1-2, 5-10, 21, 22, and 29-30 in CDCI3 are
those with antiperiplanar hydrogen atoms41 ,42.

RESULTS AND DISCUSSION

The separation of a number of erythro- and threo-3-hydroxy-2,3
diarylpropionic acids and their derivatives has been controlled by TLC on silica gel.
Table I shows the RF values. The data have previously been reported in a disser
tation44 without any interpretation of the retention order of RF(erYlhro) > RF(lhreo) in all
cases.

Some of the compounds in Table I and the esters 5-8 and 29-30 mentioned in
the Experimental section were investigated in detail in the present study. Table II
presents the RF values of compounds 1-30, investigated with four different solvent
systems, and the values of the parameter n from R M versus log C plots, The latter are
shown in Fig. Ia-d. Heptane was used as diluent and diethyl ether as the polar solvent
when applying Soczewinski's method32 since these solvents were used in the usual
TLC separations. Only heptane-diethyl ether mixtures were used since it was of im
portance to compare the TLC behaviour of 1-30 and not to study changes in the val
ues of n owing to difverent solvent systems. The values of n are not exactly I or 2
which would correspond to one- or two-point adsorption, respectively36. This devia
tion can probably be attributed to solvation effects participating in the main adsorp
tion mechanism45 .

A separation was achieved in all cases studied. With methylene chloride or
methylene chloride-diethyl ether (95 :5), the separation was excellent for the majority
of cases. Table II shows clearly that the order RF(erYlhro) > RF(lhreo) is characteristic for
all compounds except the tert.-butyl esters 9-10 which have the reverse order. It was
surprising that compounds 13-14 and 29-30, which also contain a tert.-Bu group,
did not behave as 9-10, Treatment of these results requires a review of our previous
papers24.25 ,27,28, which will be presented retrospectively.
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