() Compound  (nonacosane) CygHgo( 17)

H-3 H-4
52~54  TLC Ry 0.86
m/z 408(0.7), ( 14),
peak NMR (CHyN
(56)
Nonacosane CaoHeo CH; (CHp); CHg

() Compound (hentriacontane) CsHgs(18)
H9 10 11 H-16 17
51~-53
TLC R 0.625

M*  miz436(0.15) ( CHy)



peak
'H-NMR 4 CDCl, 5 082 3H;t
o0 1.23 40H,s.br methylene -CH,-

5232 2Ht H-2
BC-NMR 5 CDCh > 141

0 224 29.7 methylene  -CH,-

(56)

hentriacontane Cs1Hea
CH; (CH,)» CHs

1 Compound Il NMR Data

No. d“c No. 5 'H J(H2)

of C of H

1 C1 14.11 1

2 C2 22.7 2 1.234

3 29.4 3

4 29.7034 4

5 C3 31.9347 0.88

() Compound octacosanyl hexadecanoate (19)
Compound 68 685 CHCL,
TLC benzene EtoAc=6 1

10 H,SO,

41



IR 6 Umex KBr cm’ 1734 cm™ carbonyl
group 1181 cm™* C-O-C
EIMS 7 mz 648 M’

C44H8802 m/iz257 410

hexadecancicacid M™ vz 256 n-octacosanol
M* m/z 410
'H-NMR 8 d0.86 triplet  CHj,
d1.23 CH, d 4.03 triplet
-OCO group ester CH, d2.26
triplet carbonyl group CH,
BC-NMR 9 d 174.0 carbonyl group
d 64.4 ester group CH, d 34.4 carbonyl
group CH, d 29.7 CH, di14.1
CH;
> octacosany!
hexadecanoate
o)

|
CH3(CH,) 13CH,COCH,(CH5),6CH5

42



2 Compound II NMR Data
No.of C “C-NMR IH-NMR  mut  Jy;
C-1 175.0
C-2 34.4 226t X746 7.3
C-26 C-18 14.10 0.86t
C-1 64.4 403t 6.6 6.5

( ) Compound

Compound
CHCl;,  TLC
10 H,SO,
TLC R
IR 10 V mx KBr
2923 2850 cm™
1465 cm™  CH,
1061 cm™ C-O-C
EIMS mz400 M*

mixture of phytosterol

(20)

139 141

hexane EtOH=4 1

3418cm*

3-sitosterol

hydroxy group

1378 cm® CH,

412 M* 414 M



CagHa0

'H-NMR

H-3

H-23

BC-NMR

C-23

C:29H48C) C29 HSOO

12 d5.31 doubl et
H-6 d 3.49 mutiplet
d498 d5.14 H-22

0 066 226 m

13 di41.4 1223 C-5

d138.9 129.9 C-22

d72.4 -OH C-3

59-60

campesterol stigmasterol 3-sitosterol

3-sitosterol

Campesterol( 21)

Stigmasterol( 22)

[3-sitosterol( 23)



3 Compound 1V NMR Data

No. d*c d® [|No. 8 'H JH2) & 'H J(H2
of C literature data®  |Of H literature data®
1 37.1 37.1 1
2 315 2
3 724 715 3 349m 352m
4 42.9 42.1 4
5 1414 140.8 5
6 122.3 121.7 6 5.3 5.35d, J=5.1
7 30.3 31.8 7
8 32.3 31.8 8
9 49.9 9
10 36.3 10
11 21.0 11
12 39.7 39.6 12
13 40.4 42.1 13
14 575 56.5 14
15 24.2 15
16 28.1 16
17 56.7 55.8 1/
18 12.7 11.8 18 0.66 s 0.68 s
19 19.6 19.3 19 1.01s
20 36.0 20
21 18.7 21
22 138.9 33.8;1383 |22 501dd,
23 129.9 26.0; 129.3 J15.0, 8.7
24 46.4 45.6 23 5.15dd,
25 29.5 29.5 J15.0,84
26 194 194 24
27 20.0 19.7 25
28 23.9 26 0.79
29 12.9 11.9 27 0.77

28

29 0.80t, J6.8




( ) Compound
Compound
benzene Etoac=4 1
15
cm® 2849 cm*t
'H-NMR 17 CDCl;
0 1.23 40H,s. br

0 232 2H;t H-2

tetracosanoic acid

(24)
43 502 TLC
Ry 0.6 254 366nm
3427cmt 2917

1701 cm® carbonyl group C=O

o 088 3Hit

methylene -CH,-

“C-NMR 18 CDCl, > 13.8
0 224 33.8 methylene  -CH,- 0 179.8 carboxyl
carbon C=0

0 telracosanoic
acid Ca4H2g0,

CHy(CH,);;COOH



4 Compound V NMR Data

No. d“c No. 5 'H J(H2)
o f C of H

24 13.9 24 0.86t, 6.1
3~23 29.5 3~23 1.23t

2 33.8 2 2.33t,X7.28
3 31.7 3 16t, k712
1 179.8 1

() Compound docosanoic acid  CH3(CH,),,COOH ( 25)
Compound 46~47.8 TLC
Hexane EtOAc=4 1 Rf 0.31
EIMS 19 mz% 55 100 60 %6 /3 8 88 42
97 19 m 4 120 11 213 4.46
256 248 284 1 340 0.71

(61)

docosanoic acid CyoH10,

CH3(CH,),,COOH

47



(' )Compound | (nonacosane) CaeHgo (17)
1
2 mp 52-54
3 TLC  R=0.86
EIMS mVz(%)(rdl. int.)
(H-3) 408[M ](0.5), 239(0.5), 182(1), 155(2), 127(3), 113(5), 97(18),
85(27), 71(95), 57(100). 1
(H-4) 408[M 1(0.7), 239(0.8), 183(1.3), 155(2.2), 155(2), 127

(4), 113(6), 97(17), 85(54), 71(50), 57(100). 2

( )Compound Il (hentriacontane) CzHes (18)
1

2 mp 51-53

3 TLC R;=0.625

4 EIMS m/z(%)(rel. int.)

(H-9 10 11) 436[M'] (0.1), 408(1), 337(1.0), 225(1.2), 169(2.4),
155(3), 137(5), 113(7), 99(11), 85(42), 71(79), 69(100), 57(100).
(H-16)  436[M*](0.2), 408(3), 323(1), 225(3), 197(4), 183(5),



168(7), 154(8), 141(8), 127(10), 113(14), 99(22), 85(39),
71(61), 57(100).

(H-17) 436[M*](0.2), 408(0.9), 225(0.7), 169(2), 155(2), 141(3),

127(5),113(6.4),97(21),85(38),71(100),57(73) 3
5 'H-NMR CDCl; 200MHz 4
“C-NMR CDCl; 50MHz 5
Compound octacosanyl hexadecanoate (19)
1 CHCl,
2 mp 68~68.5
3 TLC Rf=0.89 bezene EtOAC=6 1

4 IR 6 Uy KBr 12018 2849 1734 1459 1181
716

5 EIMS 7 mz%)(rd.int) 648(3), 409(0.4), 396(0.11), 341(6),
297(0.18), 97(27), 71(59), 57(100)

6 'H-NMR CDCl; 200MHz 8
BC-NMR CDCl, 50MHz 9
( ) Compound mixture of phytosterol (20)
1 CHCl,

2 mp 141-~143
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3 TLC Rf=0.38 bezene EtOAc=8 1
4 IR 10 umax KBr cm?® 3418 2923 2850 1705
1465 1377 1061

5 EIMS 11 m/iz(%)(rd. int) 414(21), 412(13), 271(12)

255(17), 213(11), 159(17), 145(29), 95(46), 55(100)
81(54), 69(55).

6 'H-NMR CDCl; 200MHz 12
¥C-NMR CDCl; 50MHz 13
HMQC CDCl, 14

( ) Compound tetracosanoicacid (24) CHs- CH, ,-COOH

1
2 mp 48-50.2
3 TLC Rf 0.6 bezene EtOAc=4 1

4 IR 15 umax KBr cm' 3448 3427 2917 2848 1701
1465 1050 1028

5 EIMS 16 m/z(%)(rel. int.) 60(100), 73(97), 55(90), 57(87),

83(23), 97(25), 111(11), 129(30), 213(12),
256(25), 284(5), 368(0.1).

6 'H-NMR CDCl;, 200MHz 17

BC-NMR CDCl; 50MHz 18



(

1

2

4

) Compound docosanoic acid(25) CHs- CH, ,,-COOH

mp 46~47.8
TLC Rf 031 hexane EtOAc=4 1

EIMS 19 miz(%)(rel. int.) 55(100), 60(96), 73(87), 83(42), 97(19),
111(4), 129(11), 213(5), 256(3), 284(1), 340(0.7).
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