Product 36

L TIc 2

Data : 8,7-d1olSQmajorprd. Date : B5-Nov-S8 21:37
Sample: B,7-d10150 major product
Note : %
Intet : Direct Ion Mode : EI+
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[ Mass Spectrum ]
RT : 2.28 min Scan# : 45 Temp : 8.8 deg.C
Ion Mode : EI+ Int. : 1599.98 Spec. Type : Regular
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Product 36 (solid) from (6R, 7S) and (6S, 7R)-SQ
diols

[olp®=+29.5° (¢ 0.78, CHCly)

HREIMS: m/z (M+), calcd. for
C30H5202, 444.3967; found,

444.3974. 3

— HMBC
~«---> NOE

3.31(dd, 11.1, 3.3Hz) in acetone-dg

600 MHz
NMR data in C¢Dyg, solvent peak : lH; 7.28 ppm 13¢; 1280 ppm

NO. 'H 3¢ NO. 'H 3¢ NO. 'H 3¢ NO. 'H 3¢

1 1.20(m); 1.68(m) 41.25 9 1.68(m)  60.28 17 3.27 (very broad) 73.74 25 1.032(3H,s) 16.77
2 1.54(m); 1.78(m) 19.05 10 — 37.46 18 — 76.01 26 1.100 (3H,s) 27.32
3 140(m);1.56(m) 4279 | 11 144m);171m) 2243 | 19 (93000 4se0 | 27 [7Cs - 26.38(#)
4 — 33.21 12 1.73(2Hm) 30.25 20 2.41(m); 2.54(m) 22.35 intensity)

5 1.17(m) 56.97 | 13 1.46(m)  61.95(#)| 21 545(,7.0Hz) 126.21 | 28 1.271(3H,s) 19.66(#)
6 1.59(m); 1.80(m) 20.43 14 — 76.38 22 — 130.72 29 1.825(3H,s) 18.11

7 1.99 (2H,very broad) 38.94(#)| 15 170 (2H,m) 34.10(#)| 23 1.066(3H,s) 33.78 30 1.846(3H,s) 25.84
8 — 45.26(#)| 1 145(m);1.70(m) 2513(#)| 24 1.014(3H,s) 21.50 OH  3.83 (brs) in acetone-dg

The blue-colored signals were very small or did not appear.

The assignments of C-11 and C-12 are exchangeable.




Product 36 (solid) from (6R, 7S) and (6S, 7R)-SQ

diols in Acetone-d6

[a]p? =+29.5° (¢ 0.78, CHCLy)

HREIMS: m/z (M+), calcd. for
C30H5202, 444.3967, found,
444.3974.

—> HMBC
~€---> NOE

600 MHz

N/
NONOE /\-
NMR data in acetone-dg, solvent peak : 'H; 2.04 ppm, 13¢; 29.80 ppm

NO. 'H "¢ NO. 'H B3¢ NO. 'H 13¢ NO. 'H 3¢

1 0.97(m); 1.47 (m)  41.53 9 1.52 (m) 60.56 17 331@d 111,331z 73.59 25 0.832(3H,s) 16.86
2 1.35(m); 1.62 (m) 19.24 10 — 37.82 18 — 7672 | 26 0920 (3H,s) 27.37
3 1.13(m); 1.33(m)  43.09 11 1.24(m); 1.42(m) 73 354 19 142m); 167(m) 4337 | 27  1.324(s); very 27.10%
4 J— 33.53 12 1.63(m); 1.72 (m) 26.50# 20 2:23(m); 2.13 (m) 2256 small signal

5 0.92(m) 57.29 13 1.38 (m) 62.50# 21 5.11(bt,68Hz) 1267 | 28 L153GHys) 2024
6 1.43(m); 1.58(m) 20.25 14 — 76.89 22 — 1309 | 29  1.6203H,s) 18.09
7 179 (2H,m) 39.30# 15 170 QH,m)  34.12# 23 0.823(3H, 5) 33.84 | 30 1.647(3H,s) 2581
8 — 45.64# 16 1.55(m); 1.62(m) 25.464 24 0807 (3H,s) 2154 | OH  3.83(brs)

The blue-colored signals were very small or did not appear.

The assignment of C-11 and C-12 is exchangeable.






