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2
2.1
050151
2.2
2.2.1 N\VR Spectra Bruker AC 200 MHz Fourier
Transform NVR spectrometer (TMS)
(reference) t (ppm)
2.2.2 IR Spectra Perkin-Elmer Model IR 1760
' (KBr) "
(NaCl)
2.2.3 M5 Spectra Jeol Mass Spectrometer Model JMS-
DX-300/JMA 2000 70
2.2.4 QC Spectra Shimadzu Gas-Liquid Chomatograph
Model GC-7 AG
2.2.5 Melting Point Fisher-John
2.3

2.3.1 , )

2.3.2 Art.7131



2.4

2.5

241
2.4.2
2.4.3

2.5.1

2.5.2

2.5.3

2.4.1-2.43

251

2.5.1

162

4-5

»

10

340

20

267

»
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2.6

2.6.1

1911
19:1

9:1
3:1

50
300

1:2

darlsl
12-13
14-18
19-23
24-33
34-31
38-40

41-44

pal



#?

2,

6.2

2,

300

6.1

1:1

1:3

1:3

19:1
9:1
1:1

1:3

100-103
104-110

50

45-50

51-58
59-60
61-64
69-72

13-82
83-91
92-95
96-99

22



fi 6

19:1

9:1

31

1:1

1:3

1-9
10-15
16-20
21-21
28-35
36-37
38-41
42-44
45-51

52-53

54-57

58-60
61-65

66-76
17-83

N

23



#!

2.6.3

300

2,

6.1

9:1
3:1
1:1

1:3

19:1
9:1

50

84-89

90-95

96-99
100-103
104-108

1-7
8-14
15-18

24



3:1

1:1

13

19:1

9:1

3:1
1:1

1:3

19-22

23-29

30-32

33-44

45-58

59-69

10-75
76-79

80-82

§3-88

89-94

95-99

100-103
104-108
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2.6.4 19-23
19-23  I- {
0.20 Ih I Art. 7734
Y 1:20) N | 1.5 M.
( ) 1:19, 119,
4:1, 3:1, 1:1, 1:3, , ; 1:19
{ 50 coms
A
Il'g
8 19-23
{
1:19 1-6
9:1 /-8
4:1 9-11
31 11-14
1:1 15-19 {
1:3 20-23
{
24-29

1:19 30-34



2.1 I !
2.7.1 ! ) |
1 LA 3-11
( )
0.11 (0.068 % ) 62-63°C

IR (KBr) ~max (cm-1) 2920, 2849 (), 1737 ( ),1474 (),
1073 (), 730, 720 () ( 3)

1 0.09 5 % NaOH
10 cm3 mi 10 !
!
! !
!
! anh. Naoso4
0.03
(33.3 w ) 78.0-80.0 0o ¢ #

IR (KBr) max (cm-1) 35003200 () , 2920 1 2850
(), 1470 1 1465 () , 1060 () , 730,720 () ( 4)

IHNVR (CDCls)  cT (ppm) 0.93 (t) 2125 () , 1.56 (),
3.67 (t) ( 5

3 mm. 2 m. Z)/O ov-1 CwW

21
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80/100 mesh 290°c 250 °c
290°c No  fimif | Ne 50 ml/min
H 50 ml/min 500 ml/min ~ FID

tetradecanol (Ci4HesOH)

hexadecanol (o 6"33°")> octadecanol (C-igHggOH), eicosanol (CzgHs-OH)
decosanol (C22Hss50H)

retention time 0.87, 1.17, 1.72 |
2.66 4.29
retention
time 21.22 34.83
I " dil. HCl
! anh.Na2504

003 (333 %
) 80-82°C 1

R (KBr) max (cm-1) 3300-2500(m), 2920, 2860 ( ), 1734
(), 1473, 1466 (), 1435, 1305 ( ), 930 ( ), 730, 720 (m)( s)

|
diazomethane
N-methyl-N"-nitro-N-nitrosoguanidine KOH
30 oms 40 % KH5 cms N-methyl-N"-
nitro-N-nitroguanidine 2 !
diazomethane
diazomethane
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1 1} !
1 retention time 1.40, 1.71, 2.09,
2.63, 330, 423, 536, 6.96, 8.94, 1169, 1513, 2549
) ) henicosanoic acid

(CQHs1Q0&, doicosanoic acid (C24Ha3COOH),  tetracosanoic acid
(C23Ha7COOH), pentacosanoic acid (C24Ha9COOH), heptacosanoic acid
(C2sHs3COOH), octacosanoic acid (Gz7HssCOOH),  triacontanoic acid
(CogH5gCOOH), hentriacontanoic acid (CagHs{000H), tritriacontanoic
acid (Cs2Hs5COOH), tetratriacontanoic acid (CssH7CO0H)

retention time 3.31, 4.22, 5.35, 6.85, 8.80, 11.44, 1482,
19.36, 25.09, 32.89

2 )
14-23 ) ; (9:1)( ),
20-22 ) : (3:1)( )
0.383 (0.004 %
) 81-84°c

RE 05 () |« )

IR (KBr) “max (cm-1) 3600-3200 ( ), 2910, 2849 ( ),
1473, 1463 ( ), 1062 ( ), 731, 720 () ( " 11)

1H NVR (CDCl3) ¢T (ppm) 0.93(t), 1.25 ( ), 1.56 () ,
367 (t) (12

13¢ N\R (CDCls) < (ppm) 14.06(q), 22.62(t), 25.70(t),
29.4(t), 29.es(t), 31.89(t), 32.8(t), 63.0(t) ( 13
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2 ) # Y
2 '$ retention time 20.65 , 34.23

2.7.3 3 # g
3 {
36-37 o, ! (3:1) ( ),
fl 46-52 : ' 3:1) (" ),
23-26 ; (3:1) ( )
0.45 (0.005 %
) 10-71°%
Rf 0.65 ( / : 1:49)

IR (KBr) T8 (cm-1) 3455 (m), 2919, 2850 ( ),1712 (),
1640 (m), 1600, 1520, 1440 (m), 1473, 1385, 1365 (m), 1280, 1126 () ,
1210 (), 1029 (m), 1184 (), 985(m), 845, 826 (m), 720 (m) ( fi 15)

M5 mie 642, 628, 614, 194, 85, 71, 57, 43 (  16)

IHNWR (CDC13)  (ppm) 0.88 (t3H) , 1.25 ( ,2H)
163 (,2H) | 3.93 ( ,3H) , 419 (t2H) , 5.84 ( ,IH) , 6.29 (d,1H),
6.90 (d,1H) , 7.04 ( ,IH) , 7.08 (d,IH) , 7.60 (dIH) (1)

13c NVR (CDCls) & (ppm) 14.12-31.95, 55.93, 64.63,109.33
114.74, 115.68, 123.04, 127.07, 144.65, 146.79, 147.94, 16740 (  18)

DEPT-135 13¢c NMR (CDCls) a (ppm) (  19)
" (up phase) Gk, H 1412 , 5592 ,
109.34 , 11474 | 115.69 , 123.04 , 144.65
I (down phase) G 22.71 , 26.02
28.80 , 29.58 | 29.64 , 29.73 , 31.95 , 64.63



3l

DEPT-90 13 MR (CDCls) « (ppm) (  20)
H fl 10934 , 11474 , 11569 , 12304
144,65

IR (KBr)  max (om-1) 3600-3200 () , 2910 , 2849
(), 1473 1463 () , 1062 (), 731 , 720 () ( 20

'3 1
1 h 3 retention time ~ = 34.24

IR (KBr)  MBX (cm-1) 3450 (), 3020 ( ), 2950 ( ),
1690, 1667 ( ), 1620 ( ), 1600, 1518, 1474 (), 1467 (m), 1435,
1285( ), 1200 ( ), 1030 (m), 1165 (), 940 ( ), 850, 820 (m) (  23)

HNVR  (CDCl3)  (ppm) 3.94 ( ,3H) , 5.35 ( ,br),
711, 7.06 , 6.93 ( ,d,d3H) (  24)

2.7.4 4 ) ]
4
37-40 ; (3:1) ( 2 ), 52-53
(1:1) | 3)
0.16 (0.002 % )
238-240°C

R 061 (| )
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IR (KBr) [max (cm-1) 2921, 2848 (m), 1762 ( ), 1677,
1654 (m), 1443, 1389 (m), 1222, 1070 (m) (  25)

M mle 314, 176 ( ! 30)

IHNWR (CDC13) d (ppm) 0.73 , 0.87 , 0.97 ( ,9H) ,
2.05 ( ,3H) , 2.64 (dIH) , 3.74 ( ,H) , 547 (d1H) (  26)

13c NVR (CDCIs)  (ppm) 8.65, 14.99, 18.45 20.87, 21.91,
33.49, 33.51, 34.13, 39.89, 41.41, 41.52, 51.84, 53.50, 54.46, 61.17,
104.07, 125.16, 145.07, 147.48, 17059 (  27)

DEPT-135 13¢ NVR (CDCIs) f (ppm) ( !t 28)
{ (up phase) Ok, CHI 865, 1500 ,
21.92 , 3348 , 51.84 , 5350 , 54.46 , 104.08
{ (down phase) Cb ti 1845 , 2087 |
34.14 | 39.88 , 41.52

DEPT-90 13¢ NVR (CDCls)  (ppm) ( ! 29)
{4 5184, 5350 55446 , 104.08

2.1.5 5 A
5 , I
41-44 ; (3:1)( ), 27-29
(3:1)( )
0.4 (0.004 %
U ) 136-138°c
Rf 0.46 ( [ )

R (KBr) "MBX (cm-1) 3500-3200 (m) , 2952 , 2852 ( ),
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1640 ( ), 1460, 1380 (m), 1060 (m), 970, 960 ( ), 800 () (  33)
IHNWR (CDC13) ef (ppm) 0.68-2.31 (m) , 3.55 (m) ,
5.09 (dd) , 537 (d) (  34)
13c N\\R (CDCIs) & (ppm) 11.85-56.83 , 71.78 , 12167 ,
129.29 , 13830 , 140.73 (  35)

5 ' '3 K
2 %O0V-1  GNB0/100 mesh 300°c ) 290°c
) 300°c # N 500
ml/min " FID
? cholesterol, campesterol,
stigmasterol p-sitosterol B retention time
1401 , 17.74 | 1881 , 21.48 i
5 / #
retention time 1448 | 18.78 |
21.24
2.7.6 6 #
6 y #-
46-50 ? ; (1) ),
55-57 ? ; (L: ) )
235-238°C (0.003 % #)
Rf 0.49 (? / )

IR (KBr) "MBX (cm-1) 3015, 2930, 2866 ( ), 1778 ( ),
1684 (m), 1459, 1392 (m), 1259, 1052, 1011 (m), 966, 880 (m), 836,



810 ( ), 750, 745 () ( * 37)

M6 mle 330 , 301 (42

IHNWR (CDCL3) o (ppm) 0.83 , 0.87 , 0.97 ( ,9H) ,
210 ( 3H) , 2.3 ( ,brIH) , 3.70 ( ,1H) , 4.06 ( ,br,lH) ( 2 38)

13CNVR (CDCl3) ( (ppm) s.es, 15.34, 18.36, 20.80, 21.84,
33.40, 33.47, 35.52, 39.03, 39.14, 41.23, 47.90, 53.38, 55.23, 60.92,
66.02, 85.15, 130.17, 148.65, 169.56 (  39)

DEPT-135 13c NV\R  (ppm) (  40)
L« (up phase) O, H 866 , 1534 |
21.84 | 33.47, 4790 , 53.38 , 55.24 | 60.92
(down  phase) O 18.36 , 20.80 ,
35.52, 39.04, 4123
DEPT-90 13c NV\R  (ppm) (  41)
H 47.90 , 53.38 , 55.24 | 60.92

2.1.7 ' 1
1
79 ; (9:1)( )
0.004 (0.001% ) 250°C
Rf 0.22 ( / ; 1:9)

IR (KBr) "max (cm-1) 3600-3200 () , 2934 , 2880 ( ) ,
1640 ( ), 1462, 1380, 1368 ( ), 1250, 1160 ( ), 1070 ( ), 1020 ( ),
890 () ( 45

IH NWR  (CDCl3) (ppm) 0.72-2.44 (m) , 3.4-3.8 (m),
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4-47 (m) 514 (m) , 538 () (  46)

13 \R (CDCI3) o (ppm) 12.03-42.66 150.6 1564,
57.11, 62.14 , 70.64 , 73.94 176.88 , 10132 , 12239 , 129.66
138.69, 140.75 (  47)

2.1.8 8 A
8 19-23
(19:1) ( ) #
24-29 ( 5) 0.009 (0.006 %
) 85-87°C )

IR (KBr) max (cm-1) 3378 (m), 2963, 1710, 1662 ( ),
1455 (m), 1376 (m), 1029 (m) (  48)

IH N\R (CDCls) f (ppm) 0.75 ( ,3H), 0.80 ( ,3H), 0.85
(d,3H), 0.87 ( ,3H), 0.94 ( ,3H), 1.00 ( ,3H), 1.60 ( ,3H),L.68 ( ,2H),
3.24 (dd, J 4,10 Hz, 1H), 5.09 (t,IH) (  49)

13c N\VR (CDCls) < (ppm) 15.54, 15.62, 17.68, 18.92, 20.15,
2153, 24.47, 24.76, 25.75, 27.94, 28.05, 28.15, 29.76, 30.90, 35.25,
35.41, 3587, 37.26, 38.93, 44.1, 49.63, 50.02, 50.95, 78.98, 125.20,
130.85, 133.54, 13402 (  50)

DEPT-135 13c NMR (CDCls) (f pom ( 51
' (up phase) Gt , H 1554, 15.62,
17.68, 18.92, 20.15, 24.47, 25.75, 28.15, 35.87, 49.63, 50.96, 78.98,
12521 ppm
(down phase) 02 18.94, 21.53,

11



36

24.76, 27.67, 27.94, 28.05, 29.76, 30.90, 35.25, 35.42 ppm
DEPT-90 13 NVR (CDC13) pom (  52)
CH 35.87, 49.63, 50.96, 78.98, 125.21 ppm

2.1.9 9 ? g A
61-63 ; (1:3)( )

191492 C (0.07 % ) ?

IR (KBr) vimax (cm-1) 3332 () , 3070 , 2968 , 2866 ( ),
1472, 1377, (), 1287, 1050 (), 971 () (  59)

M mle 424 , 406 301 ( 58)

IHNWR (CDCl3)  (ppm) 0.32 (d, J= 4.13 Hz, 1H), 0.547
(d, J= 4.13Hz, 1H), 0.803 ( ), 0.85 (d), 0.878 (), 0.96 (), 1.31( ),
1.0-22 (m) , 328 (q) , 559 (1) ( 54

13 VR (CDCls) o (ppm) 14.00, 18.09, 18.28, 19.30,
19.97, 21.11, 25.44, 26.01, 28.07, 29.87, 29.89, 29.96, 30.36, 31.96,
32.78, 35.57, 36.38, 39.04, 40.48, 45.29, 47.09, 47.98, 48.81, 52.00,
70.76, 78.33, 12561, 13933 (  55)

DEPT-135 13¢c NVR (CDCls) pom (  56)
a  (up phase) Gt , H 14.0, 18.09,
18.28, 19.30, 25.44, 29.87, 29.89, 36.39, 47.09, 47.98, 52.00, 78.84,
125.61, 139.33 ppm
(down phase) Cb 21.11, 26.01,
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26.43, 28.07, 29.96, 30.36, 31.96, 32.78, 35.57, 39.04 ppm
DEPT-90 13¢c MR (CDC13) pm ( 57)
{« CHfi 36.39, 47.09, 47.98, 52.00, 78.84,
125.61, 139.33 ppm

2.7.10 10! m ! ,
10 |
81-82 ! ; (19:1) , 83-84
! ; (9:1)( ) 0.9  (0.26%
) 248-250°¢ o

IR (KBr) imax (om-1) 3470 () 1745 (m) 1611 () 1
1484 (m),1411 (m) , 1356 (m) 1080 (m) , 1034 (m) (  62)

IHNR  (CDCls) « (ppm) 2.58 () 3.44-3.62 (m) 3.92 ()
402 ()1412 (), 475 (1), 513 (), 5.27 (d) , 534 (, br) |
564 (,br) 736 (), 774 () ( 63

13C R (CDCls) * (ppm) 39.62 , 56.69 , 60.51 , 60.76 ,
61.35 , 61.80 16955 , 723 , 733 , 76.50 , 77.19 , 78.89 , 101.62 ,
107.62 , 112.13 , 112.44 | 112.72 , 113.62 , 141.09 , 141.15 1 142.08
15201 , 154.39 ,158.16 , 158.34 (  64)

DEPT-135 13c NV\R (DMSo-de + CDCl3) ¢f pom ( 65)
(up phase) o3, olH, CH 39.63,56.69,
61.35, 6T.80, 69.55, 73.3, 76.59, 77.19, 101.62, 107.62 ppm
(down phase) CHOH OO  56.69, 60.51,
72,3 ppm



DEPT-00 13c NVR  (DMSO-d6 + CDCI3)  pom (  66)

107.62, 112.44 ppm

(HA 69.55 73.3, 76.59, 77.19, 101.62,

38
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