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SUMMARY. The X-ray analyses of epoxy alcohol 2 and the immediate precursor of
lactone 1 demand a revision of published hydroazulenic structures regarding

their relative configuration at C-1.

Recently two of us1 reported a stereospecific synthesis of ester 3 from
the known lactone 12 :
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We now determined the structure of the intermediate epoxy alcohol 2 (m.p.
92 - 93° C, n-hexane) by X-ray diffraction’?. Entirely unexpected, this analysis
revealed a relative configuration at C—14 that was opposite to the one shown in
structure 2 (see stereodiagram of 2'):
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instead of 2

Since an epimerization at C-1 during the conversion ]1— 2' was not pos-—
siblel, the reported structure of crystalline iodolactone 4 (m.p. 121 -122°¢C,
ethanol) - the immediate precursor of oily 12 - was examined by X-ray diffrac-
. Already here, the relative configuration at C-1 is opposite to the

tion3P
postulated one (see stereodiagram of 4'}):
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the configuration at C-1 in all hydroazulenic structure

As a conseguence,
described in ref. 2 must be inverted, e.g.:
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Moreover, the experimental prove of the cis-fusion in acid 5 reported

must be incorrect, possibly due to an insufficient glc-resolution.
the stereochemistry of all com-

With respect to our own communication
pounds described has to be corrected regarding the relative configuration at

C-1:



1961

COEt

3! 6

OMe
H OMe H
ll —_— —_— —
0
0

. . . . . b
Furthermore, according to a qualitative conformational analysis , the a-

epoxy strucutre 7a must now be assigned to the major epoxide obtained from 3
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Since most of the naturally occuring guaianolides display a trans-rela-
tionship between 1-H and the C-7 side chain, the synthetic value of 3' as an

intermediate for the total synthesis of guaianolides is considerably reduced.

Stereodiagram of epoxy alcohol 2'
(arbitrarily chosen antipode).
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Stereodiagram of iodolactone 4'
(arbitrarily chosen antipode).
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