Silyl nitronates, nitrile oxides, and derived 2-isoxazolines in organic_ synthesis 2253

349 (1952); °G. Zinner and H. Ginther Angew. Chem. 76 440

{1964); “N. V. Chistokletov, A. T. Troshchenko and A. A. Petrov,
Zh. Obshchei Khim. 34 1891 (1964); V. N. Chistokletov and A. T.
Troschchenko, Izvest. Sibirsk. Otd. Akad. Nauk SSSR, Ser.
Khim. Nauk 147 (1963); V. N Chistokietov, and V. O. Vabayan,
Zh. Org. Khim. 2,201 (1966); C. Grundmann, V. Mini, J. M. Dean
and H. D. Frommeld, Liebigs Ann. Chem. 687, 191 (1965); *V. A.
Tartakovskii, O. A. Luk’yanov, N J. Shlykovaand S. S. Novikov,
Zh. Organ. Khim. 3,980 (1967); *T. Sasaki and T. Yoshioka, Bull.
Chem. Soc. Japan 40, 2604 (1%67); 'C. Grundmann and H. D.
Frommeld, J. Org. Chem. 31, 4235 (1966); 'P. Caramella and P.
Bianchessi Tetrahedron 26, 5773 (1970); "S H. Andersen, N. B.
Das, R. D. Jgrgensen, G. Kjeldsen, J. S. Knudsen, S. C. Sharma
and K. B. G. Torssell, Acta Chem. Scand. B36 1 (1982); 'D. C.
Lathbury and P. J. Parsons, J. Chem. Soc. Commun. 291 (1982);

"R. Schohe, Diplomarbeit, Wiirzburg 1980.
R Huisgen and W. Mack, Tetrahedron Letters 583 (1961).
*Wingfoot Corp. A. P. 2473486 {1947). C.A. 7953 {1949).

*V. Jager, V. Buss and W. Schwab, Liebigs Ann. Chem. 122 (1980);
I. Miiller and V. Jager, Tetrahedron Letters 4774 (1982) and refs.
therein; A. P. Kozikowski and A. K. Ghosh, J. Am. Chem. Soc.
104 5788 (1982); A. Vasella and Voeflray, R. Helv. Chim. Acta 65
1134 (1982).

’S. R. Mukerji, K. K. Sharma and K. B. G. Torssell, Tetrahedron
39 (183).

*G. S. Skinner, J. Am. Chem. Soc. 46, 731 (1924).

°M. S. Shechter, N. Green and F. B. La Forge, J. Am. Chem. Soc.
71, 3165 (1949).

"G. Bianchi and M. De Amici, J. Chem. Res. (§) 311 (1979).

'In our workup procedure we lost most of the D,L isomer, 219, cf.
Ref. Im.

G. H. Jimms and E. Wildsmith, Tetrahedron Letters 195 (1971),

APPENDIX

CRYSTALLOGRAPHIC STUDY OF 152
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15a crystallized as a mixture of rectangular plates and rhombic
plates, which could be a mixture of the meso and p,.. forms.
Oscillation, Weissenberg, and precession photographs taken with
Cu Ka radiation showed the two types to be identical, and to
be monoclinic, space-group P2,fc (No. 14). The celt dimensions,
measured from the setting angles of 20 reflections are a = 5.649(2)
A, b=73164) A, ¢ = 10.550(6) A, and B = 102. 3. The volume
corresponds’ to V/18~24 non-hydrogen atoms i.e. there are 2
molecules in the cell and the molecule must possess a centre of
symmetry. Hence 15a occurs as the meso form.

From the cell dimensions, space-group, and the fact that the
molecule is on a symmetry centre, the expected” morphology is
that {011} is the most prominent face, then {100} followed by
{001}, The rectangular crystals have {001} as the prominent face
and with poorly developed {011} as the prominent face and with
poorly developed {011} and {100} faces. The rhombic shaped
crystals have {100} as the prominent face and are bounded by {011}
and sometimes {011},
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