21
2536
attopoensis Pierre)
24
Zizyphus attopoensis

2.2

2.2.1
Rikakikai

2.2.2
Scientific

2.2.3 Fourier transform

Perkin Elmer

2504

Pierre

BKF 63407

(Fisher-Johns Melting point Apparatus)

BKF 63407

(Rotary vacuum evaporator)

Infrared Spectrophotometer (IR) model

2.2.4 Mass Spectrometer (MS) model JMS-DX-300

(Zizyphus

Tokyo

Fisher

IR-400 FT 1760X

2.2.5 Fourier Transform Nuclear Magnetic Resonance Spectrometer (NMR) model AC-

F 200 Bruker Spectro Spin
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2.2.6 Gas Chromatrograp (GC) model GC-7AG Shimadsu
2.3
2.3. "
2.3.2 ' 1 60G Art. 7734
60G Art 7731 E. Merck
Damstadt
2.3.3 TLC plastic sheets silica gel 60G 254
E. Merck Damstadt
2.4 ?
2.4.1 ? (Column Chromatography)
1:20-
30
2.4.2 ird (Quick Column Chromatography)
Sinter Glass 2 3.5 ot ) i

2.4.3 ?

5x20

(capillary tube)

solvent front

2.4.4 ?

(Thin-Layer Chromatography)

(chromatoplate) 60G Atr.7731

20x20

develop



30

(26.33

)

34

(395

)

(34.47

D)

323.38

9.3

300

©.3

3%

26.33

(323.38

)

i

A4



2.6 ?
2.6.1 ?
20-30
2.4.3
2
1
10206 2-4
5-6
7-13
20%0 14-19
40%0 20-22
23
50%6 24-25
26-28
60%06 29-31

80%0 32-34

26.33

503 4.5

700

50

0.93

0.51

0.04

0.03

0.36

0.72

0.89

7.63

0.92

2.89

18



5%

25%0

50%0

2.6.1.1

7.63

150

100

35-36

37-38

39-41

42-43

44

45-46

47-48

49

50-51

52-57

58-59

26-28

26-28

0.42

1.35

0.53

0.29

1.86

0.37

0.91

1.12

2.6.1



10%0

30%0

5020

60%0

80%0

5%

20%0

50%0

26-28

15

10

11-12

13-17

18-20

21-23

24-26

27

28-29

30

31

32-33

34-40

41-47

48-52

53-57

58-59

60-62

63

64

65-70

0.004

0.024

0.014

0.012

0.003

0.005

0.117

0.425

4.568

0202

0.117

0.131

0.181

0.167

0.057

0.132

0.098



2.6.1

25%

30%06

4020

50%0

60%06

70%

80%0

2.6.2 ? ?

7-11

12-13

14-15

16-20

22-23

24-25

26-39

40-43

44-46

a7

48-54

55-59

0.05

0.15

0.03

0.28

0.01

0.01

0.18

0.47

2.39

A



5%

20%o

50%0

2.6.3 ?

500

60-62

63-64

65

66

67-68

69-70

72-73

74-75

76-78

79-83

84-87

25

(

)

2.6.1

0.08

0.13

0.01

1.43

0.96

1.14

0.15

0.22

0.38

0.53

0.56



50%0

5%

10%0

25%

50%0

2.6.3.1 ?
0.896
30
50

1-4

10

11-12

13-16

17-20

2.6.1

1-4

1-4

0*896

0.025

0009

0.975

1.668

1.215

1.499

1.924

2.016

23

20



10%0

25%0

50%6

75%

5%

10%06

5020

1-14

15

16-17

18-21

22-23

24-25

26-30

31-37

38-41

42

43-44

45-49

50

0019

0.011

0.186

0.027

0.018

0.094

0.203

0.031

0.152

0.044

0.007

0.005

pli



2.7 ? 2
2.7.1 ?  ZAP-1
ZAP-1
)
(NaCl)
1465 (), 1370 ( ) 722 () ( 10)
(
0
200 (
14.65 115.66, 16.80, 18.30 19.93 (

7 retention time

retention time

13.55

14.13

15.40

15.46

15.93

16.63

17.88

18.00

o

%

2-4 10%%6
(¢ 2 0.51
Rf 0.653 ( : 10%0
(cm'1) 2923 12854 (),
0
DB-1 1 250 C 1
50 ) ZAP-1
13 114 115 116 , 17 118 19
retention time ( ) 12.65 1 13.70 1
,12) retention time ZAP-1 7
ZAP-1



2%

2.7.2 ? ZAP-2 ?
ZAP-2 24 25 50%0
¢ 2
60 76-78 °C
Rf 0.653
¢ : D
(KBr) (cm’' 1) 3200-3500 ( ) 1
2919,2849 () l 146s (| ) 1 1063 ( ) 724 () < 14
(CDCI3) chemical shift ( ,ppm)
088 (3H,t) 11.20 () 11.58 ( ) 3.64 2H,H) ( 15)
-13 (CDCI3) chemical shift
( ,ppm) 14.05 122.61 125.66 , 29.36 , 29.61 131.85 132.74 63.03 ( 16)
0
( ov-1 1 250 C 1
0
290 C 1 50 ) ZAP-2
14 116 118 120 122 30
retention time ( ) 0.90 11.23 , 1.79 12.78 14.48
36.07 ( 17) retention time ZAP-2 8
? 8 retention time ZAP-2
retention time ( ) %%
5.04 4083 0.58
7.66 26950 3.84
12.60 119742 17.05

20.91 551611 78.53



2

2.7.3 ZAP-3 > yan
ZAP-3 32 33 60%06
. 26-28 (C
3) 30
0
65-67 C Rf 0.761 (
D
(KBr) (cm-1) 3000-3500 (broad.s)
12919,2849 () 11705 () 724 (M) ( 20)
' ZAP-3 diazomethane GC-
MS ( DB-l 1 250 OC 1 290 OC 1
50 ) ( 21) retention time ( )
9
? 9 retention time ZAP-3
retention time ( ) %
16.05 20161 0.53
19.44 313644 8.22
20.76 836214 21.92
21.87 40644 1.06
27.61 56856 1.49
30.08 412981 10.83
30.34 72962 191
33.05 277025 7.26
35.73 707241 18.54
38.90 639931 16.78
42.68 197727 5.18
47.45 100408 2.63
49.76 138902 3.64



2.7.4 ZAP-4 ?

ZAP-4

10% )]

36

26-28

fl
37 60%0
( 3

50

0.653 (

153-155

28

°c

(KBr) (cm-1) 3200-3600 ( ) 1
2937,2867 () 11643 ( ) ,1462 11380 ( ) 11056 ( ) 1970 ( ) 802 () ( 35)
(GIB) chemical shift (8,ppm)
0.68-2.28 ( ), 3.50 (AH,m) , 5.09 @H, ) 5.35 <2Hd) ( 36)
-13 (m3) chemical shift
(6,ppm) 11.78-56.79 171.72 1121.63 , 129.20 1138.23 140.68 ( 37)
( ov-1 1 260 °C ,
290 °c 1 50 ) ZAP-4
cholesterol 1 campesterol 1 stigmasterol p-sitosterol
retention time ( ) 16.16 , 19.96 121.23 24.26 ( 38) retention time
ZAP-4 10
10 retention time ZAP-4
retention time ( ) %0
20.22 62595 4.47
21.38 94980 73.84
24.39 273967 21.29
2.7.5 ZAP-5 ? fi
ZAP-5 29-31 60%0
! ( 2)
0
20 216-218 C

Rf 0.387 (

:20%0



BudssaanAiy (KB wun1sgANRUNAIND (cm™) A9E 3200-3500 (m) |

2934,2867 () 11644 ( ) ,1454 11373 ( ), 1011 ( ) 879 () ( 39)
(CDCI3) chemical shift ( ,ppm)
0.71-1.98 ( ) 12.36 (1H, ) . 3.18 (AH,M) , 3.34-3.80 (AB quatet,2H) , 4.59 4.68 (AH, )
( 40)

()

C .ppmMm) 14.69 , 15.24 , 15.95, 1825119.01 , 20.80125.22 , 27.03 127.35 , 27.90 ,29.17 129.76

, 33.90 , 34.28 , 37.13 137.30 , 38.96 138.79 140.90 142.68 147.33 , 48.77 150.40 155.29 , 60.51 1

78.90 1109.53 150.35 ( 41)

DEPT-90 ( ,ppm) CH 37.30 , 47.43 , 48.77 150.40 , 55.29

78.90 ( 42)

DEPT-135 ( ,ppm) (up phase) CH CH3 14.69 1
15.24 115.95 119.01 127.90 137.30 147.73 148.77 150.40 155.29 78.90
(down phase) CH2 18.25 120.80 , 25.22 127.03 127.35 129.17 , 29.76 133.90 134.22 138.78 1
60.51 109.53 ( 43)

M+) 442
(mass fragmentation) /e (%6 relative intensity) 427(3.1) 1411(13.1) 1
279(20.0) 1234(17.2) 1220(11.3) 1207(28.8) 1203(27.5) , 189(23.1) , 167(86.5) 149(100.0) ( a7y
2.7.6 ? ZAP-6

2005 Py 80%
(s 5550 80%
( f
3137 5%
14 ( §
20 w2 ()
1 DMSO 1 R
0347 ( - 20% )
oo o 5100:3500 Groma >

, 3077 () , 2942,2869 () , 1688 () ,1643 ( ), 1453 ( ) 11375 ( ) 885 () ( 48)



30

(CDCI3+DMSO) chemical shift

G, ppm) 0.66-2.30 (m), 3.00 ( H, ) 13.17 (AH,m) 4.60(1 H, ) 4.73 (H,) ( 49)
-13 (CDCI3+DMSO) ‘chemical
shift  (5,ppm) 14.22 115.05 115.63 , 17.88 , 18.91 120.48 125.16 126.98 127.65 , 29.26 , 30.28

, 31.89 133.99 , 36.57 136.77 , 37.81 , 38.40 , 40.36 142.01 , 46.47 148.88 150.16 , 55.02 , 55.62 1

77.93 , 108.83 , 150.29 177.73 ( 50)
DEPT-90 (6,ppm) CH 37.81 , 46.47 , 48.88 150.16 , 55.02
77.93 ( 51)
DEPT-135 (5,ppm) (up phase) CH CH3 14.22 1
15.05 , 15.63 , 18.91 127.65 , 37.81 , 46.47 148.88 150.16 155.02 77.93
(down phase) CH2 17.88 , 20.48 , 25.16 126.98 129.26 130.28 131.89 , 33.99 136.77 138.40
108.83 ( , 52)
M—+) 456
(mass fragmentation) m ie (2 relative intensity) 438 (4.6) 1248 (33.6) 1220
(26.1) . 207 (57.9) , 203 (29.0) 189(100.0) ( 56)
ZAP-6 acetate ZAP-6 30
acetic anhydride pyridine 1
20 ¢ ZAP-6A) 258 °c ( )
(KBr) cm”D 3300-3500 () ,
2946,2870 () , 1736 () 11694 () ,1644 (m) , 1458 (M) 11373 (M) 11246 () 11027 (M) 885 (M)
(C 57)
(CDCI3) chemical shift (8,ppm)

0.83 (6H, ) 10.84 (3H, ) , 0.93 (3H, ) 10.97 (3H, ) , 1.69 (3H, ) 12.04 (3H, ) , 2.99 (1H,m) 14.47

@H, ) 14.61 (1H,) 4.74 (AH, ) ( 58)
-13 (CDCIg) chemical shift
(s,ppm) 14.58 1 15.96 1 16.09 1 16.38 ,18.09 , 19.27 120.79 121.24 123.63 125.37 , 27.87 1

29.62 , 30.50 132.09 134.17 136.97 137.05 , 37.73 138.35 140.63 , 42.35 146.87 149.20 150.33 1

55.35 156.32 180.89 , 109.66 , 150.33 1170.99 181.86 ( 59)

(M+) 498 ( 60)



217 1P
28P7 YA 5%
( 2
7678 20%
(4 270
268-269 °c
ey m)  3300-3500 () 1632
(Y114 11375 ()00 () 82 () (6
10% Ha 287100 g

glycoside 10% HCI_ 7 > aglycone *
aglycone
aglycone
aglycone
anh. Na2S04
(ZAP-TA) 20
135-137 C
Rf 0.662 ( :10% )
(KB) (cm'D) 3600-3200 (m) 1
2937,2893 () , 1638 ( ) ,1463 , 1381 (m) 11055 (m) 1971 (m) 801 (M) ( 62)
( ov-l 1 260 °c 1
290 °c 1 1 ! 1 45 ) ZAP-7A
ZAP-4 ZAP-TA retention time () 2181 , 22.75

26.15 retention time () 16.06,21.56,23.23 26.23 ( 63)



ZAP-7 acetate ZAP-7 50
acetic anhydride pyridine 4
40 ( ZAP-7B) 151-153 °c
(KBr) (cm"1) 2959,2906 () , 1754
(), 1645 () 11222 () 1041 () ( 65)
(CDClg) chemical shift ( ,ppm)

0.66-1.87 (m) 11.99 (3H,) , 201 (3H,) 12.03 (3H,) 12.06 (3H,) 13.45 (LHm) , 3.71 (IH, ),

4.12 (2H,dd) 14.58 (1H,d) 15.03 (4H,m) , 5.10 (1H,m) 5.24 (2H,d) ( 66)
-13 (CDClg) chemical shift
( ,ppm) 76-79.98 199.55 1122.06 1 129.22 , 138.25 1 140.27 1 169.19 1 169.30 , 170.24

170.58 ( 67)

(M+) 498 , 496 384 ( 69)
2.7.8 ZAP-8 ?
ZAP-8 69 70 5%
u ( 4)
25 252-254 °c
1 DMSO Rf 0.587 (
10% )
(KBr) (cm"1) 3383 (), 2741 (),
1701 () ,1644 (m) 880 (m) ( 70)
(CDCIg+DMSO) chemical shift
( ,ppm) 0.81-2.50 (m) , 2.01 (1 H,dd.J=4 7,86 Hz) , 4.14 (1H,d,J=8.6 Hz) , 451 (IH,) , 4.62 (LH,)
9.72 (1H,d,J=4.6 Hz) ( 71)
13 (CDClg+DMSO) chemical

shift (ppm) 1433, 1444 11629, 17.72 11893 , 2394 124.69 124.97 , 2547 129.30 , 30.12
,31.86 133.74 , 36.53 137.50 , 40.37 14141 14221 146.56 14742 , 48.65 149.53 |, 55.35 , 61.82 1
71235 ,7983 110995 115010, 17780 20597 ( 72



DEPT-90 (S,WT) CH 37.50 146.56 148.65 , 49.53 161.82 ,
72.35 179.83 205.97 ( 73)
DEPT-135 (8,ppm) (up phase) CH CHg 1433 )

1444 11629 11893 , 2497 , 2547 137.50 , 46.56 148.65 ,49.53 ,61.82 1723517983 20597
(down phase) 2 1772 ,2394 12469 129.30 130.12 , 31.86 133.74 ,
65 10095 ( 7
(M+) 470
(mass fragmentation) /e (% relative intensity) 452 (100.0) 1248 (85.0) , 203

(70.9) 189 (81.8) ( 78)



	บทที่ 2 การทดลองและผลการทดลอง
	- พืชตัวอย่าง
	- อุปกรณ์และเครื่องมือที่ใช้สำหรับการวิเคราะห์
	- สารเคมี
	- เทคนิคต่างๆ ที่ใช้ในทดลอง
	- การสกัด
	- การแยกสาร
	- การทำสารบริสุทธิ์และข้อมูลทางสเปกโทรสโกปี


