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R= (CHz)u—CH

Synthetic glycolipid analogs are very useful as
nonionic detergents for solubilization of mem- OR'
brane proteins [1]. Although a large number of
such detergents were described, very few ones ful- 8 R=(CH,) ~-CH, R=H
ly satisfy the desirable properties needed for such (9] R=(CH,) —CH=CH, R=H
compounds [2]. 0 2
10 R=(CH,) -CH, R =Ac
Our continuous interest in hydroxyaminosugars  ;; R=(CH,) —~CH=CH, R=Ac
[3] lead us to the preparation of some new glyco-
lipid analogs bearing a hydroxylamine moiety [4].
We report hereinafter the preparation of some of
these molecules.
Reduction (NaBH,, 5 eq.) of the nitrone 1 [S]in  Taple1. Microanalytical data of newly synthesized com-
ethyl alcohol gave the hydroxyamino derivative 2 pounds.
in acceptable yields (65%). Acetylation of 2 with a

Fig. 2. Synthesis of dodecanaldehyde and undecenalde-
hyde derivatives.

large excess of acetic anhydride in pyridine yielded ~Nr- Formula Mol.weight  Caled [%] Found
° & B . P
3 (95%) which ~gave upon oxidation with 2 CpHLN,O, 413.56 C 6390 C 64.01
m-chloroperbenzoic acid (1eq.) in cold chloroform H 951 H 972
(4 °C) the epoxyde 4 in 96% yield (Fig.1). Acidic N 339 N 327
hydI:OIYSIS (1N HCl, MeOH 1:1) of 2 and 3 fz_uled 3 CuH,N,0, 455.60 C6327 C 63.16
to give any pure compound. The prepared citro- H 907 H 9.0l
nellal derivatives 2, 3 and 4 are stable thick liquids N 3.07 N 3.8
bearing a pleasant light Iemon'sr‘nell. _ 4 CuH,N,0, 471.60 C61.13 C 60.94
Another pathway to glycolipid analogs, involv- H 876 H 857
ing the hydroxyaminosugar 5 [6] as a starting ma- N 297 N 3.00
terial was also explored (Fig. 2). Such a cyclopen- ¢ ¢, H,N,0, 495.7] C 6785 C 67.69
H 996 H 993
o N 2.83 N 3.00
— — 7 CyH N0, 479.66 C67.61 C 67.58
[0} H 946 H 936
HNeo o X N oX N_ e N 292 N 3.12
o “oac 8 C, H,NO, 363.50 C 59.48 C 59.44
H10.26 H10.27
% ¢ k e N 385 N 3.89
Fig. 1. Synthesis of citronellal derivatives. 10 C»HyN\O,,  573.69 g Sggé g Sggi
- - N 244 N 255
* Reprint requests to Dr. G. Zosimo-Landolfo.
o 11 C,H,N,0, 556.64 C58.16 C 58.44
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tylidene derivative is more sensitive to acidic hy-
drolysis than its isopropylidene counterpart [7].
Reductive alkylation (NaBH,, 5 eq.) in ethyl alco-
hol of the galactose derivative 5 with dodecan-
aldehyde (3 eq.) gave the N-dodecyl hydroxyami-
nosugar 6 in 60% overall yields. 6 was then cleaved
(1IN HCIl, MeOH 1:1) into the unprotected 8
(55%) and acetylated (Ac,0, pyridine) into the
peracetyl glycolipid analog 10 (90%).

The same general procedures, applied to 5 and
undecenaldehyde (3 eq.), gave the N-undecenyl

hydroxyaminosugar 7 (55%), then the unprotect-
ed 9 which was directly acetylated into the per-
acetyl glycolipid analog 11 (50% from 7).

All the newly synthetized compounds 2, 3, 4, 6,
7,8,9,10 and 11 showed UV, IR, PMR and SM
spectra in accordance with their structure [8]. Ele-
mentary analysis data [9] are presented in Table I.

Application of the above synthetic route to nu-
cleoside derivatives is presently in progress in our
laboratory.
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