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Figure 4
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Figure 5
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Numbering C (ppm) "H (ppm) Number of | Multiplicity | Coupling constant
H (Hz)
1 175,4
2 341 2,23 2 t J23=7,4
3 258 1,57 2 m
4 293 2,00 2 m
5 121,4 5,24 1 t Jas=7,1
6 143,48; 143,46
7 38,84, 38,82 2,37, 1,98 2 m
8 455 2,05 1 m
9 38,0 2,37 1 m
10 43,06; 43,04 2,18; 1,09 2 m
11; OH 773 3,59; 4,60 1,1 m
12 56,82; 56,80 1,75 1 m
13 133,3; 1338 5,53; 5,50 1 dd J12,13=6,4
14 133,1; 133,0 5,39; 5,37 1 dd J1314=15,4
15; OH 751, 74,4 3,90; 3,77, 4,66; 1,1 t J1415=6,0
4,62
16 39,8; 39,6 1,60; 1,58 1
17 22,8;,22,5 2,26; 2,00; 2,24, 2
1,91
18 77,2, 771
19 79,5, 79,3
20 41 1,77 3 S
24 16,4; 15,6 0,92; 0,89 3 J1624=6,8
25 36,5 2,31, 2,03 2 m
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Figure 6
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Numbering C (ppm) "H (ppm) Number of 'H
1 174,2
2 33,6 2,34 2
3 25,64, 25,62 1,62 2
4 29,1 2,01 2
5 121,79, 121,76 5,27 1
6 142,96; 142,93
7 38,72; 38,65 2,37, 2,00 2
8 451 2.23,2,25 1
9 38,5, 38,4 2,48 2,33 1
10 41,3,39,1 2,39;2,32;1,27; 1,11 2
11 83,0; 80,1 3,95; 3,90 1
12 55,79; 55,78; 54,98; 54,96 2,16, 2,11 1
13 149,88; 149,76; 149,76; 149,68 6,88, 6,85 1
14 129,53; 129,49; 129,45; 129,13 6,28, 6,25 1
15 202,10; 202,06; 202,04, 202,03
16 43,42, 43,38; 43,23, 43,18 3,00; 2,98 1
17 22,59; 22 56 2,38, 2,24 2
18 78,12, 78,10; 78,07, 78,05
19 77,716, 77,75, 77,74, 77,70
20 40 1,74 3
24 17,15, 17,13 1,10; 1,08 3
25 36,1; 36,0 2,32, 2,07 2
26 521 3,62 3
[ 99,30; 96,8 464 456 1
d 31,3,31,2 1,60; 1,56; 1,44; 1,40 2
c 20,2, 19,8 1,71;1,68; 1,48; 1,44 2
b 26,0; 25,9 1,62;1,60; 1,47; 1,42 2
a 62,5619 3,77;3,68; 3,42; 3,39 2
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28 10 14 z /
2 15 = 19
27 | | 1 s
24 o 3 "
26
25
Numbering 3¢ (ppm) "H (ppm) Number of 'H | Multiplicity | €°UPling constant (Hz)
1 173.23 - - -
2 32.63 2.30% 2.295* 2 m (t) J23=7.4
3 24,675 24,65 1575™ 2 m (qui) J34=7.2
4 28.14 1.975"** 2 m
5 120.77%; 120.80% 523+ 1 t J45=6.7
6 141.99%: 141,96 - - -
— p 233 1 m
7 37.69%,37.76 & 1.8 1 g 1 m
8 44175 44195 2.20* 1 m
9 37.508%; 37.59% 2445+ 1 m
) B. 2.28% 2.35* 1 m
10 40.31; 38.14 o 1235+ 1.075% 1 m (ddd) Jtogem=12.6: Jo.106=8.2
Jiop11=411,12=9.3/9.2;
it it A A 3
11 82.02,79.21 3.86%: 3.905 1 m (td) Jtoar1=7.0/6.7
12 54.83; 54.00 2.075™* 2.125™** 1 m (q) 9.29.0
13 148.74; 148,86 6.83#4# B, 74## 1 m (dd) J12,13=8.7/8.3; J1314=15.7
14 128.50%; 128,545 6.22% 6.24% 1 m (d)
15 201.04%: 201.08° - - -
16 42 27%; 42 213 2,968 2,965% 1 m (sex) J1617=J1620=6.9
5 s a:2.34* 1 m
17 21.60%; 21.62 b 2 19* 1 m
18 77.06% 77.08°
19 76.76%; 76.75° - - -
20 302 17098 3 m Tn =24
A 52265 1 m
21 3507 s 3512 a: 2.03*** 1 m
22 16.16 1.05% 1.055% 3 m (d)
23 51.10 3,58t 3575t 3 m (s)
24 98.34; 95.81 4 5251 4,605 1 m (dd) ~4,1/~3.6,~2.6
3 s a: 1.5 1 m
25 30.28% 30.38 b: 140 1 m
) a; 1.6658&: 1645888 1 m
26 19.20; 18.79 b 141" 1.441 1 m
. s a: 144 1 m
27 24.96% 25.02 b 138 1 m
) a; 3.73" 3.65 1 m
28 6157;6089 b: 3.38" 3.345" 1 m
FOREECE 44 ### & && TXX L T 0 W, # & . LbL

5, : Partly overlapped “C NMR signals.
LLL 1 Partly overlapped by the 'H NMR signals of the sample impurities. -, : Partly overlapped by the '"H NMR 51gnals of the

DMSO-dG solvent.
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: Partly overlapped 'H NMR signals. ##*, *, 7 7 & &
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7
z 16 18
o) 13 z 17
26 # OH
25
Numbering 3¢ (ppm) 'H (ppm) N“"}';’_Ie”f Multiplicity | COUPling constant (Hz)
1 17324 . g .
2 32.63 3285 2 0 T3
3 24.68%, 24.65° 157+ 2 ™ (Qul) =K
Z 28.16 19657 2 m
5 12045 5205 1 t Ji=6.3
6 102,435, 142.40° : : :
p— B 237 1 m
/ 37.71%,31.82 o 198" 1,957+ 1 m
5 1227 206" 1 m
9 37.09, 37,30 238" 1 m
P B 2225, 230° 1 m
10 40.16, 37.68 o 117+ 0.995% 1 m (ddd) Jtogon=12.512.1: Jo100=8.0/7.6
. . o J10p.11=11,12=9.3/9.0;
1 82.40; 78.77 367:376 1 td/m (td) PR
12 54.48,53.43 185 1977 1 m () o877
13 13188, 131.77 5 50F 550 1 m (dd) Tro1=15.6/15.2
12 132.22,132.05 5377 5 407 1 m (dd) J1015-6.1
15 7337. 7353 3787 379 1 m/m (@) ~55
OF-15 165, 16157 1 m(d) T 0r=5.0/4.9
16 38.75% 36.82° 1555~ 1 m
a; 2.205* 1 m
17 2143 b: 1,945 1 m
18 78215, 78.28° :
19 76.13%. 76.06° g g g
20 312 173 3 Qo 17 20-2.2
A B 2265 1 m
21 35,408, 35 45 o Togems 1 mn
22 15.28%, 15.31° 0855, 0.66% 3 m(d) 152769
23 5110 35655, 3 5750 3 m(s)
24 98.39, 95.08 1507 4617 1 m(dd) / m () =472 26132
N a; 1.55™ 1 m
2 30.38 b: 1.405: 1 m
) a: 1.66% 1.69% 1 m
2% 19.24; 18.60 e ! m
5 s a;1.44+ 1 m
27 25.05%: 25.10 e ! m
i a: 3.73++ 3,745+ 1 m
28 61.47, 60,64 b: 3385, 3,364 1 m
T T T W R

: Partly overlapped "°C NMR signals.
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L. Partly overlapped by the "H NMR signals of the sample impurities.

& &&& L EL Partly overlapped TH NMR signals, %%, ¥, 7 7 # &




Figure 9
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N : 17
13 :
HO ou
Numbering | '°C (ppm) H (ppm) Number of 'H | Multiplicity | SOUPling constant (Hz)
1 17444 . . .
COOH-1 195 1 br
7 B.15 219" 2 m 773
3 24.90 1535 2 ™ (qui) 154773
2 28.33 1965 2 m
5 120.45 5205 1 t 12563
5 12253 . . .
B 2305 1 m
/ 31.87 o 1945 1 m
8 7458 2,007 1 m
9 37.07 235 1 m
B 210 1 m () N —_
10 42.08 o 1055 1 m (ddd) Jo105=7 9
11 76.37 3.555* 1 td J10p11=J11,12=9.2; J100,11=7.2
OH 11 150~ 1 br
7 55.66 1716+ 1 m () To1=02
13 132.85 5.47* 1 dd J1213=7.5; J1314=15.4
12 131.98 5337 1 ad T14.1576.9
15 7418 3735 1 T(dd) J15,15-5.9
OH-15 260~ 1 br
1 36.68 1505 1 m
a: 2.215* 1 m
17 21.58 b: 1955 1 m
B 78,30 :
19 76.20° : : :
20 318 1735~ 3 m =y
B 2265 1 m
21 35.58 o 1.09%* 1 m
22 5.4 0.857% 3 m (@) T10076.7

$: Partly overlapped by the “C NMR signals of the 16-R-ILO-12 isomer. °,

EE T T
s s

, 7 Partly overlapped "H NMR signals. *, **, #*:

Partly overlapped by the "H NMR signals of the 16-R-ILO-12 isomer. *: Partly overlapped by the '"H NMR signal of water.




