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Fig.1. Stereoprojection of RSR-1 -* 

RSR 

PROTON SHIFT (ppm) COUPLINGS (Hz) 

SSS-A A-l 0.911 A-9 0.89 
A-10 0.907 
A-11 0.88 

A-2 1.61 A-2' 1.53 

A-4 1.77 
A-5ax 1.88 
A-5eq 1.25 
A-6 1.57 
A-7 3.96 
A-8 1.52 
A-8' 1.28 

&:;:: 

j;$$:; 

J2,$=13.6 

J4,5ax=12.5, J4,5eq=2.5 

J5ax,5eq 
=12.6 

J6,5ax=4.3, J6,5eq=4.1, J6,7=2.6 

J7 8'7.8, J7,81=6.1, J8,8,=13.5 , 

SSS-B B-l 0.96 
B-9 0.86 B-10 0.911 

B-11 0.77 

$$ii;:, 

B-2 2.10 
1,:6=7:1 

B-4 2.52 
B-5 1.52 

J4,5=6.2, J4,5,=7.6 

B-5' 1.35 J5,5,=13.1 

B-6 1.40 J 
B-7 3.23 

6,5=8.1, J6,5,=5.4, J6,7=3.8 

B-8 1.30 
B-8' 1.27 

J7,8=8.5, J7,8,=5.0, J8,8,=13.8 
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Fig. 2 ZD-J-correlated (COSY453)) spectrum of SSS-lwith J-resolved A-7, A-Sax and A-5eq 

signals. Assignments: Upper - SSS-A, Lower - SSS-B. 
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SSS by 2D methods are listed in Table. The assignments for the weak or overlapped cross-peaks 

in the 2D-COSY45 spectrum of SSS (Fig. 2) were supported by the homo-nuclear decouplings and 

deuterium exchange techniques. Comparing with the data of RSR, the couplings to the geminal 

pair of H-5, and H-7 due to SSS-A allow an assignment of the ring conformation. Considering the 

large values of J5ax,4 =12.5 Hz and the other small couplings for the ring protons, the structure 
9) depicted is the most plausible conformation for SSS-A . 

In addition, Ithe residual SSR isomer showed a pmr pattern similar to that of SSS. 
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Pmr spectra (500 MHz) were obtained in C6D6 at 27' on a bruker AM-500 NMR. The softwear used 
for 2D spectra was the Bruker 820601.3 version. The data size of the time domain, 2D-J-corr- 
elated (COSY45) spectra used the pulse sequence 12.5 set-90"-tl-45"-t2-FID] was 512(fl) x 2K 

(f ) matrix. 
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Fourier transformation was performed with zero filling In both direction. The 

x 2K(f 
sirnil& way. 4 

) data matrix of the time domain, 2D-J-resolved spectra were processed in a 
xact chemical shifts and coupling constants were determined by slices from 2D- 

J-resolved spectra and homo-nuclear decouplings. 
on a Hitachi R-90H NMR. 

Cmr spectra (22.4 MHz) were recorded in C6D6 

The chromatographic separations and isomerization reactions of the stereoisomers of 1 will - 
be reported elsewhere. 

E~'s~~:2StaB=~~~Haa~1;~M=:"~r2~.~~~oc~~~ic, space group Pt_l /c, a=11.206(1), b=10.197(2), c= 
A total of 259 reflections were collected on gn 

Enraf-Noniius CAD14 diff:actometer u:ing graphite-monochromated Cu-Ku radiation (h=l.54184A), 
and 2362 were unique and not systematically absent. Corrections for Lorenz-polarization 
effects and extinction (coefficient=0.0000028) were applied to the data. The structure was 
solved by direct methods with final R value of 0.046. The ORTEP computer drawing is shown in 
Fig. 1. Details will be reported in our full paper. 
For RSR: GH(TMS); 0.72(3H,br.d,J=6.6Hz,H-11), 0.89(3H,t,J=7.5Hz,H-l), 0.91(3H,d,J=6.9Hz,H-lo), 
1.01(3H,br.t,J=7.6Hz,H-9), 1.26(ddd,J=2.8,7.5 and 11.9Hz,H-5eq), 1.29(m,H-6), 1.37(q,J=11.9Hz, 
H-5ax), 1.39(ddq,J=2.6,13.8 and 7.3Hz,H-a'), 1.51(dq,J=13.5 and 7.6Hz,H-2'), 1.54(ddq,J=7.5, 
11.9 and 6.9,H-4), 1.5S(dq,J=13.5 and 7.5Hz,H-2), 1.64(ddq,J=7.3,13.8 and 7.6Hz,H-a), 3.3S(ddd, 
J=2.6,7.3 and lO.OHz,H-7) ppm. G~(TMS); 7.35, 9.85, 16.59, 17.68, 26.01, 32.87, 35.34, 36.83, 
37.32, 75.89(c-7), 97.96(C-3) ppm. 
For RSS: 6 (TMS); 0.82(3H,d,J=6.7Hz.H-ll), 0.8?(3H,d,J=6.7Hz,H-lo), 0.91(3H,t,J=7.4Hz,H-9), 

0.97(3H,t,!!=7.4Hz,H-l), 1.02(ddd,J=5.4,8.1 and 13.4Hz,H-5'), 1.31(m,H-a'), 1.35(m,H-6), 1.39 
(m,H-a), 1.92(ddd,J=6.0,8.7 and 13.4Hz,H-5), 2.09(dq,J=18.4 and 7.4Hz,H-2'), 2.15(dq,J=l8.4 
and 7.4Hz,H-2), 2.41(ddq,J=5.4,8.7 and 6.7Hz,H-4), 3.21(br.qui,J=4Hz,H-7) ppm. GC(~~S); 7.99, 
10.98, 14.06, 17.71, 27.44, 34.09, 36.28, 37.23, 44.09, 75.43(c-7), 214.13(c-3) ppm. 
Cmr data for SSS-A: S (TMS); 7.41, 10.61. 11.68, 16.71, 26.13, 30.09, 31.22, 33.05, 36.13, 
72.53(C-7), 98.45(c-3F nnm. For SSS-B: 8.02, 10.82, 13.69, 16.40, 27.44, 33.84, 35.76, 36.77, 
43.75, 76.22(C-7), 213.42(C-3) ppm. 
Considering the anomeric effect, the orientation of C-3 hydroxyl group was tentatively assign- 
ed to be axial. A small signal which may be due to H-7 of the C-3 epimer was observed in the 
pmr spectrum of SSS at 6 3.10 ppm (ddd,J=2.7,5.4 and 8.1Hz). 
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