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Abstract

Chromatography of the hexane and dichloromethane extracts from the stems
of Uvaria dulcis Dunal over silica gel and followed by recrystallization yielded
several known compounds which were identified on the basis of their spectroscopic
envidences and derivatives to be [-sitosterol (12), Benzyl benzoate (43), 3,4-
dihydroxybenzaldehyde (156),  5,7-dihydroxyflavone (chrysin) (83), B-hydroxy-7-
methoxyflavone ({tectochrysin) (82), 5,7-dihydroxyflavanone (pinocembrin} (69},
b-hydroxy-6,7-dimethoxyflavanone (152), 5-hydroxy-7,8-dimethoxyflavanone {153},
8-hydroxy-5,7-dimethoxyflavanone (154),  5,8-dihydroxy-7-methoxyflavanone (155},

In addition, two unidentified flavanones and cyclohexene oxides were also isolated.
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@AY UV spectrum (MeOH+AICL) 289a191lsenawl 8-hydroxy-5,7-
dimethoxyflavanone (154) (Synthetic Product)

u&AS UV spectrum (MeOH+NaOAc) 194&15Usenau 8-hydroxy-5,7-
dimethoxyftavanone {154) (Synthetic Product)

W&AY UV spectrum (MeOH+NaOMe) 983813U3enaLl 8-hydroxy-5,7-
dimethoxyflavanone (154) {Synthetic Product)

HAAY IR spectrum 989815Usena 8-hydroxy-5,7-dimethoxyflavanone
(154} (Nujol} (Synthetic Product)

LARAS 1H NMR spectrum 189813U32na1 8-hydroxy-5,7-dimethoxy-
flavanone {1564) {CDCL,) (Synthetic Product)

163

164

164

165

166

167

167

168

168

169

170

(20)




gransnInLsznay (¢ia)

Anlsznay g

100.

101.

102.

103.

104.

105.

1086.

107.

108.

109.

110.

LAMY Mass spectrum 234419152081 8-hydroxy-5,7-dimethoxyflavanone
{154} {Synthetic Product) 171
L&A UV spectrum (MeOH) 1asanstlsynay 2,3 dihydroxy-4”,6'-di-
methoxychalcone {161) (Synthetic Product) | 172
ueAs UV spectrum (MeOH+AICL) saanalsznan 27,3 dihydroxy-4” 6
dimethoxychalcone {161)(Synthetic Product) 172
L&A UV spectrum (MeOH-+NaOAc) 2asansulsynan 2”3 -dinydroxy-
4’,8’-dimethoxychalcone (161)}Synthetic Product) 173
U6A3 UV spectrum (MeOH-+NaOMe) 2asdnsilsznan 27,3 dihydroxy-
4’,6’—dimethoxychalcone (161) (Synthetic Product) 173
WaA IR spectrum 283619LsENAL 2’ 3" dihydroxy-4” 6 -dimethoxy-
chalcone (161) {Synthetic Product) (Nujol) 174
WAMNI 1H NMR spectrum 1a9815Usenay 2’,3’—dihydroxy~4’,6’-dimethoxy—
chalcone (161) {Synthetic Product) (CDCL) 175
ugma Mass spectrum 24813178081 2’ 3 -dinydroxy-4” 6 -dimethoxy-
chalcone (161) {Synthetic Product) 176
ugdm4g R spectrum PR35 UsTZNAY 3,3,6-tribromo-8-hydroxy-5, 7-dimethoxy-
flavanone {160) {Nujel} - 177
WA H NMR spectrum(500 MHz) 1838191l5vna 3,3 6-tribromo-8-hydroxy-
b, 7-dimethoxyflavanone(160) (CDCI,) 178
WA H NMR spectrum(500 MHz) 28461313081 3,3,6-tribromo-8-hydroxy-
5,7-dimethoxyflavanone {160} (CDCI;+D,0) 179
{21)




grensAwisznad (Ha)

mwilsznay Wi
111, 4@ E-Mass spectrum 189813U5enaU 3,3,6-tribromo-8-hydroxy-5,7-

dimethoxyflavanone {160) 180
112. WA Cl-Mass spectrum 284@17U9enaLl 3,3,6-tribromo-8-hydroxy-5,7-

dimethoxyflavanone{160) ' 181
113. wgms UV spectrum (MeOH) 9249417192nal 6,8-dihydroxy-7-methoxy-

flavanone {160} 182
114. UAAY UV spectrum (MeOH+AICL) 2844131/52nau 5,8-dihydroxy-7-

methoxyflavanone (166) 182
115. WHAY UV spectrum (MeOH+NaOAe) 1894191U5vnayl 5,8-dihydroxy-7-

methoxyflavanone {155) 183
116. &M UV spectrum {(MeOH+NaOMe)} 9039415U9rnaL 5,8-dihydroxy-7-

methoxyflavanone (155) 183
117. UAAY IR spectrum TANA&1TUTENAL 5,8-dihydroxy-7-methoxyflavanone

(1566} (KBr) 184
118. Ltﬂm1H NMR spectrum (500 MHz) 1848191senayl 5,8-dihydroxy-7-

methoxyflavanone {155} (Natural Product) (CDCL,) 185
119. UMY Mass spectrum 24849419U5enay 5,8-dihydroxy-7-methoxy-

flavanone {155) ' 186
120. uamd 'H NMR spectrum (60 MHz) 1846191l52nal 5 8-dihydroxy-7-

methoxyflavanone {165} (Synthetic Product) (CDCL,) 187
121, UaM 1H NMR spectrum (600 MHz} _‘}Jfﬂqmﬁ‘ﬂﬁ‘zﬂﬂu b, 8-dihydroxy-7-

methoxyflavanone (155} (Synthetic Product) (CDCI,} 188




sran1snIWUsznaL (Fa)

A wilsenau

122.

123.

124.

125.

126.

127.

128.

129.

130.

UMY Mass spectrum 184@19U9n@11 6,8-dihydroxy-7-methoxy-

flavanone (165) (Synthetic Product)

LAAY IR spectrum 44819 UsENAL 3,4-dihydroxybenzaldehyde (156)

(KBr) (Natural Product)

1gAs 'H NMR spectrum 1846715152nay 3,4-dihydroxybenzaldehyde (156)
{CDCI,+CD,COCD,)} (Natural Product)

HAM 1H NMR spectrum q898715U5enaU 3,4-dihydroxybenzaldehyde {156)
(CDCl,+CD,COCD,+D,0j (Natural Product)

WRAAY 13(2 NMR spectrum Wa4615Usenay 3,4-dihydroxybenzaldehyde (156}
(CDCL,+CD,0D)
wanaustlalaniauszndraluanasawananslsenau shydroxy-6,7-
dimethoxyflavanone (152) (NBIAUILUNLTDI X2)
uwanausylalasiauszuinluianaresudngnstisenan 5-hydroxy-6,7-
dimethoxyflavanone (152) (umﬁma‘xmwm YZ)

uanslassaiwinana A ved Hang1sLsrnatl 3,3,6-tribromo-8-hydroxy-
b,7-dimethoxyflavanone (160)

nandlaseainluians B ansuanansilsznay 3,3,6-tribromo-8-hydroxy-

b,7-dimethoxyflavanone {160)

189

190

19

192

193

210

211

217

217

(23)
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#1519 1 (FR)

Fawuglst dnuiifne sy Tageada GlE e ERGK

U. afzelii ABIU 2-hydroxy-7,8-dehydrogran-
diflorone 63 Hufford and Oguntimein, 1981
emorydone 108 Hufford and Oguntimein, 1981

U. catocarpa NA senepoxide 35 Hollands, et al., 1968
senedl 34 Hollands, et a/.,1968

U. chamae 1aanANs | pinocembrin 69 Hufford and W.L Lasswell, 1977a
uvarinol, uvaretin, isouvaretin | 72, 55, 56 | Hufford and W.L.Lasswel!, 1976,

1879
N pinostrobrin 70 Hufford and W.L.Lasswell, 1977a

chamuvarin 59 Okorie, 1977
chamuvaritin g0 Ckorie, 1977
benzyl benzoate 43 Okorie, 1977




A5 1 (518

Tarugley dnviiAne asfinu Thseadg 12NA19E1984
U. chamae 790 monocbenzylated monoter-
pene chamanen 25 Hufford and W.L.Lasswell, 1977b
o-methoxybenzyl ether 103 Hufford and W.L.Lasswell, 19770
thymoguinol dimethyl ether 26 Hufford and W.L.Lasswell, 1977b
wasnsn c-methoxybenzy] benzoate 45 Hufford and W.L.Lasswell, 1977b
diuvaretin 58 Hufford and W.L.Lasswell, 1977a
isouvaretin b6 Hufford and W.L.Lasswell, 1977a ;
Okorie, 1977
uvaretin 55 Hufford and W.L.Lasswell, 1977a ;
Okorie, 1977
\WAINATFL | chamanetin 75 Hufford and W.L.Lasswell, 19772
isochamanetin 76 Hufford and W.L Lasswell, 19775
dichamanetin 77 Hufford and W.L.Lasswell, 1977a




B9 1 (518)

Faviuglel drniiAn qsfiny Taseaing GIGRELRRGE
U.chamae \wRensn chamanetin 5-methyl ether 78 Hufford, W.L.Lasswell and El-Schly,
1979
dichamanetin 5-methyl ether 79 Hufford, W.L.Lassweli and El-Sohly,
1979
lu asimilobine 93 Leboeuf, et al., 1982
glaziovine 87 Leboeui, et af,, 1982
isoboldine o4 Leboeuf, et af,, 1982
pronuciferine 88 Lebosuf, et af., 1982
Al glaucine 95 Leboeuf, et &f,, 1982
isoboldine 94 1 Leboeuf, et a/., 1982
thaliporphine o6 Leboeuf, et al., 1982
U. dependens waansn | 5,7,8trimethoxyflav-3-ene 84 Nkunya, Waibel and Achenbach,
1993a




M54 1 (6iR)

Faugls donsfiAnmN ANy Taseadre BNENTENBS
U. dependens waansn 2-hydroxy-3,4,6-trimethoxy- 65 Nkunya, Waibel and Achenbach,
chalcone 1993a
dimeric benzopyran 101 Nkunya, Waibel and Achenbach,
19934
pipoxide 32 Nkunya, Waibel and Achenbach,
1993z
sitosterol 12 Nkunya, Waibe! and Achenbach,
19933
stimasterol 13 Nkunya, Waibel and Achenbach,
19933
U. dulcis Dunal lu chrysin 83 339900 WA, 2532
pinocembrin 69 5309504 UTA, 2632
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Saviugl danfifnm ansAiny Tnsea¥ns LR RRGK:
U. dulcis Dunal T 2’ 6 dihydroxy-3”,4"-
dimethoxydihydrochalcone 83 §3950U LL“II“@%, 2532
U. elliotiana waanasu 3,6-bis-Y, Yedimethylailyl)-
indole 89 Achenbach and Roffelsberger, 1979
U. ferruginea 1N (--senepoxide 35 Kodpinid, et al., 1983 ; Kedpinid,
Thebtaranonth, C. and
Thebtaranonth, Y., 1985
(-)-1,6-desoxysenepoxide 40 Kodpinid, Thebtaranonth, C. and
Thebtaranonth, Y., 1985
(-)-1,6-desoxytingtanoxide 41 Kodpinid, Thebtaranenth, C. and
Thebtaranonth, Y., 1985
A6, 39N | (-tingtanoxide 37 Kodpinid, et al., 1983 : Kodpinid

and Thebtaranonth, Y., 1985

oL
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TFoawus sl

] dauiAne ansiin Taseaing CHLRELRRGE
U. ferruginea A", 971 (+)-B-senepoxide 36 Kodpinid, et al., 1983 ; Kodpinid,
Thebtaranonth, C. and
Thebtarancnth, Y., 1985
v ferrudiol 31 Chantrapromma, et al., 1982
A5 2-methoxybenzyl benzoate 47 Kodpinid, Thebtaranonth, C. and
Thebtaranonth,Y., 1985
chamanetin 75 Kodpinid, Thebtaranonth, C. and
Thebtaranonth,Y., 1985
chamanetin 5-methyl ether 78 Kodpinid, Thebtaranonth, C. and
Thebtaranonth,Y., 1985
U. Kirki Wdansn | uvaretin 55 Nkunya, 1985
diuvaretin 58 Nkunya, 1985
benzyl benzoate 43 Nkunya, 1985

L




A151e 1 (AA)

Fasiuglel daufiAnm asTny Tasaaie LANg13AN9E

U, Kirkii wlasnsIn | 2-methoxybenzyl benzoate 47 Nkunya, 1985
7-methyljuglone 109 Nkunya, 1985
isouvaretin 56 Auadiid astiines, 2527 : 27
1,2,3.4,6,7-hexamethoxy-
xanthone 86 Auaeilel asthaud?, 2527 : 27

U. leptocladon WABngIn | triuveretin 61 Nkunya, et al., 1993b
isotriuvaretin 62 Nkunya, et al., 1993b
uvaretin 55 Nkunya, et af., 1993b
isouvaretin b6 Nkunya, et al., 1993b
diuvaretin 58 Nkunya, et a/., 1993b
angoluvaretin 57 Nkunye, et al., 1993b

U. lucida wadansn | benzyl benzoate 43 Nkunya and Weenen, 1990b
charmuvaretin 60 Nkunya and Weenen, 1990b

Zt




A5 1 (FR)

Sartuglsy dnuiiAne dnsfiny Tnseak ANANSENE

U. lucida wWaantn | uvaretin 55 Nkunya and Weenen, 1990b
diuvaretin 58 Nkunya and Weenen, 1990b
lucidene 21 Nkunya and Weenen, 1990b

U. parum wWaansn | squamocin 3 Hisham, et al., 1991a
sgqumegcin-28-one 4 Hisham, et &/., 1991a
panalicin 5 Hisham, et af., 1991a
isodesacetyluvaricin 6 Hisham, et &l., 1991b
narumicin | 7 Hisham, et a/., 1991b
narumicin || 8 Hisham, et af., 1991b
benzyl benzoate 43 Hisham, et &/, 1991b
glutincne - Hisham, et al., 1991b
glutinel - Hisham, et al,, 1991k
taraxerol 19 Hisham, et al., 1991b

el




A1519 1 (F1R)

Faruglay dyuiiAnn ansfin [GENC QN 1@NansEneEa

U. narum wlaanan | B-sitostero! 12 Hisham, et al., 1991b
uvariamicin | 9 Hisham, et al., 1990
uvariamicin |l 10 Hisham, et al., 1990
uvariamicin il 1 Hisham, et a/., 1990

U. ovata waansin | benzyi 2,3,6-trimethoxyben-
zoate 44 Leboeuf, et al., 1982

U. pandensis \WAana s | (+)-pandoxide 38 Nkunya, et al, 19872
(+)-B-senepoxide 36 Nkunya, et al., 1987a
(-)-pipoxide 33 Nkunya, et af., 1987a

Tu farnesol, O-tocopherol,
3-farnesylindole, 80 Nkunya, et al., 1987b
uldansn 1 ig” 7 -ghydrog” 9"

dihydroxy}-3-farnesylindole 91 Nkunya and Weenen, 1989

¥l
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Sasiuglel dauAne dnsTiny Thseafng ANANTEN989
U.pandensis \wR/ansn (8’,9’-dihydroxy)-S-fameSyl 92 Nkunya and Weenen, 1989
indole
U.purpurea Bl. 77N (-)-1,B-desoxypipoxide 30 Holbert, et al.,1979 ; Schulte, et &/,
1982b
Ty benzoic acid 28 Wadung wadan@ns, 2525
oyclohexane tetraol 29 Wedung naAANans, 2525
pipoxide 32 Chantrapromma, et al,, 1979,1982
B-sitosterol 12 Wrgund wadrAnans, 2525
zeylenol 39 Wadung wadenaws, 2525
el benzyl benzoate 43 Kodpinid, et al., 1984
benzyl 2-hydroxybenzoate 46 Kodpinid, et a/., 1984
benzyl 2-methoxybenzoate 47 Kodpinid, et &/, 1984
benzyl Z,Edihydroxybenzoate 43 Kodpinid, et al., 1984

9l
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Fovtuglel gauiAne a5 7y Taseade GIIEraNGR

U. purpurea Bl. 7N benzyl 2-hydroxy-6-methoxy-
benzoate 49 Kodpinid, et &/, 1984
benzyl 2,6-dimethoxyben-
zoate 50 Kodpinid, et af,, 1984
benzyl 2-hydroxy-5-methoxy-
benzoate 51 Kodpinid, et al.,, 1984
benzyl 2,5-dimethoxybenzo-
ate 52 Kodpinid, et al., 1984

U. rufa Blume. AP 8,7-O-dimethylbaicalein 80 Lojanapiwatna, et al., 1981
7-0O-methylwogonine 81 Lojanapiwatna, et al., 1981
tectochrysin 82 Lojanapiwatna, et al., 1981

lu (E)-3,7-bisbenzoyloxyhept-

4-en-1,2,6-ricl 27 sulundy afusfifush, 2525

9l
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Faruglsy daufidnm a197 Tasaaing @nEnsENaEa
U. rufa Blume. N 2,5-dihydroxy-7-methoxy-
flavanone _ 71 Chantrapromma, et a/,, 1989
U. scandens AP taraxerol 19 Auatis a5ty ﬂ“;ﬁ, 2527 1 28
U. scheffleri wWaanansu | schefflerin 66 Nkunya, et al, 1990a
isoschefflerin 67 Nkunya, et al., 1990z
glutin-5-en-33-ol 20 Nkunya, et al, 1990a
3-farnesylindote 90 Nkunya, et al., 1990a
o’ & -dihydroxy-3” 4 -
methoxychalcone 64 Nkunya, et al, 1990a
sitosterol 12 Nkunva, et al., 1990a
benzyl benzoate 43 Nkunya, et al,, 1990a
U. sorzogonensis waanansis | glut-5(6)-en-3-one | 17 Augdilsl asthueT, 2527 : 28
glut-5(6}-en-30.-0l 18 Auasiel asthue?, 2527 : 28

Ll
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Sl dnufidnu siiny Taseaing BNENIEN9EY
U. sorzogonensis wABNANSY | taraxerol 19 Fugtilel astues, 2527 : 28
three phytosterols 14,15, 16 | Auatiel 29tues, 2527 : 28
U. zeylanica N zeylenol 39 Jolad, et al,, 1981
zeylena 42 Jolad, et al,, 1981

gl




TrssadaansissnaunAniudassuaananauaniaainigsns Uvaria

1. Acetogenins

R, R, R

(1) uvaricin : Ac H H
{2) desacetyluvaricin : H H
(3) squamocin OH H
H

OH OH

H
H

{4) squamocin-28one : H =0
{5} panalicin H
H

{6) isodesacetyluvaricin: H H
{diastereomer of desacetyluvaricin)

{7) narumicin | : H H OH

{8) narumicin || : H H OH

(stereoisomer of narumicin |}

e (CHQH (CH )y
o g9} uvariamicin |

C
/fCth ( Hﬁ\Ef {10) uvariamicin [l
/(CH2}9 (CH,)3
{11} uvariamicin Il

19




LAY
B OF SO8GELA 1

2. steroids

H H H
(12) P-sitosterol  (13) stigmasterol (14) R = CyH,,
(15) R = CygHye

(16) R = CyoHyg

3. Triterpenes

--T
T

0 HO”

(17} glut-B{6}-en-3-one (18) glut-5{6)-en-30-ol

HO
(19) taraxerol (20 D:B-friedoclean-5-en-3p-ol ( = glutin-5-
en-3p-ol

4. Bis(benzopyranyl)sesquiterpenes

(21) lucidene

20
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Me
Q;C% OMe  MeO
H Me
{256) monobenzylated mono- (26) thymoguinol dimethyl ether
terpene chamanen
6. Shikimate derivatives.
OCH HQ, CH,0H
;r ?COPh HON, A4 OH
PhCOOCH, PHC=G¢H .
"OCOPh
H HCHCH,0H
CH

{27) (E}-3,7-bisbenzoyloxyhept- (28) benzoic acid  (29) cyclohexane tetracl

4-en-1,2 6-triol
CH,0C0Ph  PhOCOH,C. oH CH,0COPh  , GH,OCOPh
OH Phocon_~<L_»COH <__JOH = L OH
' OCOPh "10COPh "ocopn 0COPh
{30) {-}-1,6-desoxy (31) ferrudiol {32) pipoxide (33) (-} pipoxide

pipoxide
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HO, CH,0COPn . CH,0C0P CH,0COPh (5, ,CHOCOPh
MeO\.@/ OAc :@/OAC b/o;\c : @, Ohc
w1 OAc . 10AC .
wOAc ' OCOPh

(34) seneol (36) (-senepoxide (36} B-senepoxide  (37) tingtanoxide
0. CH0COPh HO OCOPh

_JOAc HOW.,
OMe -OCOPh

(s8) (+}pandoxide (39} zeylenol

H,0COPh H,0COPh
OAc OAc (42) zeylena
0AC .1 0COPh

(40) (-1,6-desoxy-  {41) ()-1,6-desoxytingtanoxide

senepoxide

7. Aromatic esters.

I:‘1 R2 R3 R4
(43) benzyl henzoate : H H H H
(44) benzyl-2,3,6,-trimethoxy benzoate : OMe OMe OMe OMe

{45) o-methoxybenzyl benzoate : H H H OMe
(46) benzyl 2-hydroxybenzoate ! OH H H H
(47} benzyl 2-methoxybenzoate : CMe H H H
{48} benzyl 2,6-dihydroxybenzoate : OH OH H H
{49) benzyl 2-methoxy 6-hydroxybenzoate:0H OMe H H




S —
R, R\:g
R1 RZ R:B
(60) benzyl 2,6-dimethoxybenzoate : OMe OMe H
{51} benzyt 2-methoxy 5-hydroxybenzoate : OH H OMe
(52) benzyl 2,5-dimethoxybenzoate: ~ OMe H  OMe

8. Dihydrochalcones & C-benzylated dihydrochalcones.

(63} uvangoletin

(b4) angoletin
(5B) uvaretin

(56} isouvaretin

{57) angoluvarin

{58} diuvaretin

23
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R R
H Me 0 H
O oo CTo
OH T

N ~H:&3 o —w&?
(59) chamuvarin : R = {60) chamuvaritin : R =

= —HZC?
H

R, R,
(61} triuvaretin X H
{62} isotriuvaretin : H X

(63} 2’,6’—dihydroxy-3’,4’-dimethoxydihydrochalcone

9, Chalcones & prenylated chalcones.

64) 27 6 -dihydroxy-3” 4 -dimethoxy- (65) 2-hydroxy-3.4,6-trimethoxy-

chalcone chalcone
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(66) schefflerin {67) isoschefflerin

H O
{68) 2,-hydroxy-7,8rdehydrograndiﬂorone

10. Flavanones & flavones.

(69} pinocembrin : R, =H, R,=H {72} uvarinol
{70} pinostrobin : R, = Me, R, = H

(71) 2,5-dihydroxy-7-methoxyflavanone : R, = Me, R, = OH
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Ve R

M
OH
I:{1 RZ
{73} demethoxymatteucinol : H H
{(74) 2’-hydroxymethoxymatteucinoir: H CH
i
BEOLY
0
2
OH X =—HyC
R1 RZ
{75} chamanetin : X H
(76) isochamanetin : H X
(77) dichamanetin X X
4
o0
Z
F‘3
RI RZ Ra

(78) chamanetin 5-methyl ether : X H Me

{79) dichamanetin &-methyl ether ;X X Me
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R3
MeO 0O
My
OR, O
R, R, R,
(80) 6,7-O-dimethylbaicalein: H OMe H

(81) 7-O-methylwogonine : H H OMe

(82} tectochrysin : H H H

{83) chrysin (84) 5,7.8-trimethoxyflav-3-ene

11. Coumarin & Xanthone

{85) coumarin  (86) 1,2,3,4,6,7-hexamethoxy xanthone




12. Alkaloids.

proaporphines.

(87) glaziovine

(88) pronuciferine

isoprenylindole

{89) 3,6-bis-{y,ydimethylaliyllindole

indolesesguiterpenes
e MeOH Me
| Me
CH

=

(91)

OH OMe Me
OMe OMe Me
terpenoid
e € Me
| Me
N
H

(90} 3-farnesylindole

28




Aporphine alkaloids

1.2 3 6 7.8 8 10 M

(93) asimilobine: OMe OH H H H

{94} isoboldine : OH OMe H Me H H OH OMe H

(95) glaucine : OMe OMe H Me H H OMe OMe H

(96) thaliporphine : OH OMe H Me H H OMe OMe H

{97) uvarindole A :

{98} uvarindole B :

{99) uvarindole C :




30

H

R R = -—CHZ
N
I
R

{100} uvareindole D

13. Miscellaneous compounds.

RS 2
©>CH5“O—CH§©
1

Ry R, Ry

(102) di-omethoxybenzyl ether : H
(103) o-methoxybenzyl ether : H OMe H

OH ©

{104) syncarpic acid {105} vafzelin
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pGGY
O COOH

{107) uvafzelic acid

{106) uvafzelin

0

O =

(108) emorydone {109} 7-methyljuglone




32

] | - . @ e
annassausananslssnaufinyluilgana Uvaria lusnanel  aziiulsianive
X 1 a2y ar & = ?/ t=i
anathfluumasaesanslssnaun@niousiassusininune fanilugnsilsznan
Alkaloids uae Non-alkaloids  lngianizatinsiivgnssenay Non-alkaloids d14léun
dn31lsenay benzyl benzoates, cyclohexene oxides uazWanlauess udy @13
o al [] af A o
Usznamnneifigralanaiamaniinhauls  wasiiacuduiusineadesii
atialndgalumnedadiduasivd (Biosynthetic pathway) HaNaINUE1TLTENALILING
FANNIOUARAIARIANLIAIMSTININ (Biclogical activity) Idandne  annAnauLR
1 ‘ﬂj ) k2 2 o = = er I's = | [
wianiduRenssguliinedindaineiasmuafneaufnmmwinsnisdnauen
54 =y ta( art Cl o =N -
m@‘l,ﬁ"lﬁ’fm'a‘ﬂa‘zn@uusfgwﬁluﬂumzm‘l,ﬂqm?qzwqqm‘llm‘m%wm;aﬁ UAY
e . . dy o .
nageuanauiAmsiantsiell aunssimugnslsznaud A aNTaRmN
Hhieninunlealiluaunns
1 clo & ar n:i < , W 1
nuassznaviddyudannuluRdana Uvara lun
1. @13192nAY benzyl benzoates WAY cyclohexene oxides
Kodpinid, et al. {Kodpinid, et al, 1984, 1985) lfwuansilsznau benzyl
. 4y X
benzoate 9 @13 AMNNG  Uvaria purpurea (T nefuiins “ndremydd)  uay

, . o X a
Uvaria ferruginea (ﬁﬂ‘l‘ﬂﬂﬁmﬁ@\‘i “Flakia”) AR

SarasTis saas q*\@

R, R, Ry R, R R,
43} : H H (48): OH OH (61): OH OMe
45) - H OMe (49): OH  OMe (62) . OMe OMe
(46) : OH H {60): OMe OMe
(47) : OMe H
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UANANAILIZNAU benzyl benzoate f19 gruds  dawugnslszney
cyclohexene oxides WAL o-hydroxybenzy! flavanones AN Uvaria ferruginea gt
(Kodpinid, et al., 1985) anmamugsssnaumsilfsanadeaiy  vinli
gnsnggIddnansisznan benzyl benzoate Huduiiineasgnsilsznan cyclo-
hexene oxide, o-hydroxybenzyl flavanone WRY o-hydroxybenzyl dihydrochalcone

TunisAnEatdadaiaTziaasgnslsenall benzyl benzoate, cyclohexene
oxide 182 o-hydroxybenzyl flavanone FARstluRt  wuduuamansRaATIET
anlsznauumasfa N U RS (Thebtaranonth, 1986 )

ﬁﬂuuﬁgmﬁmﬁu‘lﬂLﬁmﬁ’umstﬁmﬁummaﬁﬂ?mu cyclohexene
oxides, flavanones U&% dihydrochalcones ‘ﬁﬁmgl: o-hydroxybenzyl Lﬂuﬁﬁgtmuﬁﬂﬂ
2 WHANAR umm\mﬁﬁqnmuﬂim Ganem W&y Holbert dniAnuLavN il
analng Cole way Bate ailseaviBensiil

n. ﬂuuﬁgquﬁmuﬂim Ganem Wag Holbert {(Ganem and Holbert,
1977 - Thebtaranonth, 1986] lAlglauMInsTaduATIidT9EnNeL cyclohexene
oxides wLilussTiTnd 3 ans Fanawsznan 1

mudsznayu 1 ugaiuamTduassignslsenau crotepoxide (116)

O0H COPh
o — O — O
COCH

(110} {111a) (112a)
{2s,3s)isochorismic acid arene oxide

/OCOPh f:':
OH 5
won T @:OH R @
(113)

(116) {114)
endoperoxide
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_/OCOPh _OCOPh
OH . COMe
""OH «10COMe
{118) (116) crotepoxide

@19ilsznaul isochorismic acid(110) \AAUTNTEN S,2 %umﬂ'luimaqaima
m;ijw:'ll oH vinliidauaes enol pyruvate gnimdangaaanty (intramolecular $,2
displacement of enol pyruvate) Iansfuma (precusor) arene oxide {111a) HIn@p
FAoual anniiugnsdume (1112 AALGTSE1 reduction Faenenlaal wlAenamjunmai
COOH thd primary alcohol ufamndnel §i5en acylation Wf@nTudRsTnLeT (112a)
salilgnssznay diene(112a) 5%L‘ﬁﬂﬂﬁﬁ“§m photooxygenation  1#13LsEnall
endoperoxide(113) WAZIIUMIU epoxide Tugslsznean(113) aziiansdlaaandan
HAUBY  anchimeric assistance f«\ﬂnmgl,w;uﬁﬁ’fwﬁm benzoate carbonyl azldians
tsynan (114) way (115) udasnstlszneu(1s) asiinufjisensialyl wazgnilaey
hignsUsenay crotepoxide (116) ANFADINIT Sagrsilsznan (116) Haunsnm
1&g Croton macrostachys Hochst, ex A. Rich (Euphorbiaceae) (Kupchan, et al,,
1968}

e o

Kupchan (Kupchan, et al, 1968,1969) léivanasAnugnsniandainenaag
anlsznay crotepoxide (116) uarwupnisnTRHgysdudmsialummanas
mMuisznat 2 uaasuuonsiidunsziaasanisenall senepoxide

WAL pipoxide

COPh ~—0COPh =—0COPh
. - N OH
'I|O n
L » ol —_
OH
{112a) (1i7a) {118)
arene oxide l

senepoxide and pipoxide
@131s2nau arene oxide (112a) \ARUATaN epoxidation TWanssznay

(117a)  URZUMIl epoxide Tugnsdsenau (117a) aziiansdlnaseenaeed
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ATHANNNZAANZAY (selectivity)  udam e fji3an acylation TaeansHszney
(118 avl&ansHAnAnaTa390eR senepoxide UWAY pipoxide AINABINIT AINUUT
NIRRT Y LaI813UsENAY crotepoxide(116), senepoxide WRE pipoxide HUFNY
fidmanansiasiums arene oxide (112a) flalReariu

A A ; . . .

Luﬂwm:?mﬂ@hu stereochemistry I89415Usnay senepoxide WATpipoxide
cl =Y An{ . qr 9 ar
AnUlusssuTENR AINNFONUENTLIZNALNN stereochemistry AITNAUINHNLIANT

. . ‘4 X 1 e

sznaul senepoxide UAZ pipoxide NidaNNsdaATed (Mwilsznay 2) Fetariv

ar

Fadu Ganem ¢ ldgupLUIMNTduATITiETUIENAL senepoxide LAY pipoxide
X ‘ .
Aeralullaluanuuamisuile (Ganem, 1978) Asnmwilsynay 3

o .
mwisznay 3 wmTidaaTsin 2 1e9@n9lsenan senepoxide

LAY pipoxide

I

(1118) {119) {111b) (112b)

senepoxide Q. OCOH‘
pipoxide « "o
(nsb) {117b}

#1715znau arene oxide (111a) 1AANIY isomerization lilifle  arene oxide
(111h) TnerinuansaTadums oxepin (119) uds arene oxide (111b) AifimLiizesia
T lunueafaaiuluniwseney 1 way 2 aunsevisldiansilsznas senepoxide

. A ‘id . i ar t:i =y

WA pipoxide NA stereochemistry AaAAABNALNWLUETINTR

s | . . < o
Fansing @nTLlsenen senepoxide 2 isomers RIANA MAINEUTINTDINEG

U. ferruginea ( AYAY ) (Kodpinid, et al., 1985)

—OCOPh
OCOMe b4m0Me
ocOMe ""1OCOMe

(36} (cx)-senepoxide (36) {B)-senepoxide
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a’ 1 . . c!l 8s = 1
gasng @n9ilsenau pipoxide Auenldannsssaednd laun

.:.—OCOPh
bOH
"OCoPh

(33) (J-pipoxide {32} {+)-pipoxide

gnsdsznan (pipoxide(33)  annldanilfenandusasig U. pandensis
(Nkunya, et al., 1987a) WAL (+)-pipoxide(32) afmlfannie U, purpurea (Holhert, et

al., 1979) WAY Piper hookeri (Singh, et al., 1970}
q. auuﬁgmﬁmu@‘lmﬂ Cole WAz Bate

=y & ‘4 ar
Wt ar1981 AssadaATaiuntswuanslsenal zeylenol (39) uay
seyiena (42) AN U. zeylanica (Jolad, et al, 1981) UazUAMEInduATITYe

a191lsenan (39) Laz42) an@NTHUmanAa benzyl benzoate (43) Aanlsznay 4

muilsznay 4 wanadadanziaasasilsznay zeylenol (39) way

D

zeylena {42)

(112b)
zr(ESQ
—~0COPh
{29) zey]eno Mecco.. MeCOO. o0
P MeC
120 34)
HOi,, R = H, MeCO, COPh senepox|de seneol

or E-cinnamoyl

{42) zeylena
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a@n91lszney benzyl benzoate (43) imlfjiien epoxidation rissaladiumg
(1120)  SvasRnlfi3annnsiiy (addition) fuansiazney E-cinnamic acid 1ians
1lsznan (120) (R=cinnamoyi) aniugnatlaznen (120)(R=cinnamoyliazinaLl)iTen
Dicls-Alder  aumeluluiens  udalisnsuAnsdnul zeylena (42) HaNANHA"T
Haduas (112b) ﬂ’qmmimﬁﬂﬂﬁﬁ“&mmﬂﬁuﬁuﬁﬂ nenazdsan uasnIaLLulean
vireiinUfjisen epoxidation IRANTUARATUATITNTF  zeylenol(39), senepoxide(35)
LAz seneol (34) hvihuaudeaiiy grslsznanl (1120 uay (121) aziflugsdunefi
ﬁﬂ’lﬂzjm?ﬁqmmzﬁmm?:n@uﬁﬁmgmef'{ ohydroxybenzyl 1§ Faainaans
ﬂsznﬂuﬁﬁwgmuﬁ o-hydroxybenzy! #lLnianstlsenan uvarinol(72), chamanetin(76),
isochamanetin(76) Ua% uvaretin(G6) s luansazanansal@daan @ssisfiuns
(1120} azanBasdalmilianslsznani2l) laafinenugnsdsfiunioyciohexadieny
cation adlaligfies  mnuamdleghugannlszneun2) axiadusnmannds
anHaIAsFana1lY Cole uar Bate  l@uedtiiedunssiiaesans

119N cyclohexene oxide T Aanwisenayl 6

mMudsznau 5 uuamnedidunssiitesansisnat zeylena (42),

senepoxide (35) WRY pipoxide (32}

OPh OPh OPh
H
———— —_—
(43) {112 (121)
COPh
OCOMe l
"OCOMB \
senepomde
OPh
’OS ) Y
b’ a:R = CO-CH=CH-Ph (42)
10COPh bR =COMs zeylena
{a2) C:R

pipoxide
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Tuinuauieaiuiddadunsnzians zeylenol (39) LAY zeylenal42) (MW
sgney 41 annwilaznau 5 @196upe benzyl benzoate (43) NALIHNEN
epoxidation H@N9115¢1UmT arene oxide {112b) 3 anatatung (1120) aziianissn
Gaasnluiliignslsznay ohydroxybenzyl benzoate{121) aiieannlacimg (1120)
WLHRTeNENALNTA cinnamic, acetic WAY benzoic azldgsuanias (122a),
(122b) WAy (122¢) mud1du  dransisznay (1220) ua (122¢) fimlfisen
acylation WRY epoxidation aylfgnsdsenay senepoxide (36) WAL pipoxide (32) AU
grssznan (1222  ieiinfi3en Diels - Alder fumelulians  azldans

sznau zeyiena (42) Wun@nint

ar

daduna anaunfgmie 2 uwaniaweiazaLl lddsil

1. Atdndanszduesdnslsenal cyclohexene oxides fsualan  Cole
uae Bate gnunsnedungldianisdiasesianssynay cyclohexene oxides WAE
ma‘ﬂa‘zﬂ@uﬁﬁm;jl,muﬁ ohydroxybenzy! (lfungnsssnay uvaretin (86), chama-
netin (75) WA isochamanetin (76) (gt LLa:Lﬁaﬁmsmﬁﬂﬁﬁ“ﬁrmmﬁm’%’*mﬁq
Twdlansansissiung arene oxide (112b) ldiluansilszney  o-hydroxybenzyl
benzoate (121) (Mwilsznay 5) aziluduneuiifinléie  uazanansaldindia

. 1 © ot A 1 El
ANA Uvaria L{’Juwmmmgmmmﬁ‘ﬂ?znﬂuwﬁmgtmuﬂ o-hydroxybenzyl

|73 k74
9. ANMATTIRNATIZY  cyclohexene oxide ¥4 2 WUANNNTRFNAALTA

ol & . ar a4t [] ] ars A o at
AMNE1ITEEUNT arene oxide FlAEaTe  widdauanAaiunansdssund arene

. ?/ gl. i 9 @ 9 = =] ar =4 %
oxide 10999 2 wwannsillilfuranndusudiadaot e wensdaaualag
Ganem{nwlsenau 1, 2 way 3)  @19NEEURF arene oxide Lﬁmﬂ’mﬂﬁﬁ?ﬂ’]

L _ o . 4

epoxidation YBEITHLAD isochorismic acid(110) wplanIanaualang Cole UAY
Bate (Mwilsznau 5 Wi @9lEdunf  arene oxide (112b) \mannufizen

epoxidation IRIETFUAA benzyl benzoate (43) JHIZEN
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anneRgRAnLATUsENeL zeyiena (42) 1Hangasuand UaswLINgns
Usenan zeylenald2) unatn@nsszney diene(122a) whasriufideyaatiayuuun
N9T9RUATTTIRE19LIeNBY senepoxide(35) WAL pipoxide(32) SuARTIANNT
senay diene (122b) WAY(122c) MNANAL uNNdTlaAntuangnsssnay

diepoxide (117a) AVNANNRAFINIAY Ganem

3. il A.A. 1983 Kodpinid, et al. (Kodpinid, et af., 1983) lHariawuans

ay  or

senaufiing dienes 2 §17 ANIINTEIRT U ferruginea (FURIAY) Lazwusauniy

#19U52nay B-senepoxide UAY tingtanoxide Aanwilaseairesialilil

ofh ~/ocopn
OCOMs ;. OMe
e >
"{0COMe “MOCOMe
. {36)
diene Bsenepoxide
OPh
OPh
OCOMe O,
————— - - OCOMe
"4OCOPh ‘
diene ' HOCOPh

(37)
tingtanoxide
anuanEddedinanawisaagiddianslsznay p-senepoxide(36) uay
. . ar c"ﬂi & . ?/ =y I'd
tingtanoxide(37)iAnuduiufifacdaatugnstsynay dienea 2 lualiFadunsied
uazgusneuillidngnslsynan cyclohexene oxides NARNATTUTTNAL diene

ANNANNFE1UUBS Cole UAY Bate
2. gnstlsznauvianlouesd

faneng a1rdsznaunaniouanslaun flavanones, flavones, chalcones

WRe dihydrochalcones i
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2 ds =} o
aunaliiieanuansisznaunatavand

ar3tsznaunanlaunas iuansnAniousiassnan i dna ) ludou
sine 1 91§y aen uarluresive gntlszneumfuauramafifinann
nssuaumMedaamsishmui Bunadesey 2 gasgslssnatian L
wnanilaeilugnalsznauranlousas (Markham, 1982 : 1) uazansilszned
anTavasfunsifwuluftenn Uvaris meﬁmﬂuuﬁmﬁ'qmwwmtmthqﬁ@
ﬁqwéﬁiﬂﬁ’f’mﬁ@mmﬁ‘ﬂ (antimalarial activity)  lAun @19Usynay C-benzylated
dihydrochalcones (1914 uvaretin(55), diuvaretin(b8), chamuvaretin{60) 1134T1d) {Nkunya,
et al, 1991) q‘vfé ”ué’wfx@%"m {cytotoxic and antitumor activity) 1dun ganssenay
C-benzylated flavanones (1914 chamanetin{75), isochamanetin(76), dichamanetin(77)
Fludiy  uazansszney Cbenzylated dihydrochalcones {113 uvaretin(bb), iso-
uvaretin (66), diuvaretin(68) (6L (Hufford and Lasswell, 1977a) qw‘%’siﬂﬁm%'@
’ﬁu‘w?‘ﬂr (antimicrobial activity) tiln @191lsenay uvaretin(B5), diuvaretin(68), iso-

uvaretin{56), chamanetin{75), isochamanetin{76), dichamanetin{77), uvarinol(72) 1469

{Hufford and Lasswell, 1978a)
Taseddrerasansilsznaunailouas s

s . et o I
gnslsznaudaiiaueas Wuanslsuinn polyphenolics Al WaMANT LAY
ot :é i [-%d
15 avman nalulaseadrudnusynaufion aquwniunEy 2 sadeusaiuaas

k73
AFLIRUS Y 3 azman Aeniwsalli
Gl

5 . .
IﬂNﬂ%‘ﬂqwugﬂumnmﬂqﬂm‘huﬂm
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fande Tarairamdnaasdnsdsenay flavanone, flavone Wae dihydro-

chalcone

8|

flavanone flavone dihydrochalcone

3

anlasairdnaesanslszneumanil  Avunatinuasaunaudoadnes
3 fz 3 o t & 2 5 9 acda s
A B uaz ¢ wianvaivuasiuwmimfuaulisanandraun aaatadane
(Biosynthetic pathway} Pn983152nBL flavanones, flavones WA dihydrochalcones
. . ‘j [] ) A {
aguvu A azifugauaas phioroglucinol %38 resorcinol  AFFUULILMEunfLThamy
oH ULATTaduaATeiaumI A 819N Acetate/malonate pathway @115

v - R Ao
Wi B e TnenlsnAasilugunudl OH agidhumisanfuen ¢4, ¢34 e C

34,5

=]

o 1 k7 A . | . A ]
fapene  TA59gF9E99UmaU A 11910 phloroglucinol 1198 resorcinol VIA1Y

-
UMWY OH UUUuau

L, O

o CE Gl Cc4B)
Ha

H HC

H@;j@cﬁtal HQ:ES;%{B}

ar 1 Fé ] Gi IFJ L 1
foatny  TanaXieaadnaumoun B demgjunuil OH agnaunuy C4, €34

Was C-3.4,6
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CelAr—Cy @ R
-

dar=R"=H R =OH
R= H, R'=R"= OH
R=R'=R"=OH

WweR=R=R"=H

A 1 4/ as
anfieu 3 avmenagdiunarsasianisiainednGassiald 4 wniae

S I e Qs

chalcone, dihydrochalcone aurone
O O
U“*C> s
isoflavanone catechins, flavanes, flavones

flavanones, anthocyanidins
flavansols, flavana4diols

flavan-4-ona-ols

#151U9znau chalcones

. d .
chalcones tlugnsusenaunatlauaas Alasaarandndsesnaudagaaumnau

=] A 1 & & ej& [}
WAL 2 29 Wansaiufaanduan 3 azsandiaglussiniee oB-unsaturated

. - ,
carbonyi system @719152n81 chalcones finulusssugilaauindug oH
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| = < ; < YRV NV
vfunun  grlutunnsunuissauniituaawou A Wiy 27,476 -trihydroxy
(phioroglucinol pattern) #IUAMUMAU B HNINENTPIURAA  phenylpropanoid Fatiy

= o '
WYL OH agfifumia C-4, C-34, %98 C-3,4,5 (Harborne,1975)

Harborne (Harborne, 1975) l#anuuntlszinnansilsznatl chalcones Mgl

a} 1 54 9 ar Ailldl
LLU‘LIﬂ'lﬁ‘LLﬂuﬂ‘HﬂﬁﬂHtmuﬂUu'NLL‘W'JH B 1’3@\‘1%?’1@

-:1 g [ ci 1
1. @1rLsznau chalcones #lalHnguMui OH agUuNUMIY B

o ) o = Y
1.1, 29U A NURIN resorcinol ﬂTﬂNEULLUUﬂq?LWIuﬂLLUU 2 4-

dihydroxy pattern  fasiaadnssnlsznanlumniee 2

= )
M54 2 WAAIR1TUT2NALY chalcones YL A 111N resorcinol

g13tlsznay e BNENTEN9EY
§ .
Flemingia chappar { Harborne, 1975
]
O 8
LA
2 .4 -dihydroxychalcone
" .
G O | Q Flemingia chappar | Harborne, 1976
H,CO
OH O

2’,4’-dihydroxy—5’-methoxycha]cone

>c=Ho—H Derris sericea Harborne, 1975
L b (Leguminosae)

derricidin
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A = -=i | ci
1.2. &19U52n8U chalcone NM9W#AL A Ngﬂuuun']‘nmummdmgtmuw

—
il phioroglucinol pattern (274”6 -trihydroxy pattern)  uazyjunuiinnaidy

wyjmsandaiile Avhatwasdiznanlunia 3

= .
1919 3 LAAIANTLTZNAL chalcones ¥199u1a A N1R1N phloroglucinol

#15usenau W LANANTE198

Popowia cauliffora | Panichpol, et al.,

{Annonaceae) 1978

2’—hydroxy—3’,4’,6’-trimethoxy

chalcone

Popowia cauliflora | Waterman and

Pootakahm, 1979

Popowia cauliffora | Panichpol and

Waterman, 1978

2’,3’,4’,6’-tetramethoxycha[cone

‘4 1 ‘4 1 ]
2. @slsznay chalcones fiaaians B Hnslunuil OH ag 1 vy

A ~ = [ GJ
2.1, €131senaL chalcones aalman A HgtlutiLntsunuieawunud

it resorcinol system (27,4 -dihydroxy pattern ) Assinagnednsdsznanly
#1979 4




o Lo o
1519 4 UEANENTLSZNAL chalcones Aaawmaw B Sluglunui OH ag 1wy

g1sUsznail e ANA1TA198
HOH Leguminosae Harborne, 1975
OH 0 {Fam.)

2’,4’,4—trihydroxychalcone

Glycoside

2’,4’-dihydroxychalcone—4—0-glucoside

Glycyrrhiza glabra

Harborne, 1975

Gl 1H

|
OH O

2’,4—dihydroxychalcone—4’—O-g|ucoside

Glyeyrrhiza glabra

Harborne, 1975

45

o 4 L
2.2. §131/3nBU chalcones NNFUULILINTUNURTRMAUNUNLNUNIY A

ar

sy phloroglucine! pattern 35

= .
A19719 5 Lamdn71l5enaL chalconses ¥inuitaid A §1a1n phloroglucinol WAL

i :l i i
wau B fvgfunuh OH ag 1wy

&

natgrrlsenanlumise 5

asilsznay

=
Wi

BNEITA19849

o’ a-dihydroxy-3” 4" 8 -trimethoxy-

chalcone

Popowia cauliffora

Panichpol and
Waterman,

1978

carthamin

Cartharmces

tinctoria

Harborne, 1976




A i ci © '
3. @19Llsznayl chalcones NUMIU B Hnefunuil OH AU 2 W

fnadneansileznaulimnse 6

o C o .
M1919 6 WAAENTLTENAL chalcones Padumay B Husfunui OH 2 my

a4

28

d151l5znay

=
Wi

LANE1T91989

2’,4’,3,4—tetrahydroxychalcone

{butein)

Acacia spp.

Harborne, 1975

Butea monosperma

Harborne, 1875

Butea monosperma

Harborne, 1976

Coreopsis maritima

Harborne, 19756

o’ 3-dihydroxy-4” .6’ 4trimethoxy-

chalcone

Merrillia caloxylon

Harborne, 1976

46
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A ] &‘-4 o 1 ar
4. @"151senaL chalcones 79dumaw B Huajunul OH |uau 3 uy A
faasneansdsenanlumime 7

al ] A [
A1 7 uARednTLsEnay chalcones ¥199UiaU B ﬁmgtmuﬂ OH 3 1y

4191sznay et lANANTAN98Y

Acacia spp. Harborne, 1975

2’,4’,3,4,5—;)entahydroxychalcone

#151U5znay dihydrochalcones

TangFaiugiuaesansilszney dinydrochalcones

S caonpn (&

Dihydrochalcones  Hpanuduiuslnansafugslsznay chalcones AaLlu
mﬁ’uﬁ‘%\:mmnﬂﬁﬁ?m reduction IBSRUBTARTINUILY o WAy B aBeAfuaila
TuilmseaFraang chalcones  Tugauaaumail A azdtannyidoaYdg acetate UAY
phioroglucinol 11T TEadA T2 Acetate/malonate pathway  @91499UMAU B 111N
&7195URa phenylpropancid 113D T &AM Shikimate pathway  UWRY2UMIY B
ailmsjunnsdl OH agisnunianfuey c4 vl c34

, o -
M15149 8 UaRdIILlsrnay dihydrochalcones fiwu lugssuna

angusznau e WBNENTE19R

H U. angolensis Hufford and
ST Oguntimein, 1982

uvangoletin




1579 8 (FA)

48

d15ileznayl

=
W

LANE19A19D4

o0

flavokawin B {uvangoletin 4'—methy|ether)

U. angolensis

Hufford and
Oguntimein, 1982

anguvetin

U. angolensis

Hufford and
Oguntimein, 1982

U. angolensis,

U, chamae

Muhémmad, 1985;
Hufford, 1877

U. angolensis,

U, chamae

Muhammad, 1985;
Hufford, 1977

U. angolensis

Hufford and

Oguntimein, 1980a

chamuvaritin

U. angolensis,

Uf. chamae

Muhammad, 1985;
Okorie, 1977

=ET

angoletin

U. angolensis

Hufford and

Oguntimein, 1982
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A1519 8 (Fa)

g191lsznayl e LANANTAN9B

U. angolensis Hufford and

Oguntimein, 1987

angoluvarin

#151l9znay Flavanones
L) o = 1 i A
Flavanones  Wlignssznaun@nitusiassuaniannguuile finuludouaas
50 28 pan U LATHATEIRT  TATEFIMANUAZISULNIIELANWLGTIBIANT

sznay flavanones ludiagy

Flavanone %38 2-phenyl-henzopyran-4-one
«:J = | ] :: ncl '

Flavanones fiwulude sindivisjunu? OH atnAdual C7 AMNNNSANHINL
1 , ar d“A -
A ARFNR AT flavanones Simanduiufineadasiugnslsznan chalcones 1w

A o
gunRgmiadannefrasansilasznayl oydohexene oxides Mieualat ColeuarBate

da X do
@130ume ohydroxybenzyl benzoates MiiaTUaziugsminlignsduaseians
. de

gynall flavanones WA dihydrochalcones mﬁm;{t,muvz o-hydroxyhenzyl

- ™~
15719 9 uansg1TLsvnall flavanones iwu lugssngns

gn9ilsznau W LANANTHN9BY

U. chamae Hufford and

Lasswell, 1977a

chamanetin




M99 9 (pin)

50

#19ilrenall

=
Wl

LANEITA1994

[}, chamae

Hufford and Lasswell,

1977a

U. acuminata,
U. angolensis,
U. chamae,

U. ferruginea

Thebtaranonth, 1986 ;
Hufford and Lasswell,

1979

2’—hydroxydemethoxymatteucinol

Unona lawif Joshi and Guwad,
1974

Unona lawii Joshi and Guwad,
1974

U. afzelii Hufford and

Oguntimein, 1981
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#1519znau Flavones

Taseaieiuguasanssznau flavone Mgl

gnstlsznal flavones Hinsea¥endneiugnslsznay flavanones uiilAanal
] [ ‘:J hd 1 ar 1‘4 &’ 1 =
uAnsatumuth 2 uaz ¢3 hiuseafirauqnaiuvja fuatises C4

4 -
A1579 10 uaasanslsenay flavones v liassuang

#n9ilsenay i BNANTEN9BN
0. . o :g
H U. dulcis Dunal FLINTIOU UIR,
OH O 25632
Unecna lawii { eboeuf, 1982
Unona lawii Leboeuf, 1982
Unona fawii Leboeuf, 1982

isounonal
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JaFadaAseiasaslsznaunanlouans

nszsumsduasiansdnfnassusiluie - Tqadudamlfiten
NIRUATITIUEAS (photosynthesis) (FanwLlsznay 6) assznauanfulamsai
Lﬁm'1m.ijﬁ“%?ﬂ'm'1?ﬁ’qLﬂmzﬁuawmﬂumﬁ‘;ﬁﬁuﬁﬂﬂQﬂﬂsﬁqtﬂmzﬁms@uﬂ?ﬁﬁ
Alassaieatiedie viu Samauaznsapnfuendanfimiminhuanain uay
nenavilluy e‘fqmfnl'sznﬂ‘ummﬁ@uﬂum?ﬁﬂﬂﬂ@wﬁqLﬂmzﬁmﬁuﬂ?ﬁﬁﬁ
Tnssafeivdaunnnin wenanfiensssneuanfueuiaeiliinanmeds
ity Slinutanas 2 ‘ﬁgnLﬂ&lﬂutﬂum?ﬂ?xn@uwm%uﬂm‘

mwilszney 6 uaAEsKAR BN ATIARINTUILIN MU LR

Fudrmfegiaasie (secondary plant metabolism) (Geissman and Crout, 1969 : 4

chlarapnyll + €Oy & light
phototyachesis

+
c:rbohydr:t'es

tiycalysia

pentote cycle

shasphoenalpyruvic scid-
shikimic acid pyeuvic aid

/ l

aramatic imine [ alkaloids awcetyl eoanzyme A o
acids I /
J' aming citric acid
acids cycle acids

cinnamic acids

l malonyl
coentyme A

fatty acids

|

polyacetylenes

palyketides mevalenic acid

L

phenalic compounds terpenold compounds
o “steroids
carotenoids

phenylpropanaid
compounds

flavonoid
compounds
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Tunnsdanredlaseadrandn ( C-CC, ) savastisznaunanlivaasiy

3
Fadadanmed IRusnslugannissieluil

Ce—C, + 3C, ™ CeCo—(Cyly — > CylBI-Ci—C4A)

phenylpropanocids acetate

annsAnemnaeduasmsfiamugnslelainlfifinasn arunsosglé
S199UMU A JRnnIiETad acetate deatlugt! Acetyl-CoA annAtidadalAsIE
Acetate/Malonate Pathway — €212941918 B 11310 phenylpropanoids ANIa9949
AT Shikimate Pathway failsnaasdanudansiuninilssnay 7

nwlssnan 7 1aaauuan1en1s8uaATIzi@1IsumRa phenylpropanoid WAL

matonyl - CoA

Shikimate pathway Acetate/malonate pathway
o, N e l
COOH
LY [ e
-— &
T o-l—co, HO BH H  Acetyl - CoA

OH

pyruvic acid )
chorismate shikimate l
COOH /C OS-CoA
mE phenylpropanoids ~ + %
o OCH
R = H ; phenylalanine o 1
R = OH ; Tyrosine /1 0)
{0
© 0)

{0
e
/ Chalcones

cinnamic acid _
Flavonoids l

elc.




b4

aannwdlsznal 7 @19lsznan chalcones axilusnsdsznaumaniowaas
ausnAaTuannsdane uazsnsanldaunladliganslsynaumants
veadiinduld danmwlszney 8

nwilsznay 8 mema‘ﬂ?znﬂuwmiquﬂﬂﬁmﬁmﬁmqﬁtﬂéﬂuuﬂmm

MN@&1719ena1 chalcones

Acetate-talona

Shikimaie
te Pathway
PQ“’\WOY HEOE
\\Cmnamyl

atcohols““—’"" LIGNIN

’

%

ou ]
Chalcone {-1-Flavanone O O
&H

o
o0H D
Bihydrochalcone
"
ﬁc s

2o g OH
5
HOJT 3.0, 0 5
Fd .
5 €
P 3 6‘ v 6 4 I3

oH 0

*on 0
L Aurone Flovone
Ho, 0. .
O ! “"’ boe
a= OH S §
tsolflavone " i
Pterocarpan

OH
“@ Hog A b gk
[~ R ol
qj" 1
" w12 &
Lo Wh OH g O
' 3 oo

{ + ] -Dihydroitavonol
Rotenoid

{om)
a
" H on OH
I
T, L Ko
o aH o
{* ]-Co!echm foH) Anthocyanidin Flavonoi

m@@»

{-)-Epicatechin




bb

at o o
ansdalnIzansilsznaunanliuasn
= P o & !
W A.A1956  dsraunasaiaaiunisdaaszianssenay 56,6,7,8.4 -
pentamethoxyflavanone(124)(Sehgal, et al, 1958) iaRgalaseaTaansudnined

§991%A ponkanetin  danauwilldinsaualassairsaasanssenay ponka-

netin ‘13Aa 5,6,7,8,4’—pentamethoxyﬂavanoneﬁ24) Tunsdaunszdansdsenau(124)

15L§Nﬁuﬂﬁﬂﬂ’lﬁ?ﬂ?$ﬂﬂu 2—hydroxy—3,4,5,6,4’-pentamethoxychalcone(123&) UBNAN
Hsenmnsnldennilaznannzsa) Dussdelunisdanmsianstszney flavone
(125) ldandan Fanwilsenay 9  uazaINnITANIRLINENTLsENaY (124) i
Fuaraild flnssaraunnsineann ponkanetin Aiarinldannassued Fahuae
aglAdnansszney ponkanetin HltigmalaseaFrena 5,6,7,8,4 -pentamethoxy-
flavanone

awlsznau 9 wasenisdanseansilstney  5,6,7,8,4 -pentamethoxy-

flavanone (124) UQay 5,6,7,8,4’-pentamethoxyﬂavone {125)

Me
Me R
Me OJI :
Me
123 {a) R=H
{b) R = CH;
{i)H,80,, EtOH, reflux 30 h. (ii ) SeO, , amyl alcohol, reflux 40 h.

FaNA Rajender S. Varma WA Manju Varma (Varma, 1982) @ 14130A3€
#13U52n8 flavones Aang19ilsznall flavanones Tasld Thallium (I} nitrate 16

Whipadds denanilsenau 10
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awdsznad 10 ugaan1sduaszianssenayl flavones a1n flavanones

(a)R,=R,=-CH;R,=R,=R; = H 71
(b)R,=Ry=H: R, =R, = Ry = CH, 70
(¢)R,=-OCHy; R, =Ry=R,=Ry=H 76
(d)R,=-OCH, ; R, = Ry = R, = Ry= H 78

il p.A. 1969 Jain, et alfJain, et al, 19691 lviNsduAsIzigsLlsEnay
Poriol (6-C-methylnaringenin) (136} A Ng1TLsznNal  4-methyl-3,5-di-methoxyphenol
(128 i ieRgallasesdreansannlsznay  porio FdaanasssaR (Barton,
1967) Asnawilsznau 11

awdsenau 11 ugasnsRaaszianslsznall 6-C-methyl-7,4 -dio-

methylnaringenin {132)

e

132

{iy CH,COC, AlCl,, (1,0, 0 °C - rt.,, 72 h. {ii} anisaldehyde, Aq. KOH . {iii) conc. H,SO, ,EtCH,

reflux, 40h. {iv) AIC, , CH,CN, at 0 °C - rt. 40 min. , reflux 1 h,

T dl o o oY t
wifiainanstsznau (132) wwindfjiifen demethylation  agldanunsali

kY
. =y ar o ar ml I'd
a51lsenay poriol (136) Wundnduaild  AulRudasuuuaniamsdunsiey
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luanuonianin TaaBufuaingissenay C-methylphioracetophenone {133a)
Aanwsznau 12
nwisznay 12 wgaantsdanziignstlsynau poriol (6-C-methyl-

naringenin){136)

(i} p-hydroxybenzaldehyde, Aq. KOH , rt., 80 h. (i) 1.6% NaOH, EtOH, reflux, 30 min.
{iii) Separated by Column chromatography. (iv) AICl, CH,CN, at 0°C - rt. 40 min. , reflux 1 h.
qInnMsANEINLINANTLsEnaL poriol (136) MFannmsduamuiil idaya
N4 IR, UV, NMR uazMs ganpdasill poriol Anenldansssuai
il A.A. 1979 Watermann Wa2 Pootakahm (Watermann and Pootakahm,1979)
grunrnuanansusznauaniouead 3 Fiv Ae kanakugin (6,6,7,8-tetramethoxy-
flavanone) {137}, kanakugiol {_2’-hydroxy—3’,4',5’,6’-tetramethoxychalcone) {138) ua
baicalein trimethyl ether (139) ANNNKGNUBY Popowia caulifiora Chipp. Tunnsaasgd
mqms’IﬂNﬂ%"Nﬂjmmsﬂsznﬂuﬁ’q 3 gsldandedayantailningdnll  uazms
ANEN"9 chemical interconversion 5£1919@81315Ena1 flavanone(137) Wa chalcone

(138}

137 = kanakugin 138 = kanakugiol 139 = baicalein trimethylsther
ANNSANIANANRUSTE 119415152 na Y flavanone WaYchalcone WL

A .
Tugnsazanzg arsiszney flavanone gnunsawasulilaglugilensgns
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sznau chalcone AaLijiisennnrdaaseianssznay kanakugiol (chalcone)(138)
ANATUsENaY kanakugin (flavanone) (137) Asnwilsenau 13
Awidsznau 13 wamanisduAszig1slsenatl kanakugiol (138) AN

kanakugin (137)

§0% KOH / EtOH MeQ

room temp., 5 min,  MeC

137 138

Tutueaiaaty ussazaiensa &mlseney chalcone dsnsaulaendly
aglugtlnsdnsilsznau flavanone Idiueariy fiseumsidefaaiunisds
ATEdaNTUsenan  HelilandinB (2"-hydroxy-4",6” 6 -timethoxychalcone(140), 2’ 4-
dihydroxy-4” 5”6 -trimethoxychalcone (141), auuiresdslsznay  Helilandin-B
(142-145) wara1slsenay flavanone (146-161) an chalcone {140-145)Gupta, et
al, 1979) Lﬁ@ﬁqwﬁﬂ‘ma%wmﬁ'\sﬂsznﬂu Helilandin-8  uaz 2’-4-dihydroxy-4’,
5’,6’-trimethoxychalcone ﬁﬂﬁ'ﬁl‘lﬁ@’mﬁ‘ﬁ Helichrysum sutherlandii WaY Chromolasna
odorata MNURAL

TunsdaAignsLsynay flavanones(146-161)  vinldlaeninansisenay
Helilandin-B (140), 2  4-dihydroxy-4’ 5 6 -trimethoxychalcone(141)  UavaYRLIfTas
&191/9enay Helitandin-B (142-145)  inuiiiseniiLgnsazane 5%H,S0,/EtOH UAL
andifluaan 69 dalue Banomandniozazaglugag 40-60% Fanwalsznen
14
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mMudsznay 14 ugaaniedanssidianstsznay flavanones (146-1561) a1n

Helilandin-B (140), @silsznay 2” 4-dihydroxy-4’5” 6 -trimethoxychalcone (141),

uarayWuduas HelilandinB (142-145)

140-145

6%H,S0, / E1OH

reflug, 6- 9 h.

146-151

140 R, =R, = Ry=H

141 R, = R,=H, R, = OH

142
143
144
146
146
147
148
149
160
161

R, = Ry= H, R,= OCH,
R, = R, = OCH,, Ry = H

R, = R, = Ry = OCH,

R, = R, = ~O~CH,O-, Ry= H
R, = R, = Ry = H

R, = Ry=H, R, = OH

R, = Ry= H, R, = OCH,

R, = R, = OCHy, Ry = H

R, = R, = R, = OCH,

R, = R, = ~O~CHz-O, Ry = H

kY
AoiuAsasllfidn ansUsenau flavanone uazsnLsEnaU chalcone #1N10

A A & at
wasugldugeiuuasriuld

?:/ HE a4 ¥ El A 1
valiuiudagluansasaeniianiosiiluadiels

L 4 4 .
WuRe  fieaglusnsazanansa @9isznay chalcone azilaeulilaglugilans

y 4
syneu flavanone  uarlumamsaiuinn  ieaglugsaratsiug drsilsznau

[=3 A ]
flavanone fiazilaauliaglugdansilsynalr chalcone
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= oo t=i o <4 . . o

ANNTEURaARaRga UM swugssenaulung Uvaria ferruginea (R4

§4), U. purpurea (nfaemyda), U. rufa Blume. (NANTE) UKL U. dulcis Dunal(uiudn,
¥ . D e d %

) wrnginuhdszmalng Qumse 1) sudraswsiaseiafinginisiiflans
?z 6-‘-! 9 =2 v o 1 dl ] -iil =] 94 [ =

Usynauvaindnaafauazuansiaivey  Sesstssnaumdrilanadisuniingis

1 - ar & 9 ey e Sy n::l
dsgnavathaidani  awhlifidanaauaulanazdngmnansisznanann
. , K
dauuaadiaunda (U, duldis Dunal) uasdiaanisuBaumisuarslsenaunnu L

= &r W
ANAAEITUAE




of
UNN 2
38n15948
aasilauazasainlglumanaaad

ar d-‘ . . i k23
@gmm@ummmmmmmﬁomm@q Electrothermal melting point Tvningndly

asraaLdad (O)

dansinlalandulnmi (Ultraviolet spectrum) SN dneAsas  UV-160A
spectrophotometer (SHIMADZU) 1‘?1"13@'3ﬂﬂfJ'mEl’YJﬂguLﬂuu’ﬂumm? {nanometre,
am) uasld A unuedn A fansgauadliuaniign  Tneldwsueaihiaii
Tt

Aursnsngdngdu (Infrared spectrum) ﬂ’uﬁﬂé’qmﬂ?‘m Perkin-Elmer IR 783
Tneld Nujol uaz KBr Siaeniu wave number (om ) n%‘@ﬂﬂﬁmmqﬁ‘lﬁmm
ANBEdzITI sistrong) WA bribroad)

Tweasfunntanslauuuddilnaiy {Nuclear Magnetic Resonance spectrum)
ﬂ’uﬁnﬁqmﬁ“‘ﬁm JEOL-PMxB0 spectrometer ‘ﬁ 60 MHz URe JNM-ABCO 17; 500 MHz
Tnelld  Tetramethylsilane (TMS)  1fluansdneds vansiumbsdryyrnsTawsug
(resonance signal) AaBI&TYy10UT89  chemical shift parameter, S(ppm) uneld
&OULUN0 s (singlet), didoublet), t{triplet), glquartet), WAL m{multiplet)

UNARLNATY (Mass spectrum) {hifindneieTes VARIAN SATURN GC/MS/
MS 4D

AaAuIllATHA NI HLLLTIALSY (Quick Column Chromatography), tasunln
NITULILILERSS {Thin Layer Chromatography), TasunTnnsAuuL e
(Preparative Thin Layer Chromatography) 148An1iag (silica gel) 4R 60 GF,g, U89
Merck Lugag AL

61
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padsnllasuntnnaAaiingssunn 143anaatiin 100 (70-230 Mesh ASTM)
284 Merck Lilusgady
- ar & ¥
msdasguaulasninunsudoaugsdanlolalan  AuenonRudY

ar O ' Y v o‘/ [<3 EJ = Z 1 al o 15 2
favinazaresie ldnduuasiuniqninenseedn s neuiasin e
FsAHuNg

1. PITENALASUENFEISLANANANUNIT (Uvaria dulcis Dunal)
Psuudwiaiazunazian (7,15 Alandy) Naadnfnadaniasateianig,
Iapaalsiini LAz uearNaIAL AaenaniraiaLdu (Cold extraction)
1.1. NMSANARITANARUNIIAaLENLEY
anmshmude 715 Aland)  Aaedvinasansanigu 45 ang) neninng
@iy Whaoan 1 @leni siandauisinléllsemasrnazanaaenunegau
ieanBunsmeldnsananudllivaetsrunns 500 faAaRs Adtadnai
lufifu  azfleddudemnann  deiwnnsas azlfsesudediuios 069
NRuALENTATANE  thdauassnsaaneiinsasldunsuimadarinazanotania
panmeldmasnnuiy arldveandumiladidaanan 26.8 N3
thdauteadamiindidionndn 268 ni)  snusndaeRsaedulasn
WnsAuuummse  Taalddaneadlushgedu  waraveaadinifoaaniay,
wneaalsasy,  aaaliefy, aselivefu-lisesfien,  BSsasidwan,
OFARLEAP-NENUDA  UAKNSIRRRNENAL  UazsasiugsuARYdanTiaen
ANABANUAIELTNNATIBNANTATAE 75 NRRANT  VAIAINATIAEALANTURIRY

¥ A s 2 I ot o
douding TLC uda  sunseaidlansadramudndoeiiliidudony  Auandle

#1919 11
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BTN 11 Llﬁﬂﬁﬂ’]ﬂtﬂﬂ‘ﬂﬂ\‘mﬁuLﬁﬂLﬁﬂﬁ')ﬂ%‘ﬁﬂﬂﬁulﬁﬂﬁ‘ﬂﬁﬂﬂ?ﬂﬁLLUU?’JﬂLg"J

dowdt | v dnnuranshle Faniazane
nFu) ([@RTd)
1 150 | dnadd LR
2 840 | weauaauilnduas e lapaalsiinu

(191, 9:1, 4:1, 3:1, 3:2 uaz 1:1)

. 4 o i =
3 2.70 AU ATNLAALULA LN ¢ Lﬂﬂﬂ’ﬂtﬁmmu

(2:3, 1:3 wavi:4)

4 3.40 Fagatinduag @ leasalaiimu (1:9),
lnaaalsidny, lnaaalsilmu ;

ORRDLTLAR (9:1)

5 9.20 saaavindidaonan | lnaaalsimu | wiaesdmn

(9:1, 7:3, 11, Uas94) uax

LBTAD LD LHH

doufi 1 Thalteddn (150 nda andeyamsiamdesuniifnistausd
awnmiudssnaudedyyrnureauiallsneu ( 8 0.9-1.0 ) usrwtaullsnan (B
1215 hnsdszneunanlalasanfuanldens (ongohain hydrocarbon) @il
Anluseaz B

ol 2 Dugmanaamiinduns @40 nfu) aedledmnuendaedinading
frsntnafluuumade  uavinlfarsignaaaeddlasninnsfuususiumn
Inelfianenredaosdon ©1) dhifandenii adlfreavamilnlifiZuens

ilsznayt Benzy! benzoate (43) (0.430 n3w)
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douis geamaaniinduae 270 nF) andayanisilue@ofuuniisn
L?IeﬁLtuwﬁ“ﬂLﬂnmé’uwuﬁfgcy'nmmmm?ﬂ3xﬂfauwqﬂ‘l,a'l‘mma‘uau‘l?ﬁmmﬁ'mﬁm
fuludoui 1 selilfaulalusassitan Alfinuavinnnsanmsia
al [~ = v r-‘: dl ] b7 ey ar &
dounl 4 lureauauiaduag (3.40 NfH)  FUNANINUENAEIEARRAN
AN R ULLTMAEY LasANHANADHFINAY AN NANTOUENITU- D TRATTA
agl@anslsznay  5-hydroxy-6,7-dimethoxyflavanone(152)(0.079 )  uas
a15U9znay unknown flavanone 1 {0.016 NTu)
ci -4 = %’ =] [=-3 ar r—'i -]
dout 5 Whiasawanuiad @ainauasivaduds (9.20 nfu)  WataNaen

= W@ ar O Y = .
HAnfngRaYNaTANEMEINes  avlfresudsd&annresaisilaznay P-sitosterol

(12) (3.85 NFN)

=f [y { as
agldnsdsznavineniaandruaiaanciu

1.1.1. @r9lsznay B-sitosterol {12)

duraaudedann 3.85 nFu), qavaanvian 132134 %4 (1uSTURA)

wauns wedenang, 2505)  Taeildayansanninsaint dualiil

IR (ﬁim,cm-T) . 3350, 2920, 2860, 1450, 1380, 1050
NMR (CDCl,,ppm) 6 . 070(s, 3H, CH,18)
(60 MHz) 0.80 (d, 9H, 3-CH;-21,26,27)

0.93 {t, 3H, CH;29)
1.03 (s, 3H, CHz19)

1.0-2.33 (m, steroid)
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1.1.2. @13Usenay Benzyl benzoate (43)

S

uraawmaaniinhifid (0430 nfu) A1 R, 044 (Eninis-aanisvadu)

Tnafidayansanlnineglntl Asstalun
IR (ﬁlm,cm'1) : 3070, 3040, 2960, 1720, 1600, 1450, 1380, 1315,

1275, 1180, 1110

NMR (CDCLppm) & : 533 (s, 2H, -CH,Ar
(60 MiHz) 7.33-7.43 (m, 8H, Ar-H)
7.93 - 8.07 {m, 2H, Ar-H)

1.1.3. %13U92nay 5-hydroxy-6,7-dimethoxyflavanone{Onysilin} (152)
MeO 0 Q
Me: ,%(\
OH O

Wlurasudedinfes(0.0788 n3i) qavaamiad 149-150 5 (Wu, et al,,
1981. mp. 150-2 °%) A1 R, 0.46 (aniiu-adaasfen)  Insiidayanieaiinin

saTn Aesalalil

W A [MeOH.nm) . 346, 289, 237(sh), 213
A, . (MeOH+AICI, ,nm)  : 366, 315, 225(sh), 207
A, (MeOH+NaOAcnm)  : 350, 291, 218
}umax(MeOH+NaOMe,nm.) : 370, 292, 207
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IR (KBr,cm_1) 3460, 2950, 1650, 15675, 1450, 1395, 1200,

1110

NMR (CDClLppm) & 2.83-3.03 (m, 2H, 3-H)

3.797, 3.83 (2s, 6H, 2x0OCH,}

(60 MHz)
533 {dd, J = 4,10 Hz, 1H, 2-H)
6.03 (s, TH, 8-H)
7.33 {s, 5H, B ring-H}
11.86 (s,1H, 5-OH)
MS mfe (%) 300(M+,100%), 285(14%), 223(9%), 196(43%])

181(83%]), 104{2%])
X-ray diffraction Ci;H160s M 300.30. Monoclinic, space group

(AARLAN) P 2.Jc (C” 2h, No. 14}, a 9.722(3), b 7.475(2)

6 20.255(61°A, B 98.76(1) °, U 1450.7(71°A
D, {Z=4) 1.375 mg/m ; F{000) 632, N 4460,
N, 3305, R 0.0617

nwilsznau 15 Tasaaisaasansdsznay 5hydroxy-6,7-dimeyhoxyflavanone

(162) anNITANEEaEAENIsAgLeea@end (X-ray

diffraction method}

c ﬂ?’j
)

05 (D
\f%

07
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1.1.4. g@13sznay unknown flavanone |
= o o 4 PRI £ ar ! = [y
dhurewddvdaimbindqns  wazdiliannsadwmsingns

Tasaaig

1.2. nadNAdITAINARURIAelaaaals vy
afnduunda.15 alandy  dasinazantlapaelslmues ang) fag
=i ar < 1 [=1 ar & © 1 t=i er Y 95 b a 0
AEnsanaiuFeaannEnEy Wikan 1 ey tuandaunanale ldsswasiana
aransaanmelamsanauay deasmaouilniidaanani3o.4 nfu)
douaandumiindidanna 394 ndu) lduangnsfiosniaaduilnsn
nsuunsamds  Ingldidnmaduiigedu uazseradniingfiminazans
W = = I =1 = oy
iy, wEned - lneaalsiv,  lanaalsiny, laaaalsilimu - wisasimm
BEAE AR, LOFRATTIAMNEINEA UASINANUAARNATAL  UAYIATUATURAY
cj ar ' s s ooaa ar ©
AruhasnainAe AN uiuInT1894NTaZANY 75 NARARMT  RARINNINNTATIR
[] € 2 -=J 24 ar v
dauanTudazdoudon TLC Wdy  mumaesnignsadaiudfeailAidudau
AILAAT AN 12

A5 12 udmanisuenaasian lanaalsiinudasisaaduiilasuainnauuy

390159
al g ar ar z::lll i/ ar 0
daun | wwiin AMFTUZRTN b1 AYINasand
nu) (BHTE1)
T 5
1 0.08 CANS 4D LS
HX a% . v o
2 0.40 WATNANGEDL ENEEY ;- laaaa sl
{4:1 LAy 3:1)
= H =
3 150 PAUNRIVVAALAILAL N - laaaalsim
AR 2:1, 1:1 U8y 1:2)




68

A19714 12 (6i9)
cj 901 ar ar C!h 2 ar O
A7un | Wi ANWOUZATN LA AINNAZANE
(N§3) BRTEI)
PR 4 Y . P
4 10.50 FAURRIMUARUIANAAR/T | 1N ; weaalsilni (1:3

UAZUAILTS uaz1:4), lapaalsinu uay
1 =i = =,
lapaalailiny ; l@saasdwmm

{4:1)

5 20.50 Tadmaavinatmana) | lnaaalslmu | wiaasBiman
WAZIDGLS (3:1, 2:1, 1:1, 1:2 Uay 1:3), 154
ALFIAR, IBDRDZTLAR LNEIUAR

(8:1, 7.3 uaxr 1:1)

6 0.77 mmmmﬂﬁmgﬁ'}uﬂmm WERBZTIAR | INGIUAR

LA (3:7 UA 1:8) UALINFILES

Aot 1 Lﬂuﬁﬁqamq(o.os nf) andayanisiiaedefunidfneTawid
anlnpfuulssneudasdyyraeandallsaeu ( 8 0910 ) usswEdullsmeu
& 1.2-1.5 lugnsilszneunantalasaifuauldena (ong-chain hydrocarbon) Feladlg
AnslusneasBandgia

douil 2 uiinsdtnanagey (0.40 nf Fuilevanuandesisradinilag
untnnaituuumada wasinlfaniBgnisesialasuntnnafuuuusiinmnn Tas
Ihangu-edaarwaeiluianieud asldresmamvilalifidasanlsznoy
Benzyl benzoate (43) (0.02 niu)

doudl 3 hasaveaviinduasasiizesudameanag (150 nfy  duder

=4

o ] as o o e = 9 e
yuanfaedtredilasnlnnsfluuumnge  uasinliansuignasiaenalamn

) k73 =y ~y z .7 A A
WarRuuwin  meldenau-eiaasdien (7:3) Wudawedaun  azlfans
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1lsenay  5-hydroxy-7-methoxyflavone (tectochrysin}82) (0.026 nfN)uazans
usznau 5-hydroxy-7,8-dimethoxyflavanone (153} (0.040 nIu)
=J g [ T ar o
doud 4 ureansmila@inmauazivasudnanas (10.50 nil) 1w

L

weandaeRapednliasninnsiluuusadudnhewaniignizaanainaadil
Fomanimu-asalsway 31 waz 21) Hudwinaraty  Wuansedledaadul
tasrnnmfluuumaiianaioisn  axlfanssznay  5,7-dihydroxyflavone
(chrysin} (83} (0.03 n3%), 5,7-dihydroxyflavanone {pinocembrin) (69) (0.015
n3u), 8-hydroxy-5,7-dimethoxyflavanone {154) {0.087 n3u) way  5,8-di
hydroxy-7-methoxyflavanone (165) (0.025 n3u), unknown flavanone i
(0.050 N) UATARINANARIAISUSENAY cyclohexene oxides (0.150 Niu)

doit s  hresmaamiindtinmanaiuasiiveaudanda 2050 nF) 13N
wandaeRalasunnnTALULMAGY  LazANUANAILRINIAZAHHNANTBIDTABY
%me-ﬂmhﬂﬁu aglfanslsznay 3,4-dihydroxybenzaldehyde (156) (0.15
niu)

douit 6 lumesvamiindduazanaded@inna 077 nf dlasanls

gunToazangraandsliiannasatariall Aulldihuadinisinusia
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= 2 ' o -~
aplassznauiiuaniaandiuanalanaalsinu

1.2.1. @1ssenau 5,7-dihydroxyflavone (chrysin)(g3)

O

OH O

lwesudsfindas 0,030 nF)  qAvaeIvian 290292 %1 AN R,
0.38 (analsnlafi-laBaesd ) (5309900 udd, 2532)  Ineiifeyanneanlning
alri] Fostalo]
w oA

A (MeOH+AICI,nm.) : 377(sh), 332, 281, 205

MeOH,nm.} . 317(sh}, 270, 213

max(

A {MeOH+NaOAc,nm.) : 362, 277, 212
A, (MeOH+NaOMe,nm.): 365, 277, 207
IR (KBr, cm ) © 3480, 3100, 2920, 2710, 1660, 1620, 1690,
1500, 1460, 1360, 1170
NMR (CDCl,+d-DMSO, ppm) 6 : 6.23 (d, 1H, 6-H}
(60 MHz) 6.37 (d, 1H, 8-H)
8.53 (s, H, 3-H)
7.37-7.47 (m, 3H, 34" 5'-H)
7.737.90 (m, 2H, 2" 6'-H)
10.33 (br, 1H, 7-OH)
12.67 (s, 1H, 5-OH)
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1.2.2. @17senaul 5-hydroxy-7-methoxyflavone {tectochrysin) (82)

e
|

OH O

Thiwequie@nde0.025 nf)  qanaaies 162163 %4 AR,

056 (@nwrlaiaesdnm) (@Wuadld asinnd, 2627) Teeiideyanisalning

At gl

uv A, [MeOHnm.) © 312(sh), 268, 212
A, (MeOH+AICLnm)  : 377, 329, 281, 207
A IMeOH+NaOAc,nm) : 312(sh), 268
A, (MeOH+NaOMe,nm.) : 270, 206
IR (Nujol, om ) . 1670, 1630, 1610, 1600, 1495, 1200, 1160,
1120, 1100
NMR (CDCl, ppm) & . 3.83 (s, 3H, 1XOCH,)
(60 MHz) 6.27 (d, TH, 6H)
6.40 (d, TH, 8H)
6.55 (s, TH, 3-H)

735:7.47 {m, 3H, 3’ 4 5'-H)

7.70-7.87 (m, 2H, 2’ 6'-H)
12.77 {s,1H, 5-OH)
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1.2.3. @17Uszn®1 5,7-dihydroxyflavanone {pinocembrin) (69)

vy O

CH O

Wureaudalaiild ©0.015 nfu) qanasimas 193194 %0 A R 058
(aelaafu-edaasdinm Taaiidayaniesnintnealndl dasteluil

UV A__(MeOH,nm.) © 327(sh), 290, 212

X (MeOH+AICI,nm)  + 372, 311, 220
A, [MeOH+NaOAc,nm.) : 324, 217
A, (MeOH+NaOMe,nm.) : 325, 247, 207
R (Nujol, cm ) . 1630, 1580, 1490, 1300, 1170
NMR (CDCl,,ppm) O © 2.82 -3.05 {m, 2H, 3-H)
(60 MHz) 533 (dd, J == 4, 11 Hz, 1H, 2-H)
5.92 (s, 2H, 6,8-H)
7.33 (s, BH, Ar-H)

12.05 {s, 1H, 5-OH)

12.4. #1315enay 5-hydroxy-7,8-dimethoxyflavanone (153} (0.040 nau)
OMe
MeO O 0 O
OH O

Hurewdsdiviasdan  aavaesman 100101 %1 A1 R, 050

(Enaseisezdvm  Insiidayanianininealnd Auwialldl




uv A
A

NeOH,nm.)

max(

max
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© 348, 290, 240(sh}, 210

(MeOH+AICL,nm.) : 382, 313, 207

A, (MeOH+NaOAc,nm.) : 346, 290, 211

A

IR (KBr, cm'1)

NMR {CDCL,, ppm) d
{60 MHz}

MS m/e{%!)

MeOH+NaOMe,nm.) : 370, 290, 245(sh), 270

. 3440, 2950, 1660, 1500, 1450, 1380, 1350,
1310, 1280, 1170, 1110
. 2.86-3.03 (t, 2H, 3-H)
373, 3.83 (25, 6H, 2xOCH,}
5.40 (dd, J = 4,10 Hz, TH, 2-H)
6.03 (s, 1H, 6-H)
7.33 (s, BH, B ring-H)
11.96 (s, TH, 5-OH)
. 300 (M",100%), 285(14%), 257(4%), 223(10%),
196(40%), 181(54%), 168(14%), 163(32%), 136

{4%), 125(17%), 103{13%)

1.2.5. #19U9¥nay 8-hydroxy-5,7-dimethoxyflavanone (154)

hireawd@ivaes0.087 nfi)  qauaaNings 166168 0

038 (ranlswafindansdnn  Iaeildayanasnlninealnl  Awial

OH
oy
|

OMeO

A1 R,
4
i




v A {MeOH,nm.)
Kmax(MeOH +AICE, nm.}
lmax(MeOerNaOAc,nm.):
A, {MeOH+NaOMe,nm.):
IR (KBr, cm )

NMR (CDCl,ppm) &
(60 MHz)

MS m/e{%}

X-ray diffraction

(NIAKIIN)

74

. 350, 290, 243(sh), 211

350, 289, 243(sh}, 211
350, 289, 243(sh), 211

397, 300, 263, 211

: 3300, 1675, 1610, 1515, 1470, 1420, 1380,

1360, 1265, 1215, 1120

2,83 -3.00 {m, 2H, 3-H}

3.83, 3.90 {2Zs, 6H, 2x0CH,)

5.10 {s, br, 1H, 8-OH, exchanged with D,0)
5.37 {dd, J = 4,10 Hz, 1H, 2-H}

6.07 {s, 1H, 6-H)

7.30 (s, BH, B ring-H}

. 3000V 67%), 196(100%), 178(52%), 167(7%),

150{76%), 125(8%), 104(16%), 103(13%]}

i Cp5H,50., M 300, Monoaclinic, space group C2/c

a 36.858(5), b 6.597(1), ¢ 12.145(2) °A,

B 101.25 (2°, Z=8

AW 16a  1A994519989819U92n81 8-hydroxy-5,7-dimethoxyflavanone(154) /10

nsAnlAtA BN N RRIUNIY5R1end (X-ray diffraction method)

a4

c17
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1.2.6. @1sdsznai 5,8-dihydroxy-7-methoxyflavanone(isowogonin)

(155)

OH
NeORY,
|
OH ©

\read@dmae0.026 nF) qananiman 239240 4 AN R, 0.55

(aolsweswiaavivm lasildayantdninineaind dwtall

uv A
?\‘max

A, (MeOH+NaOAc,nm.) : 365, 293, 214

MeOH ,nm.) : 366, 292, 246(sh}, 207

!

(MeOH+AICI,,nm.}  : 430, 315, 207

?Lmax(MeOH+NaOMe,nm.) . 289, 207
IR (KBr, cm-1) : 3260, 2940, 1740, 1660, 1625, 1500, 1440,
1390, 1320, 1245, 1160, 1110
NMR (CDCl,ppm) 0 : 2.86-3.07 {m, 2H, 3-H)
{60 MHz) 3.86 (s, 3H, 1XOCH,)
5.40 (dd, J = 4,10 Hz, 1H, 2-H)
6.06 (s, 1H, 6-H)
7.33 (s, bH, B ring-H}
11.65 (s, 1H, 5-OH)
NMR (CDCl,.ppm) & 1 287-3Bm, Jy g n.5= 17 Hz, 2H, 3H)
{600 MHz) 3.93 (s, 3H, 1x0OCH,)
5.47 {dd, J = 3,12 Hz, 1H, 2H)
6.16 (s, 1H, 6-H)
7.40 - 7.53 {m, 5H, B ring-H)
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MS m/e(%) : 286(M+,100%), 268, 243, 209, 194, 182(80%)
164({42%), 153(7%), 139(22%), 136(50%), 125,
111(16%), 104(11%), 103(13%), 78(17%)

12.7. @13sznau unknown flavanone Il
(=1 !‘; A I ‘g‘ o ars i =y &
Hhrsaudsinnnahlaindgns0.050 n¥) uazdaldanunsadinss

mgaslAsea i

1.2.8. 1R9HANUAIG1TUILNAY cyclohexene oxides
Whuraamaouguviinddussminegnsszna cyclohexene oxides 2

A ar 1 o o o 1 &y 5
anshnaniuagludnodou 111 (0150 N5 usvilldaunsodiasivinigns

TAsaa¥s

1.2.9. @191senau 3,4-dihydroxybenzaldehyde (156)

CH

Thumpadadiona 0.150 N aavaesmad 148150 °F A1 R, 0.47
(raelsWafiedsasdon Tneiifesyanesuntneatnd dosaluil
IR (KBr, om ) © 3300, 1660, 1600, 1540, 1450, 1300, 1170,
1120, 800, 810, 760
NMR (CDCl#+CD,COCD,) & : 7.00 (s, TH, 5-H)
(60 MHz) 7.13 (s, H, 2-H)
7.33-7.46 (m, TH, 6:H)
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8.17 ( br, 2H, 3,4-0OH, exchanged with D,0)
987 (s, H, -CHO)
“C NMR (CDCI,+CD,0D) - & : 114.25 (CH)
115.18 (C-2)
126.04 (C-6)
12961 (C-1)
145.49 (C-3)
152.03 (C-4)
192.13 (CHO)

1.3. NIFENAFITAIMAUUUIIAIELUEIUAR

afadiunda (715 Alandy)  Medavinazanamanues (43 ans) Taedd
nsanausaanliaraelsfimu et 1 dlad sandadiainlalseme
waueseanmalfnisanauil  Idresmraanilndun (480 niN)

HNTrRuMaImiinRINMETeA (1489 N uginuandaas liquid - liquid
oxtracion e ddanmsuradlanaalsiimmsuesiinludnsdoy 641
Favasent  thdaLge NN sLas NI TIMeFTnavaaeennielinie
aarnady  avldvequiidune (1165 050 fathaeaddunsmiinasuen
roedaradnilasunTnnafuuusnia Ltazmsqqmum?ﬁgnmmﬂnmnﬂ@é’uﬁ
fon FATanntnnaflusine swdensildfianadhudags uasvesudeiluanly
andaugatnsivea  dalseendluenidesinuazdmg Soildenun

v liiSgns AadldinsianAnesiall
4




mwilsznau 17  wamsnsaiaLazusng1seiannsiuuads

ar o & <
AUUNILUNLARTLALA

7.15 Alansu

ar

“

2

L

1, &fRARLILEN LT
A a=
nsnelapaalsninu

. AN
3. ANARBLHTTUAR

AruanaLEniEy

dnuainlpaan ey

ANUANALHEIUDA

8L




nwilsznau 18 wamnsaisuasianaTaRRNdugn AN

ANUANTALE N

ARNUNAIU
2. Wil g éin

3. NTA4TBILIN

1. STMAIMIAZRIEILEN LY

79

flavanone(162)

gaauisdinnna anTanwmiloniia
ATenngn
pafulaTH N
urugamde, Insun
s AuLL e
WATANKAN
[3-sitosterol Benzyl benzoate 5-hydroxy-6,7- unknown
(12) (43) dimethoxy- flavanone |
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nwilseznau 19 ugaansginuazugnansiadanngdiuaininaaalstling

dauaiinlaaaalsimu

TUVEIRINIAZANE

A o A ¥
AR AIVUAALUEIVIARD

aadulasu N TR UL LIRS,
Trsun N IALL L LIRS

=
ANKNAN

- Benzyl benzoate (43)

- unknown flavanone 1

- §,7-dihydroxyflavone (chrysin} {83)

- B-hydroxy-7-methoxyflavone ( tectochrysin } (82)
- B,7-dihydroxyflavanone {pinocembrin} (69)

- 5-hydroxy-7,8-dimethoxyflavanone (153)

- &hydroxy-5,7-dimethoxyflavancone (154)

- B,8-dihydroxy-7-methoxyflavanone (1556}

- unknown cyclohexene oxides

- 3,4-dihydroxybenzaldehyde {156}
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2. nmanagaudisdsznau (83), (82), (69), (152), (153), (154), (155) uaz
(156) saeadinaaalsn (FeCly) wazunniivdan-nsaunfaldusiu
(Shinoda test)

2.1 vignsdsenan (83), (82), (69), (152), (163}, {154}, (155) Uaz (156) N1aea
Uszanos 01 Jadnsu azangluwsues 7 van)  ududnwasnaaaled (1-2
ves) adll uadsingianandlumiems 13

22 dn@sdsznay (83), (82), (169), (152), (153), (154) UAY (165) NABENNAY
dszang 02 fedni azaeluwanies 7 nea)  Gauaniiden 23 Fuadh
Tuasarany  udrAeainnsaindadingu @ wes) adil madsngdausnslu
A194 13
M1919 13 wamnTIadeLdTlsznay (83), (82), (69), (152), (163}, (154), (166)

uay (156) Anenwafinaaalsd (FecCl) uazuunilien-nsanaedudu

{Mg-HCl})

ANHOUZANT

g19senayl Tuwaies WH FeCl, 1fad Mg-HCl

k7
o 2s

5,7-dihydroxyflavone(83) aedanu + Fienad | + Bwdaad

5-hydroxy-7-methoxy-

flavone (82) Avdeswau |+ A9 + Ruranaidy
5,7-dihydroxyflavanone

(69) Avanenu + s |+ Amdedn
5-hydroxy-6,7-dimethoxy-

9w
flavanone (152) AvRasaan + fnRuty | + duwdesdu




M1579 13 (H8)

82

ANMOULANT
an9ilszney Tumauaa WAN FeCl, WK Mg-HC!
5-hydroxy-7,8-dimethoxy-
flavanone (153) Amdeswen |+ B@wadu + Awanadu

8-hydroxy-b,7-dimethoxy-

flavanione {154)

Avansgau + AUAY

=4 9
+ RMARUTN

5,8-dihydroxy-7-methoxy-

flavanone {155}

o A ' ¥ 2
RG] + Runanald

= L
+ AuRady

3,4-dihydroxy- laildvnnng
benzaldehyde (156) Dinmngdan |+ @dieg NAFD

Al = 1 ié' 9 = r
unknown flavanone | AnAnIEaU + Aady |+ Rwmaaady
unknown flavanone i Aimnasau — + BwRaadiy

4
VWG LATESUNNE +

- o
Aanslasuulasesdansazans

. A
- = lifsnndasunlasansddansazans
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3. mswFanaywuduassnslsznauaituand
3.1. nsiAsaNdgilsznay 8-hydroxy-5,7-dimethoxyflavanone (154)

azaegnsLlszney 2’,3’-dihydroxy—4’,6’—dimethoxychalcone {(161) (0.102

n§, 0341 Nadtua) lugnsavane 5% H,S0, huastues (15 daddng)  ud
Idnduomanihung 24 dalie Usesrasmanlfifuiignmgides szvada
Mavarneanmeldnisanauiy  thdnfimieinaratansalsasy (10 s
Aan)  dednaesaaaliadudaminndu (2x5 Taaan indazetaaelimady
wwnlusedaaniaiinlniaudamafilmaeaimia needainudamauazszme
aaalsnafuaanmaliinnsannnumu Fupamanirinanadaiierimayinly
13gviadaeAtlasuninnefuuuudimn  Taald 30%wiserdinnlunsalsady
husadeui ‘lf?ﬁmLLﬁqu?qﬂ‘émaaﬂq?ﬂ?xﬂ@u 8-hydroxy-5, 7-dimethoxyflavanone
(154) (0.039 4, 40%) 9qAvAENIMRY 167-168 °4 A1 R, 038 (AaalsWadu-
I SaaLTAR)

dayansainlnnsaintluasanssznay  &hydroxy-5,7-dimethoxyflavanone

(154)
uv A, (MeOH,nm) 346, 289, 245, 210
A, {MeOH+AICI,nm)  : 346, 289, 245, 211
A, (MeOH+NaOAc,nm.) : 346, 289, 214
A, [MeOH+NaOMe,nm.) : 400, 300, 264, 207
R (Nujol, cm ) : 3300, 1670,1610, 1510, 1470, 1420, 1380,

1350, 1300, 1260, 1210, 1160, 1120




NMR {(CDCl,,ppm)
(60 MHz)

MS

mfe (%)

84

© 283-3.0{m, 2H, 3-H}

3.83, 3.90 {2s, 6H, 2X0OCH,)
6.37 {dd, J = 4,10 Hz, 1H, 2-H)
6.08 (s, TH, 6-H)

7.33 (s, BH, Ar-H)

: 300(M+,67%), 196(100%), 178(62%), 167(7%),

160(76%), 138(b%), 125(8%), 104{16.6%), 93
(6%), 78(20%), 77(17%)
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3.2. nsiesandisdsznau 5,6,7-trimethoxyflavanone (157)

Me,S0, , K,CO4
{CHgH,CO

avat@nsilsenay  5-hydroxy-6,7-dimethoxyflavanone (152) (0.020 Ny,
0.067 HAaRANT) Juadlauilsaamin (10 fiadans) dalidaSauan e e
1s1danmin (0,037 nu, 027 fiadlua)  uazMEA Me,SO, (0.021 N3y, 0.167 A
alue) athediiasmeaadludmazmenuiiiy anidndndansazanemen
Hnan 6 Fali %@’Lﬁtﬁuﬁqmmﬁﬁm nraslufieidasafuaumeanangns
avatl Thassaefinsasldunsmefvinayanseannigldinsanannudis
avaggnsavaeivinadaananlsaf (10 Nadans  udahdnlawEadams

o

Fatignazantl 25% NH, (5 dadang) 1deusespaalmafunndnedaeningu 6

=Y £ £y Q —y o ‘4 io’

dafany  wasylfuwisdaenadnlnfsudamandmdaimic  nresanlade

a’ -] A ot

damnann dnd1razaanldunssuaaaalsiafuaannalinnsananusis azld
= - di ) ci 7 =8 2 k3 23

spamaantadivasy  uimthasavannldanudndoauaiues lduaguds

13gwahifidaasasilsznau 5,6,7-trimethoxyfiavanone (167) (0.015 N3N, 71%)

ANABNIANT 164156 *4 A R 0.524 (raalsnafu-laBansdian

dayangnininsalntaasarslssnay 6,6,7-trimethoxyflavanone (157)

w A (MeOH,nm) 326, 277, 237(sh), 209
A, (MeOH+AICI,nm)  : 325, 277, 237(sh, 212
A, (MeOH+NaOAc,m)  : 325, 277, 216

max

A, (MeOH+NaOMe,nm)  : 825, 278, 207
-4
IR (Nujol, cm ) : 1675, 1600, 1260, 1100




NMR (CDCl,ppm)
(60 MHz)

MS

mfe(%]}

2.85-3.0(t, 2H, 3-H)

3.797, 3.85, 3.91 (3s, 9H, 3XCOCH,)

5.36 {dd, J = 4,10 Hz, 1H, 2-H)

6.30 (s, 1H, 8-H)

7.36 (s, bH, B ring-H)

314(M+, 88%), 313(9%), 289(10%), 271,
237(14%), 210{74%), 211(11%), 196(14%),
195(100%), 168(10%), 167(72%), 139(6%),
104{13%), 103(15%), 78(19%), 77(20%}

86
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3.3. ngwmsauasdgznal 5,7,8-trimethoxyflavanone(158)

Me,S0, , K,CO,

{CH),CO

aranednTlsznan  8hydroxy-5,7-dimethoxyflavanone (154) (0.065 N3y,
0.185 Naalua) luazdlnuntsdannin (10 dadans) ANTUAadauafuausd
wiiaLlsnAantin (0.102 ndk, 0.139 dadlug)  uazutm Me,SO, (0.034 nfu, 0.275
=) 1 9 =5 o & Zr =] ar
fiadlug)  atedraveanaslussazarenindiiy  ambdnandasasans
L . . . 4
Whiman 6 doTie  nreslddai@onmfualunaanandgnsazans HIdI9asanen
v o . 4
nsadldmnsemenvnazateaannalinisanannuiil  araNsg19aTansNman
Foupaalsasuio daddng  udmdnlawdadamndongnsazate 256% NH,
(5 fiadans) tndauaasnaalsvafisndfominndu & J888RY  uazvin bt
-y o A 96’ ar -]
faanaiinlgmendarandsdaanin  nsasenlnpsudamnaan diaisazay
cah 1Y [ 5 & 94 = %
ldunszmanaalsefueannaldinisanannusy  azldusavasuilnditma
A o ° a = =, | = =
Wiadhui liBgnsfoedtlanuninneiuuuuduwin Tneld 30%eBaasiden
- w A d we = A e =
luaaalswasuflusamaaun  ldresavandwaas  diadiuaena@anliuusnues |

a¢lfneudeiqniduntnsnslsznon 57 8timethoxyflavanone (158) (0.043
niu, 75%) aavaeNmad 157158 “4 A1 R, 047 (Aaalsnafu-tadaarinm)
Fayananninsalntleesaistsenay 6,7,8 trimethoxyflavanone (158)
w A, (MeOHm) : 330, 285, 240(sh), 210
A, (MeOH+AICI,nm.)  : 330, 285, 240(sh], 211
A (MeOH+NaOAc,nm.)  : 330, 286, 213

A (MeOH+NaOMe,nm.) : 330, 286, 240(sh), 207

max




R (Nujol, e )
NMR (CDClyppm)
(60 MHz2)

MS

m/e{%)

© 1685, 1600, 1570, 15600, 1350, 1275, 1120

2.84 - 2,97 {t, 2H, 3-H)

3.75, 3.87, 3.90 (3s, 9H, 3XOCH,}
5.40 (dd, J = 5,10 Hz, 1H, 2H}
6.07 (s, 1H, 6-H)

7.36 (s, bH, B ring-H}

: 314(M+,92.7%), 210(100%), 195(39.6%), 181

{23.4%), 167(56.8%), 153(40.3%), 139(24%),
123(9.9%), 104(18.7%), 103(14.7%), 78(23%),

77{18.8%]

88




3.4, nisiesandnsdsenay 5,8-dihydroxy-7-methoxyflavanone(155)

aranagslsenay  Shydroxy-5,7-dimethoxyflavanone (154) {0.035 n3%,
0.12 Haalug) 114 acetonitrile lsraannih (5 adans) whonfuauasazaned
qoungi 0 %% AN aluminium chloride fusstisndanmin (0,040 N3, 03 Aadlua)
adlugnsazang audnsasanesielufgoumnives Whuea 40 1@ AN
mstdndaisazaneifhuoan 1 4alue thesavaraunssmeiovinazaieeaning
Wnsanpaadt  durnudieduaisasaeiivie  wasinlfiasazareniiunas
Fruansavanansaialasnaesnidaans @ NHCY  udsaindnenaalsviad (65x10
HARANI) sandnatarasnaaliefudngaeiu udwnliuienanisdiuladon
Famlpilsdannin  nsaslnduudamneen hasaranaflfinszmeiainae
tlafueanmeldnnsanmnd  adlfvendedune  ileriuvinWidqns
Faedtlnsuamnafuuuudimn  aald 30%eiserdinnluasalsnasuiiiuga
wheuh  lfuesdaqridmiesratanslsznen  58dihydroxy-7-methoxy-
flavanone (155) (0.019 N, 60%) <qAMaENIIaY 240-241 O4 (Hgad) A1 R
054 (paalsHafu-lnsaasdinm)

dayansaulninsaintluasansilssney 68dihydroxy-7-methoxyflavanone
{165}
uv A, . {MeOH,nm) . 365, 292, 244(sh), 207

MeOH+AICL,nm)  : 432, 315, 207

X

?\’m
?\"max
A

(
(MeOH+NaOCAc,nm.} : 365, 293, 214
{

MeOH+NaOMe,nm.} : 289, 207

max




R (KBr, om )

NMR {(CDCl,,ppm}
(60 MHz)

NMR (CDClyppm}
(500 MHz}

MS

mfe(%]

90

. 3280, 2920, 1660, 1620, 1500, 1435, 1320,

1250, 1160, 1100

: 2,86 -3.07 (m, 2H, 3-H)

3.86 (s, 3H, 1XOCH,)

5.40 (dd, J = 4,12 Hz, 1H, 2-H)
6.06 (s, 1H, 6-H)

7.33 (s, bH, B ring-H)

11.65 (s, TH, 5-OH)

£ 2.88-3.15 (M, Jy g /4.2 = 17 Hz, 2H, 3H)

3.93 (s, 3H, 1XOCH,)

5.50 {dd, J = 4,12 Hz, 1H, 2-H)
6.16 (s, 1H, 6-H)

7.40 - 7.63 {m, BH, B ring-H}

. 286 (M+,100%), 268, 243, 225, 209(7.6%)

194, 182(77%), 164(43%), 163(7%), 139(22%),
136(51%), 125(4%), 111(17%), 104(11.6%),

103(12.6%), 78(17.7%]), 77(16%)




N

3.5. nIgLesaNg1slaznay 8-acetyl-5,7-dimethoxyflavanone(159)

{CH,CO),0 PAe
3 7 MB O 0 Q
|

Pyridine

OMg0
{159}

sanad1ssenay  Shydroxy-5,7-dimethoxyflavanone (164) (0.019 niy,
0.063 dndlua) luishu (10 faddny uanRnesdAnuaulalased ©.011 daddns,
o o . o - ) o ¥ oo
0.12 findlus) wianduauasasaaigungiides ihaean 36 dalue AL
udhanndaraalsef Gx10 fadans  thdangesnaalswedianrinliuaiag
=y & cs ‘0’ ar
nsdulrdendamanlsmdanmiy nsednfaudamnean  uazsvmaanals
5 kg ar oY =4 =4 o ° =& W@
wafueannelsinrananuiu arlfzesmammiladvdas Waihlunnu@ansas

afuauwnseasalsd  Ioeeswisdenaesdsdsena S-acetyl5, 7-dimethoxy-

L

flavanone(16940.020 NFi, 91%)  AANABNIMAT 96-98 °4 (A1FLaUIARIZARE L3d)
AR, 053 (raalsHaii-eiaesdmn)

fayansduintnsaintliasansilsznay sacetyl-5,7-dimethoxyflavanone(159)

UV A (MeOH.nm) . 320(sh), 284, 210

max

A, (MeOH+AICL,nm)  : 320(sh), 284, 210

A {(MeOH+NaOAc,nm.) : 320(sh), 283, 217

max

A, (MeOH+NaOMe,nm.) : 320(sh), 284, 207

1
[R (Nujol, em } . 1760, 1685, 1620, 1215, 1126
NMR (CDCl,, ppm) O : 2.22 (s, 3H, -COCH,)

(60 MHz) 2.79-292 (1, 2H, 3-H}

3.84, 3.87 (2s, 6H, 2X0OCH,)
5.34 {dd, J = 4,10 Hz, 1H, 2-H)
6.04 (s, 1H, 6-H)

7.26 (s, BH, B ring-H}
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3.6. nswRsaNasilsznay 2’,3'-dihydroxy—4',6'—dimethoxychaicone
(161)

az@aadnTUsznal  8hydroxy-5,7-dimethoxyflavanone (154) (0,020 n3y,
0067 indlua)  luansazans 20% KOH luwsuaa (10 Ha8ans)  wianiumAu
asavaneigaumnivesiine 1 i antAsIENTARTAN BN TIMEY
arangaanne lFinNIaaANN Al udaurinudeadlugnsazanefivaee  uasin
Wulunsadaaansazanansalalasaaainiaaans 3 N. HCl) aipfeiasaasdinm

S ) oy = o =y ar A=!1
(5x10 faaan  idiusewadaer@wnnain luiidesnninlnfaudamen

Usantn  neavetniAeudamanen  thensavarenifunsvveieininesd
waeanmaldmeannamis  alfreqdadinanstassnslsznay 23 d-
hydroxy-4 6 -dimethoxychalcone {161) (0.017 33, 85%)

HayamssintnsainTluaagnnlsznau 2,3 dinydroxy-4",6 -dimethoxy-
chalcone (161)
w A, MeOH,m) . 346, 204

A, [MeOH+AICI,nm) 382, 322(sh), 242(sh), 208

A, (MeOH+AICIHCLam,) @ 376, 322(sh), 240(sh), 203

A, [MeOH+NaOAc,im)  : 346, 215

A {MeOH+NaOMe,nm) : 350(sh), 296, 209
-1
IR (Nujol, om ) . 3425, 1630, 1565, 1420, 1330, 1235, 1150,
1110




NMR (CDCl,,ppm)

(60 MHz)

MS

m/e(%)

93

3.86, 3.93 (2s, 6H, 2XOCH,)

5.13 (s, 1H, 3'-OH)

5.97 (s, 1H, 5 -H)

7.33 - 7.47 {m, 5H, B ring-H)

7.77 (s, 2H, 0LB-H)

14.06 (s, 1H, 2"-OH)

300(M ", 100%), 269(12.5%), 253, 239, 223
(22%), 207(12.5%), 197(19%), 196(87.5%), 178
(75%), 165(12.5%), 163(37.5%), 151(25%),
150(66%), 135(9%), 131(12.5%), 115(15.6%),
103(22%), 77(44%)
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3.7. nsinsaNgdnslsznau 5-hydroxy-7,8-dimethoxyflavanone (163)

Me,S0, , KoCO3 4
(CHgl,CO O

3.7.1. msiasaudrsdsznay 5,7,8-trimethoxyflavanone (158)
Araeg13LsTnaL 8-hydroxy-5,7-dimethoxyflavanone(1564)0.079 Ry,
o | =y A sc': o Ay oy ot I x:l
0262 fiaalua) luazdlauiiumaantn (s dedans) Winlddadeuanfuaiuai
UsrFanniin (0.16 nu, 1.05 Sadlus) uazuan Me,SO, (0.049 ndu, 0.39 HARTNA)
atihadrfiaenanadlugsasaemuddy  amiidndansazaranihuosn 6
a‘/ e, = & ) ai 3
dqlue neaellAdifanAmfuaiupaanangIsazant Lasting1sazanennsadlang
. o o 4
sutfaTazangaanmalinisanmNil  aransgsaraeianfaaaaals
Wadu (10 faddms) udadnlnwBadamndongsazas 26%NH, (5 HaGART)
Pganuansnaalsasiuunddominndy 6 dadans  wazvinliwiadasnisLRn
(%4 CJ 26’ ar (-] !
Hhaudaanlsdainin  nsasdafandamaaan wazihdairazatanlenn
- k73 o 2 = ‘u’ A o M
suinzaaalsiasueanmaldnisanacudu azlfvasvaoniingdiinonng wannld
W lddgradaedineanudnlumaes  IKrewdaifgndaivessnlsznay

B,7,8-trimethoxytlavanone (168)(0.061 ﬂﬁ"u, 73%)  9ANRBNLNAT 157 168 i




9b

3.7.2. mswmsaNd1sUsznal 5-hydroxy-7,8-dimethoxyflavanone
(153)
avaneanssenay 5,7,8trimethoxyflavanone(168)(0.060 N3N, 0.016

= e . cl so’ & Aaa i ar cl
daatua) W acetonitriie MUTAa NN (10 Jadans)  WiANALANAITAZAET
- - . 4 y . - -
aomnil 0 %4 1FiN aluminium chloride MilTieLlINARNNIN (0.089 N3N, 0.67 HAR
N - v
Tug) scluarsazane Auansazanesalligumnfiveadunen 40 wafl amiu
vnnnandgsazatsiilunan 1 dolie  HENITRTAIENITSMEFAIVINAREANE

44 o = ?6) [ -=I = o 9
aannalgnirasanuse  wnthudsadlugisasanafimae  uasynliunga
gnadnsazatansalalnsaaesnianana@N. HC)  wdaanasnaaaalswasy (5x10
oy oasy & 9 9 ar a v 99 = ar ai
Aadans  saudouzasaaalsdedudndoeii  wasimnlduwissnalamaudamng

L7

o o L] t-‘tl o ]
Usraniin  nredlaipandamnaan thanrazanaflaunsewafavinazane
9 o 2 |1 dl 9 ° 9/ & .:g"g, o
aanMelENIsaAAINN AL arlfanuieduas  Wath N L TgnERaeaE
tasnsmunwesn toald 20% wisardwmalupaalsvasuludiafau

# 'Lf%’}’mmLﬁqu?‘qw%rﬁmwmmﬁﬂa‘znﬂu 5-hydroxy-7,8-dimethoxyflavanone (153)
(0.033n3%, 69%) qAMABNMAY 100-101 °4 (1I5NAG) A1 R, 055 (@NITL-BTA
ALAARA)
fayantealninsaintluesarsisznay s-hydroxy-7,8-dimethoxy-

flavanone (153)
uv A, . {MeOH,nm.) : 347, 291, 240(sh), 211

A, . (MeOH+AICI,nm)  : 385, 314, 207

.. (MeOH+NaOAc,nm.) : 347, 289, 219

A, (MeOH+NaOMe,nm.) : 366, 289, 243(sh), 207
IR (film, cm ) : 2920, 1640, 1500, 1450, 1380, 1350, 1310,

1270, 1200, 1160, 1100




NMR (CDCl,,ppm)
(60 MHz)

MS

0

m/e(%) :

96

2.87 - 3.03 {t, 2H, 3-H)

3.72, 3.82 (2s, 6H, 2X0CH,)

538 {dd, J = 4, 10 Hz, TH, 2-H)

6.0 {s, 1H, 6-H}

7.32 {s, BH, B ring-H)

12.00 {s, 1H, 5-OH}

300(M+,100%), 285{(14.6%), 257(3.5%}, 223(10%),
196{40%), 181(53%), 168(14%),167(8%), 154(4.5%),
163({30%), 151{4%), 150{6%), 137(4%), 136(4%],
125(16%), 122(7%), 110{4%), 104{10%), 103(12%),
78(15%]), 77{16.5%)




97

3.8. nswesandnsilsznay 3,3,6-tribromo-8-hydroxy-5,7-dimethoxy-

flavanone(160)

Br,/CHCl,
—_—

room temp,, 1 h.

azaegn3lsznay Shydroxy-5,7-dimethoxyflavanone (164} (0.053 nTy, 0.18

f) = g ‘:1 %’ ~y L 1
Haalua) lupaaliafuilmdanin 6 faddns)  AsauangnIazane Br, (45

o £y & & al 2 o aa
ul. 0.141 nfu, 0.9 fiadlug) lursalsvafuimlieannin (1 8889 adluans

ar A ] a‘z ar @
azang wianfuaussazanehgomgiveaiiung 1 dolus  uwdasmmadon

o o’ H 3 L} Q]l 9 1 9
asagaanneldnisanniuiy  avlfesmandung  sinvessagunbiunyia b

13gnsAaedtlasunTnnauuuwiumn Tneld 30% 1wisesdmnlunsalswedy

R = o o Y o A
LﬂquLﬂﬂ@uﬂ Ltﬂzmﬂmﬂﬂ(lummﬂm‘mLuﬁ'm@ﬂ leﬂ?}'ﬂ\uﬁlﬂawm@\ﬁiﬂqa”ﬁ

senay  3,3,6-tribromo-8-hydroxy-5,7-dimethoxyflavanone (160} (0.071 n3u, 75%)

qAMARNINRY 182-183 4 (WEuan) A1 R, 0.63 (paaliWaii-wiaardinm)

daganreanininsalntluasansilsenay 3,3 ,6-tribromo-8hydroxy-5,7-

dimethoxyflavanone (160)

IR (Nujol,cm )

NMR (CDCl,,ppm) o

{600 MHz)

El-MS mfe(%)

3420, 1700, 1610, 1560, 1270,1300, 1150
3.90, 4.075 (2s, 6H, 2XOCH,)

5.325 (s, 1H, 2-H)

5.46 (s, 1H, 8-OH, exchanged with D,0)

7.50 {m, 3H, 3,4"8"-H)

7.75 (dd, 2H, 2 6™-H)

454, 387(6.6%), 386(24%), 373(4%), 372(30%),

371{100%), 366, 330(8%), 317(6%), 316{12.6%),
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315(48%), 309(2%), 295(4%), 294(8%], 293(28%)
237(13%), 209(1%), 195(2%), 181(2%), 178(4%),
165(3%), 152(2%), 132(2%), 128(2%), 119(20%),
115(5%), 103(12%), 77(11%)
CI-MS m/e(%) . 459(1%), 458(1%), 457(3%), 466, 4565{2%), 426(2%),
386(3.5%), 385, 384, 379(1%), 377(1%), 371, 370
{2.5%), 343{7%], 330, 309(49%), 281(2%), 2563(29%),

223, 158(2%), 119(100%)
X-ray diffraction : Cy;H,304Bry , M 536.7, Monaclinic, space group P2,fc, a
8.946(3), b 8.664(2), ¢ 47.025(9) °A, B 90.102) °, Z=4
nwilsznau 20 Tasesieeesansdszney 3,3 6-tribromo-8-hydroxy-5,7-di-

methoxyflavanone (160) annnnsAni tRERENIsNNIIERILIL

qaafaRend (Cray diffraction method)

Brig




un#i 3
panaznIsanlsena
nMsMgrsiaTaRsaatRnslsenan(12, 43, 69, 82, 83 uae 152-156)

fiandanaiareaanauusylaaselsfiuainsusdamavinnisuandas
sareduillasnmnafuuusmds  uwaslasunlnnefuuuwdonn agldans
1lsznay B-sitosterol {12), Benzyl benzoate (43), 3,4-dihydroxybenzaldehyde (156}, WAz
g1rtlsznauanlovens 7 @19 léud  5,7-dihydroxyflavone (chrysin) (83), 5
hydroxy-7-methoxyflavone (tectochrysin) (82), 5,7-dihydroxyflavanone {pinocembrin}
(69), 5-hydroxy-8,7-dimethoxyflavanone(152),  5-hydroxy-7,8-dimethoxyflavanone{153),
8-hydroxy-5,7-dimethoxyflavanone{154),  5,8-dihydroxy-7-methoxyflavanone(t68) LAY
gansusenauraniaueasd 2 @19iud19lsenay cyclohexene oxides 2 €195 fgrlad
wugaslaseaiie  lunsdiansimgnsinssaiaaegnsilsznaw(i2, 43, 69, 82,
83 uax152-156) 419 Fenameauintnsalnd deyanians@eniuuesiediend
maduaneiilfandioy mawuueyiug waznmsulFanisudeysiuass

| at = =] ¥ 2{'
At fsdinaasidsasialuil

1. nMswgnsiaseaserasassenay Bsitosterol (12)

angilszney (120 Whirewddlifld dasvaanwan 132134 “aiuauea)
W&@enfu Liebermann-Burchardt *s reagent ugnsdnilugnssenavdiwmasagas
(Macek, 1972) deueuifiaudasanis R upsNMR 1eed1silsznenii) (nnm

ar &t ] A =3 e
dsynay 23.24) fugnsshatheildan U. pupurea (RI5UNS wadrnans, 2525)

1 =t 24 &
WUIHUAIN mu@uﬂu‘}gﬂﬂ =Ny

99
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2. MEwgnstasaRs1eTada1Tlsenay Benzyl benzoate (43)

gssznay (43) ddnmaziurewramilaliidd anBunsenannaiu
S 1720 om” Failuufaanjmfuedasetadmes (nwisznau 26)
Hamdefunnilinstawandaulnniu 60 MHz w cDCl,  dsenaudadnoy
singlet aaalismatslu -CHAr 7 5533, dyqyrns multiplet aastsmanluasumon
Wil § 733743 uasdl & 788807 (nwilsvnau 26) e Bundinudeys
179 IR, NMR uag TLC aasgnsdsenay (43) fugnsdangnaiiden U, purpurea

(Kodpinid, 1984)  wudnilaonnmdleufuynsznis

3. NMIgesiageaseTasdslsznay 5,7-dihydroxyflavone(chrysin)
(83)
annlszneu 83 hweudedvias flqauanumas 290292 1 Wi
madutuaavaraieBnaaalsd  warlidwdeadumainiiden-nsanceuds

#u weainiuasssneuantauansd danlalaananinesiuaniunuganan

uaet A, (MeOH) 317(sh), 270, 213 nm.(nwilsznew 27) et AICI, uasNaOAc
wougandugadinsdenludadniianaenanfugeiu (AL 60, 7 nm A
(walsznen 2829) ugaein Ading fivaflansenGansnumis Cuaz ¢, andu
visnsngulnmiudiuundi 3480 uas 1660 em” wansdnglansandauazmjnriue
ﬁaﬁﬂ@ugmm (nwlsznay 31)
fawdafntifnstsuudaninasuaesarssznay ©3) 60MH2l4 CDCly+
dsDMSO Usznaudiandoyayios 2 doublet 389 Cs-‘Eﬂﬁ‘mu‘ﬁ §6.23 way Cyllmmau
7 5637, dryoyrnu singlet 104 C MUlsmawit & 6,53, dayeyIns multipet T8¢ 3747

o N

5" lusmaunl & 7.37-7.47, fyayned multiplet w89 2,6™- Tlsmeun § 7.737.90,
‘ : o o

&tyaund broad singlet 1aaviaflansandauas CTilsmann § 1033 wazdtyeyno

. 1 =y n=1| o ar 1 & (&)

singlet m@qmﬂam@nmawn@wuﬁﬂa‘[mmumwm‘m@ua‘ﬁ 8 12,67 (NN

- 2
sznay 320 WawFauifaudagyanis IR, UV, NMR uag TLC
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o o’ 1 nl . Y k1
fugissnadwfildanndauluens U, dulcis Dunal (5399904 UdA, 2532) Haanu

= s
wiHauiuynlsznng

4, msmgms‘imm%ﬁwmmeﬂsznfau 5-hydroxy-7-methoxyflavone
{tectochrysin}82)

gnatlsznay 82) urasudsdivias flqauaenman 162-163 %1 1d@en
fudrazanewaBnaaalsd warlidivdaadusintddus-nsanaednduians

I 3 & &r L I=J
daflugnalszneudantouesd  danmlalaeadinafunansauganauieai

A (MeOH) 312, 268, 212 nm.(walsznay 33) et AICl, UOLQANRIILAR
manderlUgadniiTianmeanBugei (AL 65 nm) Aetsang@i 377, 329, 281,
207 nm.(wilszney 34 usidladin NaOAe azliifiamsiiAtulasasunugn
nAwuLes (valsznay 35)  ugnednly Ading fwflansandsagiidumbs ¢, uas
anaudsusagulnafdiundi 1670 om’ Lﬂuuuuﬁ'mmmgmﬁfmﬁﬂﬁﬂ@uamm
(nwsenay 37)

fednfunniinesTaundanlnniuaesaislsznais2) 60 MHz) u CDCl,
+d,DMSO  Usenausaedoyny1ad singlet ﬂmqmgmﬁﬂn%ﬁ 5383 dygynd 2

4

doublet 484 Csl1lsmanii 8 6.27 uax CB—Iﬂ?m@uﬁ 8 6.40, drygynd singlet 184 C-
o o

Tilsmauit & 655, ftyeunnd multiplet 284 3”47 5"-Tulsmauh §7.357.47, dryeyand

R ‘=l . | = -A
multiplet 724 2”,6"Tilsnauh §7.707.87  uavdnne singlet ey lansandan
e I o d
awustlalnsiauiimganfuefiahl § 12.77 (nwilseneu 38 Waufuuniiny
3 & ar 1 A’ k3 &
fayanig IR, UV, NMR uaz TLC fudnsdatihediléiamn U rufa Blume (Auacld

i, 2627) azianumiiauimnilsznas

5. NSUIgRsiAseasIeradatslsenay 5,7-dihydroxyflavanone

{pinocembrin}{69)

18

gstlsznau 69 usawddafid  depuansivan 193-194% TR

mauiudrazaawafnaaalsd  wadlvdwaesaduiuiniiFan-nIsainaae
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dadh wansanflugnstszneuanluend  dasslalaananninuansunuge
AL A (MeOH) 327 (sh), 290, 210 nm.(nwilsznaw 39)  WaLGN AICL uAe
d yoie s d ;X
NaOAc unuganauuasiinndewlidainuidacmenanfigein (AL 21, 34 nm.
e e i . [ = el o T
AANANAL) (NWLISENBL 40, 41)  udRedn Aqing Rusflansendangirauwmia C,
-y o 0’54 '1 £ 1 & oy A
war ¢, A ndursadinaiuiunue 1630 om hauudweamjaniuetian
paURINR (NnLsenay 43)
fadefunniiAnslauudannadugasasilsyney 6960 MHz) T CDCI,
dsenaudedoyauitd  ABX system 189 C,C,lilsnauin § 2.82, 3.05 uaz 533,
o .
&ounund singlet 109 C, Collsmawd 8 592, dtyrynd singlet 9189 5 Tilsmauly
. "l . 1 =, ¢=J 1 [ 1 ar 1
Bring 1 8733  uavdnyunad singlet namylansandaninesiusylalniauiumy
o A 4 y
pfuedia 71 612,05 (nwilsvneu 44 ienBauwiaudayanie R, UV, NMR
o o ¥ cjl .
waz TLC waegnsusznau 69 ruanssadwinldandauluees U. dulcis Dunal

(3999304 WA, 2532) Havumileudumnulsznis

6. NsMIERsIASIAT NIRRT sENaY 5-hydroxy-6,7-dimethoxy-

flavanone (Onysilin}{152)
E Y
arnleznau (152) Whieawddindes dyanaanman 149160 %o TR
L ar oo L 2 = 35 ot o o A = 9o W
dniuansszaamafnaanlsd  waslidmdewduiudniid@us-nsanaeidu

wansdiiugnnlssnauvanlovens  dansllasndulanduuanaunuganay

WeRt A (MeOH) 346, 289, 237(sh), 213 nm.(wilsznaw 45) iewin AIC, unw
rndusadinndenlufdnmifiaueandugeiu ( AL 2 am) Aetsngd
366, 315, 225(sh), 207 nm.(wlsvnay 46) usilewin NaoAe aZlifinnasulfen
wilasuouauganAULES (NLSENaL 47) ugasdn  A-ing ﬁug‘lﬁmmn%ﬂﬂgjﬁ
s ¢, Tenaffusylalasauagiimmseiia  uszandursisaanlnpiy
TuLnis 3460 uaz 1650 em” Lﬂmmu@fmmm{lﬁim‘@n%auama;imﬁ"’mﬁmﬁﬂﬂua

R (MWL sznay 49)
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unggiinminaagnslsenay (152) meimaqmﬁmuﬁ mfe 300
(C,7H60) uavBasudasi m/e196 (CsHgO). 104 (CaHg) (AWLlszND1L 51) Fauflns
feautentas Adng Timmsandadnau 2 wjuazulansanaduon 1wy
AT B-ring ﬁiﬂﬁmﬁtmuﬁ‘lm wazanfaadsfunndinsTaudsnnady 60
MHz) Tu ¢DCl, dsznaudaudtyqind ABX system 289 Ca,cz-Iﬂsm@uﬁ 8 2.83,
3.03 uay 533, &Yy e 2 singlet TBMIIABNERINUIU 2 mﬁ 8 3.797 uaz
3.83, Ay s singlet m@qmﬂamﬂn%ﬁﬁ@ﬁmz‘laimmuﬁ’wz@%“mﬁﬂﬁ 5
12.86, Aty singlet 184 Cylrlemanlu Aring 7l 8603 uazAnaINad singlet
289 5 Tlemaiili Bing 71 733 (nwilsynay 50

Ufjfi3en methylation [ {CH,),S0, / K,CO, / (CHy),CO | umasnsilsvnav(152)
a¥lfiensrlsenay 5,6 7-trimethoxyflavanone(157) \hinewudieliild  fqavannivan
154-166 4 unasllnainaasdnsilsznay (157) meimﬂqmﬁfﬁ@ﬂuﬁ mfe 314
(C.H, O Jtnmialsznay 58) usranilawmdssunniifnislauuudanlnnineo MHz)
Tu cDCl, wudnyoyand 3 singlet 2RI LHFBNTATIUIU 3 mﬁ 83.797, 3.85 Ay
391 uazdtyoyad singlet uad Cylilsmaislu Aring 71 8630 (nwilszna 57)

anmisAnLsngnsaimaiaeansesiifiend ( Xray diffraction 184
a191senay (152) (NIANINN) WU Nfﬁgﬂfaﬂﬁluﬁ‘mU monoclinic, space group
P2./c, fimefreniaaailil a 9.7220) b7.475@); ¢ 20.255(6); °A
B 99.75(1)°, Z=4 anuanFAATvlasaFwnsenasduagnslsznay (152)
(nwilsznau 15) aviudiszunuawmmiundin (10, C(11), C(12), C(13), C{14)
C15) vinyu(dinedral angle)fuszuninasaunmiannalslandn(C(1),c2),C(3),C),
C(5), ClB), C(7), C®), C19), 01 Taeminam 79.7913) a9 uazasumauanmalsly
adniinsaseglugl sofa conformation Taefiduwmds c(1) finadlaneen
anszunamenmalsliain 040601) °A  uasihiustlalnnaufatunie
Tuluianaszudng HER) iU 0(2) HE).....0), 1.7713)°A1 wasiusylalnsiausyudn
Wang H).....0M), 239(2) °AF  ANNIANIANMILLINTIABLANARUNTE

TilassgErashianadei@and  vinldnaudnilngwsenisassyedi
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AU C6) usy C(7) s:uﬂuﬁﬂ@xnﬂué’qwgmmﬂ%aﬁ’a@mﬁ@ {C(6),0(4),C(16))
way {C(7), O), Cl17) %n%mqﬁqﬁ;l,’w'muaxfafg‘l,uszmuL‘E\‘ﬂqﬁ’mmmwﬂmﬂiﬁ
lapdn  Tneminagiussunuianinelslaa@niviniu 97.11(8) uaz 2.19(6) AR
AL mnﬁ@:;;amqmnﬁLsﬁﬁqﬁnmﬂu%qé’ummmﬁuﬁu‘im‘m'?ﬁwfaqma‘
1lsznaul (152) 1éAa  5-hydroxy-6,7-dimethoxyflavanone deuSeuandasanng
IR, UV uae NMR ffudsisenas Onysilin (Wu, et al., 1981) wudHANHuaenARES
Auynilsznns

nwilsznay 15 Targiee@naesanlsynay b-hydroxy-6,7-dimethoxyflavanone

&

(162) a1nnIIANEFaEAs NN nReauaasisdend (Xray

diffraction method)
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7. nnswngnsiaseaderasansilsznan 5- hydroxy-7,8-dimethoxy-
flavanone (153)

anstlszney (153) haewdagiindwdessan dqpuasuivad 100-101°%
TR dsaduiuansazanamaBnaaaled warlidmaaaduiuiniidas-nsaingae

Wt wgavidluansdsenatvanlouead  danmhlaamdulnpiiuansuny

@ﬂnﬁuumﬁ A (MeOH) 346, 290, 240(sh), 210 (Mwsznay 59) Jaidin Al
uouganiudsins@enludediifianmenatugily (A4 23 nm) Aerlsng
7 382, 313, 207 nm. (wszneL 60) WALEALAN NaOAG azlaifimenAeulag
IpaLaUgANEILEAAT (Milsznad 61)  uassinlu Ating Twyflansendaeg
fsumis o areustlalnsaufiminfiels  uazandunsusasilnaiy
fluLnisfl 3440, 1660 cm’” Lflmmuﬁi’m@wag‘l,ammn%mmzmgmé‘uaﬁaﬁﬂ@uﬂmm
(nwilsznayl 63)

unaailnainzesdnslseney  (163) LtamTuLﬂqma“’@muﬁ mfe 300
(C;;H 404 uavaeautaeh me 196 (CoHgOy), 104 (CHg)  (HiEnauLiagund Aing
ﬁﬁmgmﬁ@n%afﬁﬂmu 2 g uarmylaasandadnuon 1 vy Uay Bring ﬁiﬂﬁmﬁ
o) (awtdsznau 68)  annflaweRefuanilinistaunndannnii (6OMH2)
Tu cDCl, senauding dtyaunns ABX system 284 cs,cz-‘iﬂsmuﬁ & 2.86, 3.03
WAy 540, RKYoYInd 2 singlet UBIMIFANTAINIU 2 mgﬁ 5 3.78, 383,
Aryeyou singlet 184 Cﬁ-‘fﬂs‘muﬁ 8603, &uyns singlet w99 5 Tlsmaulu B
ing A & 733 uaedyayind singlet m@wzg‘lam@ﬂ%ﬂﬁdﬂﬁ’uﬁz’lﬁfimwuﬁ’umﬁ
pfuniledl & 1196 (wilsenau 64) WiewSeuidiaudayanta IR, UV, NMR, Ms
WATRAUABNIMANTRIEITLsENaY (163) Auansusznay S-hydroxy-7,8-dimethoxy-
flavanone fiz1e1dls Wollenweber, 1982) Hpanumifaufuynilsenns

uwananiilasesirerasanslssnanisd faansnsntududaaniedaned
aNg17Usenay  8-hydroxy-5,7-dimehoxyflavanone (164) Taeningnsisenay (154)

1 WU[N3EY methylation [(CHy,SO,/K,CO4(CH,,CO1  avldanslssnay
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v, ] =y ety
6,7,8,trimethoxyflavanone (168) amihgstlssnay (168)  wwnfjiisen
selective demethylation [AICL/CH,CN] { Jain, et al.1969) |fi@slenay 5-hydroxy-
7,8-dimethoxyflavanone (153} mué’mmﬁ mnﬁqfimuﬂﬂummmu {mixed melting

. cJ g ¢ o A 94 = 1 o=d
point) Tassnglsynayl (153) Aldannisdaasiziiumidannassnang wudden
] CJ -‘-‘é 9
iassudas  dWanfanfaudaganis 1R UV, NMR, MS usg TLC 289479

cj o c} = o
Usznay (153) Rldannisdaansiiunliainassugid azmiauiuyndsenis

8. NsMgRslAsIAsNURIEIslsEnal 8-hydroxy-5,7-dimethoxy-
flavanone (154}

@ . ® H
asilsznay (154) Hurewdadmadesdan dqauaeuan 166-168% 1R
mauniuansaraameBnasalsd  uarlidwdeaduiudnilidawnssinae
Wud  wgasiudlugnsdsznauanliuesd  dansblawssninafuuanaun
= = ]
AANAuNASn A, (MeOH) 350, 290, 245(sh), 211 nm.(nwisenau 800 wazidia
=x 1 &= A
WA AICL, waz NaOAc agldifamsniasuuilasuasunuganauies (nwiszney
I . ] ) = ci o 1 =
81,820 uanainlu Aqing luflwgflansendansinumds ¢,C,  uazangumsan
ar G'A '1 & 1 _y 1 & =y
auwnmindiuuudm 3300, 1675 em s snlansandauasuganfueiia

nwisznau 84)
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ungainafuraesslsznan  (154) meqimaqmi%‘ﬂﬂuﬁ mfe 300
(C, H, O uazBaautatil mie 196 (CH 04, 104 (CHy uBeeudanuns Aving
fivajwsendadnuon 2 wy ussmflansendasuan 1wy uas Bring Flaisivy]
Lmuﬁ‘lm(mwﬂ?zn@u g7y anfhirdafunnii@inslauwuudanlnnin 60 MHz)
lu cpel, Usenaudoadeyeyine ABX system 289 C&CZ-Tﬂiwauﬁ 8 2.83, 3.0 uay
537, Ky 0d 2 singlet TRIMINFANTAUM 2 mﬁ 5 3.83, 3.90, deueyntud
broad singlet mmmg"tamﬂn%aﬁﬁ‘hwm csﬁ §5.10, &eynyand singlet 1B
Coldsmaulu Aring #8607 wasdrynytd singlet a4 5 Tusmaulu Brring @s
730 (wisznev 85)

UfjfFen methylation [(CH,),SO,/K,CO4(CH),COl 1aeagLlaznanl 8hydroxy-
6,7-dimethoxyflavanone {154) azl@Agnssznay 5,7,8-trimethoxyflavanone(158} ﬂ‘ﬁm
WABHINAY 157-168 4 (lHSTUDA) anuuaainpiugegislszneu (168)
wanaluiananfiaauil mie 314 (€ H, O milsznan 72 uazilaadesfusmilin
lruudaulnnii (60 MHz) Tu cDcl, dsznavdaadeyyias ABX system 9189 C;,
CZ-Iﬂ?mfauﬁ & 2.84, 2.97 uay 540, Ayny e 3 singlet TRMINTANFAIUIY 3
mﬁ § 3.75, 3.87 usy 3.90, Ay u singlet 483 C hilsmaislu Ating #8607
uazdnyoyrnd singlet 489 6 Tlsmaulu Bring 75735 (misvneu 71 ule
Wieuifiaudayanie IR, UV, NMR, MS uazqavasuinaizegnslsznay (158)
fufisendld (Gupta,et al, 1981: Dhar,et al, 1983; Panichpol and Waterman, 1978)
Hponuiniieniunisenis

AT acetylation w89419Ls¥NAL  Shydroxy-5,7-dimethoxyflavanone(154)

Tnald (CH,COLO/Myridine azlf@sLsenay  8-acetyl5,7-dimethoxyflavanone(169)

-

flaavaaiman 96989 (Afusuamszasalsd) e ntlaadefunniifnistauud

aulnasu (60 MHz) Tu cbcl, Usznausandtyaiind singlet 2By acetyl AU

o o
193 § 222, &oynyrouw ABX system 489 C,,C,lilsmaun §2.79, 2.92 uay 5.34,
. 1 ] ° |A
&yeyns 2 singlet TaMVLfiNARNTa|NU 2 Wi 8 3.84 uar 3.87, Aynynd

. .4 .
singlet 189 Colilsmanlu Aqing 71 86.04  uavdtyey1d singlet an¢ 5 Tlsnau
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144 B ring 7§ 725 wilsvna 93) Lmzmn'féuﬂﬁ"\Lﬁ‘mmﬂnm%’wmmuﬁﬁ 1760,
1685 om LfluuuuﬁmngmfmﬁmmLfaam@'ﬁmzm;im?'u'aﬁaﬁﬁmuﬂq C,
nwisznau 92) Lﬁmﬂ?ﬂmﬁﬂuﬁj’mamﬁ NMR uaz IR 189815Usenau(164)
nay (159) Augisisznay  8-hydroxy-5,7-dimethoxyflavanone WAL 8-acetyl-6,7-
dimethoxyflavanone *?Jmmm‘lﬁi (Vieira,et al., 1980} ﬁmmmﬁ@uﬁ’unnﬂ?zm?

uanant  lasea¥eansdnsleznay (154) degunsaiudulfsaanisds

wapdannUiiesesanslsznan 2',3 dihydroxy-4”,6"-dimethoxychalcone(161)
. y y 4
fugnsazanes 5%H,50,1u EtOH  agldansulsznan (164) mudeants  (itawfFey
Waudayania IR, UV, NMR, MS, QAnaaniuainauuay TLCuna1slsznai(164)
T o AW v a s W
Alfannedaanmzitunliaangssuan® asmilawiuynusznig
Q & :} 1!
Tihueafaadu  anslsenen (154)  awnsnulaeuldatlugiluasans
y 4 y
Usznau (161) 18 Tmeld 20%KOH Tu MeOH  WiauBeuiiiaudayanis LV, IR,
A

NMR, MS (mwilszneu 101107 waz TLC sas@rsisznau (161) #ldatnnis

€ o cj = . o
Fannsiiunldannsssuand @wluees U, dulois Dunal)  HAsumilauriumn

ilsennsg
H
H
20% KOHMeOH M© J‘@
e e
-f———————
5% H,SO,/E1OH Me E

(154) (161)

Ufjisean Bromination [Bry/CHCY| 103813uU9enaL  8-hydroxy-5,7-dimethoxy-
flavanone (154) azlfgslsznay 3,3,6-tribromo-8-hydroxy-5, 7-dimethoxyflavanone
(160)  Slqeuanuan 182183 “4 (WEAR) AN EHMS unddulnainyesans
sznau (160) liwuTawananf@aeeu usnUgaautawa MH BT A e 454
wdsznau 1111 lweaden CHMS widdilanfuaasansilsznan (160)

' o 3 = 1 79 n':i
flainuliananBeeu  winuasusteswes (MH Br+H] 7 mie 455, 457 UL
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IMH BreHI' 7 m/e 455, 457, 459 (nwdsznen 112)  annflatpdefunnilfinuts
weudadnmiu (500 MHz) ‘lu CDCl, Usznauding dryauned singlet AaIVIIHEAN
FRIW 2 mﬁ‘ﬁ 3 3.90 uax 4.075, Aynunu singlet 189 C,llmau 78 5325,
deyayned singlet mmmg”l,amﬂn%ﬁﬁmmﬂq Csﬁ 0 5.46, &ynyand multiplet U89
3 4 5 Tlspeuly B ring A O 750  uasdtyeyans doublet of doublet wee 27,6 -
WomenluBring # 8775 leifin 0,0 asluassathalsngindiyoyios

. o
singlet waeualansandahn O 5.46 wellil (nwilsrnaw09,110)

Br, / CHCl,

room temp., 1 h.

anmsnisngnisaimedeanmessidiend (ray difraction mehod)
989417152naL 3,3 6-tribromo-8-hydroxy-5,7-dimethoxyflavanone (160) WLAMKAN
@gjcl,u?zuu monoclinic, space group FP2./c, a 8.946(3); b 8.664(2); ¢ 47.025(9) °A;
B =90.102°% z=4 anmspswilasainell 2 luanarasgrsdsznau (160)
fifluBasy (two independence molecules) agflularsanAaluians A uaz 8 u
Tuana A svsnuseumaLUEY (C(1), C2), C3), C4),Cl6), CEWInamiLsTINY
gavsumaaninalsleafin - {C(7),C(8),C(9),C110),C(11),C(12),C(13),C(14),C(15),O(1)
Tnevian 126.7@) a9 uazaawawannelslardniinisiadaliaglugl half-
chair conformation ‘Emﬂﬁfazmm C(7) uazCi8) ﬁmawﬁmmwa*anmm*zmmqLLmu
e lslaafnwindy 0.345(1) uay -0.484(1) °A  maNasY (Nwisznau 21)
mm::ﬁ'l‘imaqa B frUIAwaMLLTNAUTsnUTetsmauEnivnals
Tapdnwindy 55.27(3) a1 uavasunauammalslaadniinstnsaatlugyl hal-
chair conformation (N Wisenau 22) Tmﬂﬁ@mﬂu C{7) uaz C(8) ﬁma‘tﬁmmu@ﬂﬂ
anszunLasimanianivalslaadn -0.326(1) uaz 0.466(1)°A PNAL €ouszuy

1 A =y iﬂ’/ ar
‘ll@\i'lﬁﬁ;{LL“r’luWLNﬁ’ﬂﬂ‘ﬁﬂlﬁiﬂlﬂf}ﬂ A uar B /AR nNUITHIUNUMIU
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iamwelslaadn eteannluanaus ( @silsynon(ise) ) Tnefiszuntiramajun
fwsandans 2 aglussunuifaefussnurasamauavvelslaadn szuLzes
mgumuﬁmﬁﬂﬂ%aﬁh 2 luluiana A agiyuifuszunuressumanivalslaadn
Winfu 90.11(7) usy 94.89(7) et dwmdtiluluians B asvinyayiniu 91.30(8)
LAY 82.17(8) BIAY FNNATL AMNNANEIAIMNLLLBLANATaUN e T
Tuanadasfidiandwudnlnsairegnslszney (160) svneudoenznanlusiu
RTUIU 3 BLAAY %a@gjﬁﬁmmﬂq C(12) 4man 1 BxmaN uASTIs UMY CB) Aruau

2 AZAAN FIHKTAU
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nwilsznau 21 Tasadsluana A seu@natstsznay 3,3,6-tribromo-g-
hydroxy-5,7-dimethoxyflavanone (160) (;laimu@szau’laimmu)

.
‘Vi‘ﬂgﬂugﬂ half-chair conformation

Ci6A

O Ccsh o

ciin

Br2A

awdsznau 22 Tassafiiuana B 1aan@nansdszney 3,3,6-tibromos-
hydroxy~5,7-dimethoxyﬂavanoneﬂ60)(‘13i5"334'azm@ullﬂtmm‘u)

‘4 L
itilugil hatf-chair conformation

ci68 e

U f\"\ /\%J\l \II BriB c38
04B S /_/
B138 C)KH/F/;; fodi1:]

c178

Br2B
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mn%’faaﬂmqmﬂ‘gmmummé’q%mn&ﬁ ( X-ray diffraction ) 789€17Lszn81

8-hydroxy-5, 7-dimethoxyflavanone(154){NNANLAN) wurjwﬁnfﬂfﬂuﬁwu monoclinic,
space group C2/c, FamnTiefre it aaiial a 36.8586) b 65970(1); o
12.145(2)°A; B 10125(2)° ; =8 ansamidiamzilansaitmendlsduasans
sznay (154N NLssnaL16a) AZidIUNLIRUMIMILINTY {C(1),C(2),C(3).CH4),
CiB), ClB)} iayu(dihedral angle) fussinuianinalslaaAN(C(7),C(8),C(9.C(10}, Cl11],
C(12), C(13), C14), C(15), O Taeminyuiiy 72.283) g uazasmataninalsls
aaniinsdiadalilaglugy sofa conformation (nawdsznaw 16b) Tnemsumiac)
fimsdloaueenanssnuaninelslaa@in 036°A  szunLTajmBanazyy
AesTunll (C{11), O), CUB LAY (C13), O, CHTH Fesvuuia 2 azagluszin
Beafussnuannelslandn  Tnedguiussuusesamauanimeislandn
WL 4.19(9) URZ 0.12(7) BIAIMINATAL  AINNITANHIANNMINIALIRSELEN
araumelulasaisluanadonisdend ynlsimsniimlaasendaati
AU C(14) mnﬁmﬂamqL'aﬂﬁiL?ﬁﬁqﬁﬂd'}fﬂuiﬁqﬁummmﬁuﬁuimqﬁ%‘ﬂa

yaednsUsenay (154) 1HAe 8-hydroxy-5,7-dimethoxyflavanone
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awilsznay 16a  Tasvaisresaslseneil 8-hydroxy-5,7-dimethoxyflavanone

(164) (X-ray diffraction method)

awdsznay 16b IanegFrenesasdsznan 8-hydroxy-5,7-dimethoxyflavanone

4 ,
(154) fimeflugy! sofa conformaion {lisanasmenlalnaiau)
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9. nsmgasiasedsisasaslsznay 5,8-dihydroxy-7-methoxy-

flavanone (isowoganin) (155)
ansisznen (155)  ifhreaudephdndmans  deansenmas 239-240 4

wsues)  sansialaassiinniuusnsunuganiunaii A, (MeOH) 365,292,

-
246 (sh), 207 nm.nwilsznen 113) dleldn Alck unuganduuasinaniaesl
e iiAns e aARLgeTs ( AL 23 nm) Amlsangfi 430, 315, 207 nm.(n W
Usvneu 114 widiletiin NaOAc agliifiamsulAmulasresunuiganiuuas
(nwilsenay 1150 udmedn Aring ﬁmg’lam’an%mﬁﬁmmm o Sarievisy
lalasauiimjanfuadla Lz sngnaINTuUueR 3260, 1660 cm’
wesiionylansandanazmjiueiaiinaugng (mwisznet 117)

unaanlnaiurasansdsznay (155) meiumquﬁﬂfauﬁ mle 286
(CyH140) uavaaaueaeh mfe 182 (CeHOg): 209 (CoHeO). 104 (CgHy HluBnau
toB1e9 Ading imlaasendad oy 2 wuasmjmsandadiuou 1wy, Aoeu
iat90IMH(Bring]l way Bring Alsifmjunuiilaginiwilseney 119) aanflaweied
winilinslauuudadnaiuuasanslsznan (156) dsenaudon &gyoyind  ABX
system 1849 Cs,CZ-Tﬂ?mfauﬁ 8 2.86, 3.07 way 540, Aryrynnd singlet FRAIMLLUSAN
Faauau 1 mﬁ 5386, Arynynu singlet w84 Cﬁ-Tﬂsmfauﬁ 56.06, Anyeyand
singlet 994 & Tsnaulu B ring 718733 uazdryeyed singlet mmmﬂﬁm@n%ﬁ
reustlalasauiumjanfuedladl & 11.65 (nmdszney 118 danRauiey
Tayan™| UV, NMR uaz MS 1eeansiissnay (155) fi isowogonin (Wollenweber,
1982 ; Scheele and Wollenweber, 1987) Havamiilauiunnilsznis

wanannt Tassekmesansszney (155 desnmnsafhuiilfannnnsds
wIzdaIngnslsenay Shydroxy-5,7-dimethoxyflavanone (164) Tagiingngilsenayl
(154) NWNUIFT3e selective demethylation [AICI/CH,CN]  avlfiansilsynay 6,8
dihydroxy-7-methoxyflavanone{155) ANARINT ’Q’lﬂﬁ’l%ﬁﬂ'ﬁ]Mﬁﬂ%ﬂMﬂﬁﬁ’lﬁ‘
Usvnay (155) Aldannsdanmesiiufldanassuaninudn Srbinaauulag

waziiaiFuufiaudayanis NMR, MS uay TLC 9aasisilsynayl (155)
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A 2 -« ] k24 = &
Pldannmedunrziuazilfanasmeid dasumileuimnilssnis

10. nswgnsiaseasrsrasasdsznay 3,4-dihydroxybenzaldehyde
(156)

dnssznan (156 hweadeithma  fiqavaeaman 148150 %4 1@
JenfuansazaraaBoaaslsd  uaaeiniuansdsznauues Aundsusne
awnasufituns@ 5300,1660 o’ Thunsrealansendafinariusylalanan
meluluanauazuypnfueila (nwdsznaw 123)

HuedsfunniiBnesTauwuudaninasueo MHz) T CDCL+CD,COCD Usznay
faedtyaynns singlet wastilsmaniignumle 57 870, dyaynd singlet ga4lils
peuFLMe 2 7 8 7.13, deysunnd multiplet aaalilsmeuiiFnumia 6 7 8733
7.46, Keyoyneu broad mm‘lﬂm@u‘lumg‘lammn%ﬁa 817 Uuazdnynad singlet
analilsneuluvsdanlan & 9.87 (nwisznew 124,125)

“c NMR slandilu cDCI+CD,0D sznaudas ﬁ’rytywmmqmé’muﬁ
Fumie 5 8 114.25, ﬁ’mtmmraqmﬁfmuﬁﬁfnmﬁq 2 7 8 116.18, Aryeynod
gaepnfUauifumia 6 71 5 12604, ﬁmmqmmmmi‘uauﬁﬁmmm 198
129.61, ﬁﬂ;ﬂ;ﬁmﬂmm?’uwﬁﬁmmm 371 & 14549, f?cgfmmmmmfmuﬁ
Faumide 4 7 S 152.03, Lmzﬁ”tyrmmm@qmﬁmulumgé’aﬁiaﬁﬁ 8 192.13 (NN
sznay 126)

WenBuudeudayania IR ey NMR 1e96191ls2nev1s6) fugisisznas
3 4-dihydroxybenzaidehyde #1ldaneandlEli Aldrich IR spectra WA Aldrich NMR

spectra WudHANMMMHENWYNLITNNg
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Table 14 Crystal data and structure refinement for B-hydroxy-6,7-dimethoxy-

flavanone (162)

Empirical formula C;7H160s5
Formula weight 300.30
Temperature 293(2) K
Wavelength 0.71073 A
Crystal system Monoclinic
Space group P2jc
Unit cell dimensions a=97223) A 0l=90°
b =747502) A, B = 99.75(1) °
¢ = 20.255(5) A; Y = 90 °
Volume 145077) A
Z 4
Density (Calculated) 1375 Mg/m’
Absorption cosfficient 0.101 mm‘1
F(000) 632
Crystal size 0.36 x 0.48 x 0.62 mm.
Theta range for data collection 2.04 to 27.52 ©
Index ranges A<=h,=12, -1<=K<=9, -26<=1<=26
Reflections collected 4460
Independent reflections 3305 (R{int) = 0.0418]
Refinement method Full-matrix least-squares on F2
Final R indices { I>2sigma (1) | R, = 0.0517, wR, = 0.1516

R indice (all data) R, = 0.0698, WR, = 0.1655
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Table 156 Bond lengths (A) for 5-hydroxy-6,7-dimethoxyflavanone (152)

Bond tengths Bond lengths
O(1) - C(9) 1.363(2) Ci4) - C9) 1.404(2)
0{1) - C{1) 1.443(2) Ci4) - C{5) 1.416(2)
0(2) - C(3) 1.235(2) C(5) - C(6) 1.375(3}
03) - C(5) 1.350(2} C6) - C(7) 1.403(2)
O(4) - C(6) 1.376(2) C(7) - C(8) 1.389(2)
0{4) - C(16) 1.414(3) C(8) - C{9) 1.377(2)
O(5) - C{7) 1.350(2) C(10} - C{11) 1.378(3)
O(5) - C{17) 1.431(3) C(10) - C(15) 1.383(3)
C(1) - C10) 1.604(2) Cl11) - C{12) 1.377(3)
C(1) - C{2) 1.510(3} C{12) - C{13) 1.368(4)
'C(2) - C(3) 1.501(3} C{13} - C(14) 1.369(4)
C(3) - C(4) 1.441(2) C14) - C{18) | 1.379(3)
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Table 16 Angles (degree) for 6-hydroxy-6,7-dimethoxyflavanone (152}

Angles {degres)

Angles (degree)

C{9)-0(1)-C(1)
C{6)-0(4)-C(16)
C(7)-0(5)-C(17)
O(N-C{1)-C(10)
O(1}-C(1)-C(2)
C(10}-C{1)-C(2)
CE)-C(2)-c1)
0{2)-C3)-Cl4)
0(2)-C3)-C{2)
C(4)-C(3)-C(2)
C{9)-Cl4)-C(5)
C(9)-Cl4}-C3)
C(5)-C{4)-C3)
O(3)-C(8}-C(6)
0(3)-C(6)-Ci4)
C(6)-C(5)-Cl4)
C{6)-C(6)-O(4)

116.61(13)
114.8(2)
118.1(2)
107.62(14)
110.3(2)
113.3(2)
111.7(2)
122.5(2)
121.2{2)
116.3(2)
118.0(2)
120.5(2)
121.4(2)
118.8{2)
120.3(2)
120.9(2)
120.3(2)

C(6)-C(6)-C(7)
0(4)-Cle}-C(7)
O(5)-C{7)-C(8)
O(6)-C(7)-C(6)
C(8)-C{7-Cl6)
C{9)-C@8)-C(7)
O(1)-C(9)-C(8)
O{1)-C(9)-C4)
C(8)-Cl9)-Cld)
C(11)-C(10}-C(15)
C(11)-C(101-C(1)
C{15)-C(10)-C(1)
C(12)-C(11)-C(10}
C{13)-C{12)-C{11)
C(14)-C{13}-C(12)
C(13)-C(14)-C(15)
ci 4);C(1 5)-C(10}

119.4(2)
120.2(2)
124.0(2)
115.1(2)
121.0(2)
119.1(2)
117.0(2)
121.3(2)
121.7(2)
118.6(2)
122.2(2)
118.2(2)
120.7{2)
120.1{2)
119.8(2)
120.8(2)
120.0(2)

Dihedral angles formed by LSQ -

plane - plane

1 2

Ring 1:

angle (e.s.d.)
78.11(0.05)

Sofa conformation

planes
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Table 17 Hydrogen coordinate { X 104 ) and isotropic displacement parameters

(A2x1 03) for B-hydroxy-8,7-dimethoxyflavanone (152)

X Y z Uleq)
H(30} 4263 (27} -3071{36) 3682(13} 68(7)
H(1) 7733(22) 1232(31) 4058(11) 56(6)
H(2A) 7553(26} -444(32) 3040(12) 63(6}
H(2B) 6205(33) 807(43) 2694{16) 98{9)
H(8) 4304(23) 3770(34) 4466{11) 60(6)
HO11) 6685(29) 4174(3b) 2639(13) 76(7)
H{12) 8147(27) 6121(39) 2260(13) 76(8)
H(13) 10481(28) 6389(40} 2635(13} 85(8)
H(14) 11287(31) 4448(36) 3636(14} 81(8)
H{16) 9849(28) 2439(38) 3963(14) 77(8)
H(16A} 282(51) -542(76) 4377(25) 161(19)
H(16B) 173(43) -2331(67) 4546(20) 128(12)
H{16C) 941(48) -1986(65) 3946(23) 1656(17)
H(17A) 2366(29) 4873(41) 4870{(14) 85(8)
H(17B) 3481(31) 4161(38) 5497(14) 84(8)
H(17C) 1807(31} 4220(38) 5491(15) 88(8)

Possible hydrogen bonds in 5-hydroxy-6,7-dimethoxyflavanone

Donor - H Donor......Acceptor Acceptor  Donor - H......Acceptor
03 - H30 03....02 {0 H30 .....02 (0} 03 - H30....02 (0}
0.874(.028) 2.588(.003) 1.765{.028) 166.04{2.65)

C1 - H1 C1 ... o4 () HT .....04 (1) Ct-H1 ... o4 (1)
1.048 (.021) 3.308(.003} 2.390(.023) 145.45(1.68)
Equivalent positions: (0} x,y,z 1) -x+1, -y, -z+1
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Crystal data and structure refinement for 8-hydroxy-b,7-dimethoxyflavanone (154)

Cell dimensions a b ¢ alpha beta ganaa
36,8580  6.5970  [2.1450  90.0000 101.2500  90.0000
0050 L0020 0012 L0100 000 L0090

a¥ bt ct alphat betat  gammat
0277 .1516 L0840 90,0000 78,7500 90.0000

Cell volume 2896, 341 .928
Space group -6 2%
Crystal axes nonoclinic b ' \
lattice type centrosyametric c
Total synops 8
Synops on the bdf:
1 %, ty, tz
2 -X, 1y, if2-2
Radiation wavelength .71073 1 Xrays

Expected Cell Contents

Humber Type At.Wi. At.Ho. Electrons Band R. Cont.R. "
136 € 12.0} & [ J100 2,020 002,002
128 H 1.0t 1 1 G100 1,620 L000 000

40 0 16.00 8 3 40 1,990 008 .006

Holecular content of cell 8.0

Calculated density 1.377 megagrans per cubic netre
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Table 18 Atomic Positional and Isotropic Displacement Parameters for

8-hydroxy-b, 7-dimethoxyflavanone (154}

Atomic Positional and Isotropic Displacement Parameters

—— Tt v M o o k rm dt A A Ay S8 A G M M AT TR M W T e b Gt e e ey Ay o o — o —— ——— oy

x/a yv/b z/¢ U
o(1) -0.13708 0.09735 -0.01697 * (0.0482
0(2) -0.12218 -0.27730 ~0.27194 * 0.0575
0(3) -0.07146 -0.00816 -0.31684 * 0.0486
0{(4) -0.04987 0.56980 -0.06893 * 0.0572
0(5) -0.09763 0.43165 0.04648" * 0,0613
c(1) -0,20719 -0.00698 0.03622 * 0.0697
c(2) -0.23457 -0.02527 0.09708 ¥ 0.0789
Cc{3) -0.23262 -0.177386 0.17517 * 0,0733
c{4) ~0,20209 -0.29852 0.19344 * 0.0867
c(5) ~-0.17518 -0.28186 0.13079 * 0.0705
c(6) -0.17691 -0.13131 0.05164 ¥ 0.0518
c(7) -0.14664 -0.11600 -0.01433 ¥ 0,0506
C(8) -0.15573 -0.19536 -0.13161 * 0,0547
H{8A) -0.1784 -0.1339 ~0.1693 0.080
H({8B) -0.1599 -0.3388 -0.1291 0.080
c(9) ~0.12661 -0.15669 -0.19922 ¥ 0.0455
c(10) -0.10485 0.02979 -0.17036 ¥ 0.0396
C(11} -0.07829 0.10340 ~-0.22807 ¥ 0.0399
c(12) ~0,06047 0.28609 -0.,19954 * 0.0433
c(13) -0.06700 0.39309 -0.10656 ¥ 0,0422
c{14) -0.09261 0.32532 ~0.04564 * 0,0470
c(15) -0.11194 0.14632 -0.07874 ¥ 0.0386
c(16) ~0.04659 0.07221 -0.38197 * 0,0511
c(17) ~0.,02405 0.65292 -0.12939 * 0.0626
H(1) -0.2058 0.1048 ~0.,0149 0.088
H{2) -0,2525 0.0638 0.0845 0.082
H(3) -0.2552 ~0.1775 0.2282 0.061
H{4) -0.2158 -0.4520 0.1876 0.269
H(S) -0.1514 -0.3740 0.1390 0.088
H(7) -0.1220 -0.1807 0.0364 0,073
H({12) -0.0387 0.3217 -0.2357 0.038
H(16A) -0.0260 0.0801 -0.3395 0.063
H(16B) -~0.0558 0.2086 -0.4154 0.050
H(16C) -0.0464 -0.0457 ~-0,4495 0.042
H(17A) -0.0008 0.5702 ~0.1351 0.046
H(17B) -0.0156 0.7875 -0.0987 0.086
H{17C) -0.0344 0.6522 -0.2091 0.075
H{50) -0.1040 0.3353 0.1019 0.123
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Bond Angles (degrees)
c(7)-0(1)~C{15) 116.291(2)
c({11)-0(3)-C(16) 118.32(1)
c(13)-0(4)-C(17) 118.068(5)
c(14)-0(5)~-H(50) 108.48(2)
c(2)-Cc(1)-C(6) 122.777(6)
c({2)-c{1)-H(1) 123.239(5)
c(6)-Cc{1}~-H(1) 113.57(1)
c(1)-c(2)-C(3) 119.547(4)
C{1)~C(2)-H(2)} 117.184(7)
Cc(3)-c(2)-H(2) 123.26{1)
c(2)-C(3)-C(4) 118.128(8)
C(2)-C(3)-H(3) 116.286(5)
C{4)-C(3)-H(3) 125.026(5)
C{3)-C(4)-C(5) 121.864(6)
Cc(3)-C{4)~H(4) 99.89(2)
C(5)-C{4)-1{4) 113.651(4)
c(4)-C(5)-C(6) 120.491(4 )
C(4)-C(5)-H(S) 125.484(6)
C(6)-C(5)-H(S) 113.987(9)
c{1)-c(6)-C{5) 117.00(1)
c{1)-Cc{6)-C(7) 123.983(6)
c({5)-Cc(6)-C(7) 118.989(4)
o(1)-c(7)-C(6) 106.629(3)
o(1)-Cc(7)-c(8) 109.204(6)
o(1)-C(7)-H(7) 102.396(9)
c(6)~C(7)-C(8) 115.756(5)
c{6)~-C(7)-H(7) 107.417(5)
c{8)-C(7)-H(7) 114.352(8)
C(7)-C(8)-H(8A) 108.602(8)
C(7)-C(8)-H(8B) 108.858(6)
C{7)-C(8)-C(9) 114.370(5)
H(8A)-C(8)-H(8B) 107.629(9)
H(8A)-C(8)-C(9) 108.477(6)
H(8B)-C(8)-C(9) 108.704(2)

0(2)-Cc{9)-C(8) . 119.79(1)




Table 19 Bond Angles (degree} for (154) (continued)

0(2)-C{9)-C(10)
C{8)-C(9)-C(10)
C(9)-C(10)~-C(11}
C(9)~C(10)-C{(15)
c{11)~-c(10)-C(15)
o(3)-Cc{11)~C(10)
0(3)-C(11)}-C(12)
C(10)-C(11)-C(12)
c(11)}-c{12)-C{13)
C(i1)-C(12)-H{12)
C(13)-C(12)-H(12)
0{4)-C(13)-C(12)
0(4)-C(13)-C(14)
C(12)-c(13)-C(14)
0(5)-Cc(14)-c(13)
0(5)-C(14)-C(15)
C(13)-Cc{(14)-C(15)
0{1)~-C{15)-Cc(10)
0(1)-C(15)-C(14)
C(10)-C(15)~C(14)
0(3)-C(16)-H{16A)
0(3)-C(16)-H{16B)
0(3})-C(16}~H{16C)
H(16A)-C(16)-H(16B)
H{16A)-C(16)-H(16C)
H{16B)-C(16)-H(16C)
0{4)-C(17)-H(174)
0(4)-C(17)-H(17B)
0(4)-C(17)-H(17C)
H(17A)-C({17}-H(17B)
H{17A)-C(17)~-H(17C)
H{17B)-C(17)-H(17C)

124,

115.

124,
117.
117,
117.
120,
121,
119,
118.
120.
124,
114,
120.
119.
121.
118.
124,
114,
121,
106.
110,
104,
112,
110,
111,
118,
110,
109,
107.

9s.
114.
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Table 20 Bond Distances (Angstroms) for 8-hydroxy-5,7-dimethoxyflavanone (154)

Bond Distances (Angstroms)

0(1)-c(7) 1.4528(4)
0(1)-Cc(15) 1.3405(0)
0(2)-Cc(9) 1.2231(2)
0(3)-C(11)} 1.3687(1)
0(3}-c{16)} 1.4248(0)
0(4)-C(13) 1.3616(3)
0(4)-C(17) 1.4206(0)
0(5)~-C{14) 1.3634(1)
0(5)-H(50) .9878(1)
c(1)-c(2) 1.3676(0)
c(1)-c(6) 1.3682(2)
c{1)-H(1) L9716(2)
c(2)-C(3) 1.3729(2)
c{2)-H(2) .8746(1)
c(3)-c(4) 1.3627(1)
C(3)-H{3) 1.1460(0)
C(4)~C(3) 1.3672(0)
C(4)-H(4) 1.1267(3)
c(5)-C(6) 1.3750(2)
c(5)-H(5) 1.0546(1)
c(6)-C(7) 1.4986(0)
Cc({7)-C(8) 1.4930(1)
c(7)-H(7) 1.0815(0)
C(8)-H(8A) 9600(0)
C(8)-H(8B) 9600(3)
C(8)-C(9) 1.4951(0)
c{9)-Cc(10) 1.4730(3)
c(10)-c(11) 1.3975(0)
c(10)-c(15) 1.4181(2)
c(11)-c(12) 1.3839(3)
¢(12)-C(13) 1.3919(1)
c(12)-H{12) 1.0153(0)
C(13)-C(14) 1.3823(0)
c({14)-c(15) 1.3971(3)
C{16)~H(16A) 8331(0)
C{16)-H(16B) 1.0180(2)
C(16)-H(16C) 1.1313(2)
C{17)~H{174) 1.0290(0)
C{17)-H(17B) 9895(2)
C{17)-H(17C) 9682(0)
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