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Table 1. Parameters used for the X-ray data collection

Crystal:
Wavelength:

TR
Diffractometer:
Scan mode:
Trmeasurement:
29max:
N(hkl)uniquci
Criterion for /o:

N(param)refined:

Program:

colourless needles, size 0.1 x 0.2 x 1.1 mm
Mo Kq radiation (0.71073 A)
093cm”’
Nicolet P3
Wyckoff

293K

48 o
2074

Io>2o(lo)

326

SHELXL-93

Table 2. Final atomic coordinates and displacement parameters (in A%

Atom Site x y z Uiso
H(3A) 4a 0.735(3) 1.0135(6) 0.6677(4) 0.138
H(3B) 4a 0.614(3) 1.0889(6) 0.6714(4) 0.138
H(3Al) 4a 0.414(2) 1.0414(5) 0.7429(3) 0.097
H(4) d4a 0.491(2) 0.9355(5) 0.7884(3) 0.076
Source of material: The title isoxazolidine has been obtained by H(5) 4a 0.967(2) 0.9558(4) 0.7712(3) 0.072
intramolecular nitrone cycloaddition (see ref. 1). Starting from H(6) 4a 0.979(2)  1.0417(4) 0.8425(3) 0.087
methyl 6-iodo-2,3,4-tri-O-benzoyl-0-D-manno-pyranoside (see H(6A)  4a 0.5842) 110405 08148(3) 0.09
. . . . . H(10) 4a 0.776(2) 1.0908(4) 1.0388(3) 0.077
ref. 2), reaction with zinc and vitamin B12 as a catalyst afforded H(Il) 4a 0.534(2) 1.0718(5) 1.1158(4) 0.099
the corresponding S-hexenose, which was transformed into the H(12) 4a 0.207(2) 1.0046(5) 1.1040(4) 0.096
title compound without further purification by addition of N-me- H(13) 4a 0.120(2)  09571¢5) 1.0159(4) 0.102
I-hydroxvlami ; di Purific. H14)  4a 0359(2)  09735(4) 0.9380(4) 0.079
thyl-hydroxylamine hydrochloride and pyridine as a base. Purifi- o8 07 13672) 0.82336) 09215(4) 0.101
cation by flash chromatography on silica and crystallization from H(19) 4a 14032)  0713%7) 096584) 0.115
ethyl acetate/heptane yielded 39 % of the bicycle as a single HQ20) 4a 1.12033)  0.6275(7) 0.9554(5) 0.121
diastereomer. The title compound is a precursor in a series of new H2l)  4da 0.794(2)  0.6552(6) 0.9033(5) 0.117
glycosidase inhibitors (see ref. 3). H(22) da 0.754(2) 0.7667(6) 0.8611(4) 0.102
H(26) 4a 0.850(2) 0.7965(5) 0.6828(4) 0.097
. H(Q27 4a 0.934(2 0.7 5 0.6226(5 0.128
C28H25N07, Ol'thOThOI'I‘lbIC, P2]2]2] (NO 19),51 =5.823(]) A, HE28; 4a 0692%2; 06(7x0xl)g6; 0550225; 0.117
b=18.638(6) A, c=23.147(5) A, V=2512.1 A°, Z =4, H(29) 4a 0.336(2)  0.7226(5) 0.5429(4) 0.107
R(F)=0.087, Rw( F2 ) =0.120. H(@30) 4a 0.248(2) 0.8171(5) 0.6051(3) 0.087
HQ31A) 4a 0.863(3) 1.2204(6) 0.7269(4) 0.269
HQ31B) 4a 0.698(3) 1.2155(6) 0.7803(4) 0.269
HQGIC) 4a 0.625(3) 1.1818(6) 0.7210(4) 0.269
Table 3. Final atomic coordinates and displacement parameters (in Az)
Atom Site x y z Un Un Uz Uiz Ui Un
N(I) 4a 0.858(2) 1.1236(5) 0.7631(4) 0.19(1) 0.081(6) 0.081(6) -0.041(8) 0.000(8) 0.009(5)
0(2) 4a 0.914(2) 1.0854(5) 0.7121(4) 0.161(9) 0.117(7) 0.101(6) —0.017(7) 0.063(7) 0.004(5)
C(3) 4a 0.704(3) 1.0541(6) 0.6928(4) 0.20(2) 0.079(8) 0.063(6) -0.01(1) 0.01(1) -0.012(6)
C(3A) 4a 0.578(2) 1.0303(5) 0.7456(3) 0.103(9) 0.085(7) 0.056(5) 0.009(7) 0.015(6) —0.003(5)
C(4) 4a 0.618(2) 0.9522(5) 0.7641(3) 0.064(7) 0.081(7) 0.046(5) 0.004(6) 0.011(5) -0.013(5)
C(S) 4a 0.837(2) 0.9536(4) 0.7980(3) 0.066(7) 0.059(6) 0.056(5) -0.014(6) 0.011(5) -0.005(5)
C(6) d4a 0.825(2) 1.0240(4) 0.8328(3) 0.087(8) 0.085(7) 0.047(5) —0.030(6) 0.020(6) -0.011(5)
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Table 3. (Continued)

Atom Site x y z Un Un Us3 U2 Ui Uz
C(6A) 4a 0.698(2) 1.0761(5) 0.7930(3) 0.115(9) 0.068(6) 0.047(5) 0.005(7) 0.016(6) -0.012(5)
(0.¢)] 4a 0.691(1) 1.0095(3) 0.8840(2) 0.088(5) 0.078(4) 0.047(3) -0.033(4) 0.013(4) ~0.020(3)
C(8) 4a 0.750(2) 1.0480(4) 0.9308(4) 0.076(7) 0.045(5) 0.055(5) 0.003(6) —-0.008(6) -0.010(5)
O(8) 4a 0.904(1) 1.0893(3) 0.9323(2) 0.097(6) 0.087(5) 0.066(4) -0.031(5) 0.002(4) -0.015(4)
Cc9) 4a 0.592(2) 1.0342(4) 0.9805(3) 0.058(6) 0.042(5) 0.041(4) 0.000(5) 0.004(5) -0.004(4)
C(10) 4a 0.643(2) 1.0635(4) 1.0340(3) 0.072(7) 0.067(6) 0.052(5) 0.006(6) -0.011(6) -0.011(5)
C(11) 4a 0.499(2) 1.0522(5) 1.0799(4) 0.12(1) 0.082(8) 0.049(6) 0.022(8) -0.004(7) 0.001(6)
C(12) 4a 0.305(2) 1.0123(5) 1.0728(4) 0.094(9) 0.086(8) 0.059(6) 0.016(7) 0.022(7) 0.016(6)
C(13) 4a 0.254(2) 0.9839%(5) 1.0203(4) 0.098(9) 0.082(7) 0.074(6) —0.008(7) 0.004(7) 0.000(6)
C(14) 4a 0.395(2) 0.9937(4) 0.9737(4) 0.084(8) 0.063(6) 0.051(5) -0.001(6) 0.001(6) 0.006(5)
o(15) 4a 0.851(1) 0.8887(3) 0.8311(2) 0.056(4) 0.069(4) 0.073(4) -0.020(4) 0.001(4) —0.006(3)
C(16) 4a 1.053(2) 0.8773(6) 0.8572(4) 0.078(8) 0.086(8) 0.049(6) -0.034(7) 0.014(6) =0.022(6)
0(16) da 1.208(1) 0.9186(4) 0.8558(2) 0.071(5) 0.107(5) 0.068(4) -0.036(5) -0.003(4) 0.001(4)
C(17) da 1.057(2) 0.8064(6) 0.8857(4) 0.041(6) 0.106(9) 0.058(6) —0.008(6) 0.001(5) -0.030(6)
C(18) 4a 1.250(2) 0.7896(6) 0.9177(4) 0.068(8) 0.074(8) 0.110(8) -0.021(7) 0.008(7) -0.007(7)
Cc(19) da 1.272(2) 0.7233(7) 0.9440(4) 0.086(9) 0.100(9) 0.101(8) -0.003(9) -0.021(7) -0.018(8)
C(20) da 1.104(3) 0.6725(7) 0.9384(5) 0.12(1) 0.092(9) 0.092(8) 0.02(1) -0.005(9) 0.004(7)
C(@21) 4a 0911(2) 0.6890(6) 0.9072(5) 0.10(1) 0.081(8) 0.115(9) -0.011(8) 0.009(8) 0.009(7)
C(22) 4a 0.887(2) 0.7560(6) 0.8815(4) 0.064(7) 0.111¢9) 0.079(7) -0.011(8) -0.006(7) -0.007(6)
0(23) 4a 0.656(1) 0.9023(3) 0.7167(2) 0.059(4) 0.073(4) 0.062(3) -0.014(4) 0.002(4) -0.029(3)
C(24) 4a 0.473(2) 0.8734(4) 0.6911(3) 0.068(7) 0.057(6) 0.039(5) -0.017(6) 0.007(5) 0.004(4)
0(24) 4a 0.279(1) 0.8912(4) 0.7022(3) 0.056(4) 0.105(5) 0.078(4) 0.000(4) 0.000(4) -0.0314)
C(25) 4a 0.536(2) 0.8149(4) 0.6498(3) 0.056(6) 0.043(5) 0.049(5) 0.001(5) —0.006(5) -0.001(4)
C(26) 4a 0.745(2) 0.7815(5) 0.6551(4) 0.060(7) 0.081(7) 0.103(8) -0.019(6) —0.021(6) —0.030(6)
Cc@2n 4a 0.797(2) 0.7249(5) 0.6182(5) 0.082(9) 0.089(8) 0.15(1) 0.003(7) -0.021(9) ~0.059(8)
C(28) 4a 0.650(2) 0.7058(6) 0.5762(5) 0.092(9) 0.087(8) 0.114(9) -0.016(8) 0.020(9) -0.038(7)
C(29) 4a 0.441(2) 0.7377(5) 0.5708(4) 0.11(1) 0.080(8) 0.080(7) -0.016(8) -0.018(8) —0.025(6)
C(30) 4a 0.388(2) 0.7938(5) 0.6086(3) 0.077(8) 0.073(7) 0.067(6) ~0.004(6) -0.024(6) —0.014(5)
C(@31) 4a 0.752(3) 1.1911(6) 0.7464(4) 0.37(3) 0.071(8) 0.099(8) 0.01(1) 0.07(1) 0.002(6)
Acknowledgments. We want to thank the Landesgraduiertenforderung Baden- References

Wiirttemberg (fellowship for M. K.), the Fonds der Chemischen Industrie and
the Volkswagenstiftung for financial support.

. Kleban, M.: Diastereoselektive Synthese von Aminocyclopentanpolyolen

- "Desoxapyranosylamine” als neue Klasse von Glykosidase-Inhibitoren.
Dissertation, Universitit Stuttgart, Germany 1996.

. Haskins, W. T.; Raymond, H. M.; Hudson, C. S.: The Preparation of

D-Rhamnose from a-D-Mannopyranoside. J. Am. Chem. Soc. 68 (1946)
628-632.

. Kleban, M.; Picasso, S.; Vogel, P.; Jiger, V.: Amino-hydroxymethyl-cy-

clopentanetriols, an Emerging Class of Potent Glycosidase Inhibitors.
Synthesis and Evaluation of Manoside Analogues. J. Chem., Soc. Chem.
Commun., submitted.

. Sheldrick, G. M.: SHELXL-93, Program for the refinement of crystal

structures. University of Gottingen, Germany 1993.



