W/W
%

12

460  ppm
725 ¢
260.54
4.55
23.0
011
0.26
29.0
0.55
0.44
10.1y
12.6
131
231
20.5
031
1.15
0.90
50.73
893.85
393.85
102.80
152.80
31.60

pH
pH




2 coumarin  chalcone 1-8
TPA

C?“gr/"rf]?” Inhibition Chacone ig/ml Inhibition
1 50‘! g/ml 100.0 6 50‘1 g/ml

10i g/ml 555 10i g/ml
2 50ig/mi 100.0 7 50 g/mi 53.0

101 g/l 117 10i g/ml 1022
3 50i g/ml 12.9 8 50i g/ml '

| ! 100.0

4 50i g/ml 15.7 10i g/ml 470
5 50 g/ml 238

TPA : 12-o-tetradecanoyl phorbol-13-acetate (50 nM)

Archanglicin(1), S,9R-9-angeloyloxy-8,9dihydroorosdol(2),
Psoralen(3), bergapten(4), xanthotoxin(5), 4-hydroxyderricin(6)
Xantoangelol(7), ashitaba-chal cone(8)
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3 xanthoangelol(l)  4-hydroxyderrcin(l1)
gentamicin 2
Antibacterid activity
Bacteria MIC ig/ml
I I Gentamicin
Bacillus subtilis PCI-219 1.56 1.56 0.09
Bacillus subtilis ATCC-6633 1.56 1.56 0.09
Bacillus cereus FDA-5 1.56 312 0.045
Saphylococcus aureus 209-P 6.25 6.25 0.19
Saphylococcus aureus | FO-3060 312 312 0.19
Saphylococcus epidermidis |FO- 1.56 6.25 0.09
3762
Micrococcus luteus | FO-12708 0.76 1.56 0.76
Escherichia coli IFO-12734 100.00 100.00 1.56
Escherichia coli IFO-12713 100.00 100.00 1.56
ESC?GI’ ichi? CO!i I|I|::g-?§3908]é 100.00 100.00 %gg
roteus vulgaris |FO- :
Proteus mirabilis ATCC-21100 10000 10000 1.56
Enterobacter cloacae |IFO-12973 100.00 100.00 0.78
Salmonella typimurium IFO-12529 10000 10000 19
Klebsiella pneumoniae | FO-3317 100.00  100.00 0.19
Citrobacter freundii IFO-12681 100.00 100.00 0.39
Serratia marcescens | FO-12648 100.00 100.00 0.78

MIC : Minimd inhibitory concentretion.
Gentamicin
37 18



A4

xanthoangelol (1)

streptomycin sulfate

4-hydroxyderrcin(l1)
21

Antibacterid activity

59

Bacteria MIC igml |
| I Streptomycin
sulfate
Agrobacterium tumefaciens
:DFO-3058 : 1.00 0.75 0.40
seudomonas syringae pv. 1.00 0.75 0.10
phaseolicola
IFO-12656 . 1.00 0.75 0.10
Pseudomonas syringae pv. tabaci
|FO-3508
_ 1.00 0.75 0.20
Corynebacterium michiganense
IFO-12471
MIC : Minimd inhibitory concentration.
2
5 Xanthoangeol E PGE,, DKE,,
PGFx DKFx 3
Trestment  PGEj DKEyd PGF DKFz
o1 9/d) o1 9/0) x (9/0) i 9/9)
None 438 + 117 046 £ 007. 142 + 030 0.28+ 0.05
Xanthoangdol E
0.57 + 0.13 0.30 + 0.02
0.05 MM 5.29 + 0.47 1.78 + 0.19
491 + 0.65 044 £ 004 151 + 022 030006
0. 1mM
0. 5mM 518 + 091 052 + 0.16 165 + 030 0.30 £ 0.09
1 mM 5.38 + 0.37 0.47 + 0.08 157 + 010 029 = 011
DKE,  1314-dihydro-15-ketO PGE,
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0.6
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0.8

7300

4100

0.07
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SOD
reactive oxygen species
1990 |Niwaet d SOD 80
SOD
1989 |Bravo-cudlar et d | (aclacinomycin) 81
1988 |Masudaet a Interleukin | 82
Mn-SOD
1988 [Nakamuraet a SOD 83
TNF(Tumor Necrosis Factor)
1988 (Wonget d M-SOD 84
1987 [Huanget a SOD 85
1987 |[Niwaet d SOD 86
1986 |Ambrosio et al SOD 87
1984 |Imetd SOD 88
1982 |Boccu et a PEG-SOD 89
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wiw

87.06 7551 73.66
87.78 7241 79.76
91.56 84.40 79.34
87.66 7551 73.66
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9 'H NMR datafor 4-hydroxyderricin

H 5 H(JnH2)* 5 H(JnH2)"
a 745 d(15.9) 748 d(15.4)
B 7.74  d(15.4) 748 d(15.4)
2,6 750 d(8.6) 757 d(8.5)
35 7.79 d(8.6) 6.89 d(8.5)
5 6.49 d(9.1) 6.55 d(9.0)
6 7.85 d(9.1) 7.80 d(9.0)
1 329 d(7.6) 340 d(7.6)
2" 528 (7.6) 523 (7.6)
4 176 s 180 s
3’ -Me 175 s 169 s
4 -Me 383 s 392 s
4-OH - 578 s

4-hydroxyderricin wasrun in CDCl; CD5;OH, 200 MHz NMR,
and assignments were confirmed by DEPT ,HMQC experiments.
The literature values was run in CDCl; ,300 or 500 MHz

NMR®)

Vduesin parentheses are coupling constants in Hz

OH
Me( Z ’ |
>
R
OH O



10 **C NMR data for 4-hydroxyderricin

C 5 ¢ 5 cP

a 11561 118.26
B 144.67 145.04
CO 192.55 193.39
1 126.12 127.81
2,6 130.37 131.16
35 116.75 116.58
4 - 159.20
1 115.61 115.07
2 163.60 163.51
3 118.02 118.20
4 164.04 164.04
5 102.02 102.77
6} 129.85 129.90
1’ 21.69 21.94
2 120.99 12253
3’ 139.63 132.57
4 24.02 26.03
3’ -Me 16.47 18.03

4 -Ome 55.19 -

a 4-hydroxyderricinwasrun in CDCl; CD,200 MHz NMR,

and assignments were confirmed by DEPT ,HMQC experiments.
b Theliterature values was run in CDCl;,300 or 500 MHz NMR*9)



11 'H NMR datafor Xanthoangelol

H aH(JinHz)*° aH(JinHz)*°
a 743 d(15.4) 743 d(15.4)
a 7.81 d(15.4) 7.81 d(15.4)
2,6 752 d(8.6) 752 d(8.6)
35 6.86 d(8.6) 6.89 d(8.6)
5 641 d(8.9) 6.47 d(8.8)
6 7.70  d(9.0) 7.66 d(8.8)
1” 347 d(7.0) 341 d(7.0)
2" 528 1(7.1) 530 t(7.0)
4 206 m 201 m

5’ 206 m 205 m

6" 504 m 507 m

8’ 165 s 165 s

3’ -Me 181 s 181 s

7" -Me 157 s 157 s
44" -0OC 916 s 885 s
2 -0C 1386 s 1381 s

a Xanthoangelol was run in CDCl;, 200 MHz NMR, and assignments

were confirmed by DEPT, HMQC experiments

b The literature values was run in CDCl;,300 or 500 MHz NMR
c Vauesin parentheses are coupling constants in Hz




12 *C NMR datafor xanthoangelol

C 5 c(JnHz)? 5 c(dnHz)
a 117.92 118.32
B 144.18 145.10
cO 192.27 193.24
1 127.58 127.97
2,6 130.55 131.19
35 116.01 116,58
4 158.18 158.98
1 113.7 114.44
2 161.83 162.57
3 114.08 114.80
q 163.82 164.47
5 107.98 102.55
6 129.25 129.94
1” 21.69 21.94
2" 120.99 121.50
3 139.63 140.04
4 30.68 39.97
5" 26.33 26.59
6" 123.69 123.28
7 132.08 132.60
8’ 25.65 25.89
3" -Me 16.25 16.46
7 -Me 17.69 17.90

a Xanthoangelol was run in CDCl,, .200 MHz NMR, and assignments
were confirmed by DEPT, HMQC experiments.
b Theliterature vaues was run in CDCls, 300 or 500 MHz NMR®?



13

wiw  mg
 Hexane 42 33.9 1876
EtOAC 680 1627 3120
Methanol 6230 5810 5680
Chiolfrom 189 137 759
Acetone 43.55 420 250
Ethanol 70 560 630

100gm
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14 HPLC
HD XA
Area conc Area | conc
73826 1.0865 122440 18.0189
496190 10.5312 850285 18.0465
107261 2.0255 469606 8.8678
10668 0.1515 50714 0.7203
609753 15.0782 689819 17.0581
999216 9.3427 1201360 11.2327
28165 0.6592 21487 0.5029
246450 9.2223 648044 24.2517
1677075 16.7938 1380599 13.825
113926 14.3422 410115 8.7329
31571 1.3416 100585 4.2743
356790 14.2705 553187 22.1258
774607 13.3405 8282500 14.2644
206299 2.6055 553645 6.9925
10000 10000

20uL




15 HPLC
HD XA
Area conc Area  |conc

n-Hexane 994356 25.4193 126243 3.2772
EtOAC 27525 1.8631 10000 -
M ethanol 37647 1.5092 41314 1.6563
chloroform 10000 - 10000 -
Acetone 10238 0.2185 10000 -
Ethanol 10000 - 10000 -
n-Hexane 1569379 22.9569 419678 6.1391
EtOAC 10000 - 3191763 63.1672
M ethanol 161946 5.1047 227331 7.1657
chloroform 154022 3.5184 39882 0911
Acetone 1374532 34.4188 298319 147
Ethanol 39449 1.8058 12776 0.5849
n-Hexane 39139 2.1369 10000 -
EtOAC 128554 8.6079 48302 3.2342
M ethanol 221728 3.8234 378213 6.5217
chloroform 10000 - 10000 -
Acetone 221728 3.8234 378213 6.5217
Ethanol 10000 - 10000 -

20uL
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16

C (ug ascorbic acid/g FW)
50 50 551 400
50 75 384 -
103 371 245
50 374 240
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17

L-ascorbic acid

: C
L agtime(sec) (UM) C
(Hg/g)
51.02998 208.453 550.6286
19.97217 151.2563 399.5435

* * *
15.04264 142.178 75.11263
16.87844 145.5588 384.4936
43.29901 194.2155 102.604

* * *

* * *
-11.6997 92.92865 245471
14.80724 141.7445 374.418
-12.8912 90.73452 239.6752
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18

Ulg FW
978 613 3689 4638
559 1815 6643 -
338 1212 2304 2506
634 2525 5031 3719
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