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Phattrapoom Limnusont. (2007). Study on chemical constituents from the root of
Garcinia cowa, Master thesis, M.Sc. (Chemistry). Bangkok : Graduated School,
Srinakharinwirot University. Advisor : Assoc. Prof. Dr. Piniti Rattananugul,

Advisor : Assoc. Prof. Dr. Sunit Suksamrarn.

The root of Garcinia cowa collected from Jantaburi province was extracted and
purified by chromatography techniques. This led to the isolation of six known compounds,
a mixture of fsitosterol and sitgmasterol, cowanin, cowagarcinone E, 1,3,6-trihydroxy-7-
methoxy-8-(3,7-dimethyl-2,6-octadienyl)xanthone, cowaxanthone, and cowanol. The
structures of all compounds were elucidated by analysis of their spectroscopic data and by

comparison with the reported values of the known compounds.
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Y
7 A

25923 uay 15.50, 13.25, 10.0 1ag 0.0 mm 1UIWABUYD S. aureus A1VRUTNADYT penicillin

a

AWAINY

9 =) = Y 7 & 3
AT 1 ﬁuay’mﬂiﬂumﬂmaumuquaﬂmwm clear zone (mm) TUIUAY%D

4

Staphylococcus aureus 2 MINUT

]

Concentration S.aureus ATCC25923 S.aureus penicillin-resistant
pg / mL cowanin (3) cowanol (4) cowanin (3) cowanol (4)
1,000 13.50 15.25 12.75 15.5
100 12.25 14.25 12 13.25
10 0 11 0 10
1 0 0 0 0




amilsznou 2 gasinseaieuednslsenou cowanol (4), 1,3,6-trihydroxy-7-methoxy-2,5-
bis(3-methyl-2-butenyl)xanthone (5) 8% norcowanin (6)

'
a =

aa a J
AUAINGAI HazAUdUY (Likhitwitayawuid; et al. 1997: 1299-1301) AnbivAllsznew
' v & ' { o s 7
munfivesdiuanadu EOH nndimaldeonduszuisimininnaungnumans gwiasnsol
a [ a 1Y 4 a a’ o
wininendes  TaoldnatdalasuInnswiluouaedid  lumsuenanslduigns  sldldans

ueyu Inuwialv Ao 7-O-methylgarcinone E (7)

avnINgAl uazﬂué‘uq (Likhitwitayawuid; et al. 1998: 70-72) 11 xanthone 5 ¥HA Ao
7-O-methylgarcinone E (7), cowaxanthone (2), cowanin (3), cowanol (4) 48 S-mangostin (8) 14
ﬁﬂmqm%{iumiﬁugwﬁy@ Plasmodium falciparum Sufusunaveslsmnanse Tasiinsnadoy
lunasanaaemuiansia 5 wiia Jm IC,, 1NN 2.50, 1.50, 3.00, 1.60 L@ 3.00 pg/mL

o o £ g SAa . X 1Y ' X & A
fUAAY Gml,ﬂuqmmmw pyrimethamine LANBDYNIT chloroquine HIUA IC, ) = 2.80 Lag 0.03

pg/mL AINa1AL



mnilsznou 3 thma%’nmmmiﬂizﬂau 7-O-methylgarcinone E (7) 48¢ S-mangostin (8)

4
U1 91011051 BazEINITIHeY (Jena; Jayaprakasha; & Sakariah. 2002: 3431-3434.) ANy
a a 4 { < v v o
Ysmnansadunidvedluan waaa wazilfeonmauievesduszunaiinuannigdady  Usvna
a = v Y 3’ ) o J ay I = o
duae Tagmsanaalelon (120 °C anudu 15 Youadaen1319id funai 20-30 ¥1H) HaI91n
:ll 1 o Y] 1 § I )
udunldenudazgminnananelag 19 Soxhlet extractor 114 acetone 1oz MeOH Hudain
° o a o s a ~
azang (60 °C 8 H11ud) 1M AAIITHRlIznounsadunsdlaslylasu Innsilveunad
a, Y a 4 [ 1

AVTTOULG HaZITNTA-UE TaATHU NUNTADUNTONEN A (-)-hydroxycitric acid (9) Tudn

4 Y v
anaduiivedluae maaa vazlaenwaniia Usua 1.7, 2.3 vag 12.7% awdey uenani
[ a a A Y . . . . .. .
ganunsadunsdou laun (-)-hydroxycitric acid lactone (10), oxalic acid (11) K@ citric acid (12)

Tul5unananilos

Toan 9181151951 a3 IU1 uazan131e (Joseph; Jayaprakasha; Selvi; Jena &
Y
Sakariah. 2005: 153-160.) ihd@audanasnuldenmayzuiaiedu hexane taz CH,CL, MANY
2 v ' P 2
OB luMsouasy aflatoxin Bl Na3191aei¥os1 Aspergillus flavus  Uazgns lumsauoyya
1 4 A '
8a5z e ldainananiaeaduinaNuuTy 500 ppm  YTWIWUVEINHIZTAAAIN  3.03 pg/mL
& o w A . v @ o
Wu 211 uag 174 pg/mL Mudey ilomuanududuvesauanansaessuiy 1,000 ppm
a A A 9 d? 3 o W a
aunsoantSnavesiviaiisluadliiy 0075 war 031 pgmL MwEAy vazaailsuna

A Ny A qua v o A v v
Ny 1d 100% ielFarvaiansaesiaNudutU 2,000 ppm  (MIC=2,000 ppm)



i1 Y 4
worhdmanadyu  hexane war CHCL  anldmadougnilumsdueyyaddss la
4 9 v
phosphomolyb denum method WU AIUANANIADIF U antioxidant capacity N 2681+ 7.65 uae
2634 + 12.0 pmoles VDY ascorbic acid / g VOIEIUANA tazilpiinnageuaNuaIIolums
F o aa o . . o 1 A A A A qu
Wuaiias e ferricyanide method LAZIANINITAANAUNAIINYIIAAY 700 nm wuuile ¥

' @ 09.: 09/’ { 1 A d o w
dauanangesuniianududu 400 ppm AMsganavaziNIy 1.858 1ag 2.229 s ey

Y] Y] 4 4 o
UMYBIAN FIHNY LazNGao3 (Mahabusarakum; Chairerk & Taylor. 2005: 1108-1153)
P \ v o {2 v o
Any1eanlszapumaunlveadiuana®y  acetone  9INYNAAVDIAUFLUINAVIINIINA
~ o Y a Q( a = [ 4
UATAIBIINTY  Msuenas g laemaiin lasun Innawluuoaeauyl  uazIasunIn-
= d' a ] a A .
nswiuu@ee1e wuasuwuInu ¥Halvy 5 ¥ila Ao cowagarcinone A-E (13-17) Lagd1s iy
' = Y A a = .
ﬂ’qmwuiﬂu NAYNUUAIDN 6 YUA AD cowanin (3), cowanol (4), cowaxanthone (2), 1,3,6-
trihydroxy-7-methoxy-2,5-bis(3-methyl-2-butenyl)xanthone ~ (5),  mangostinone  (18) Qg
PRI
fuscaxanthone (19) uazﬁﬂym’Jmam15aGlumﬁé’fmauyjaaaﬁzmmmuaﬂmmzmimqmﬁ
[ Y a
uen'ld laen/3oufeuny  butylated hydroxyl toluene (BHT) ~ fuiluensdueyyadasznnsgiu
1 i\ 4
Faiif1 IC,, = 5.10 pg/mL WU HeidIuanauaz @15 UTgN51In5e10U DPPH dauanauaag
1 H A Qo‘
1 IC,, = 13.20 pg / mL Glummzﬁmimqm cowaxanthone (2), cowanin (3), cowanol (4),
1,3,6-trihydroxy-7-methoxy-2,5-bis(3-methyl-2-butenyl)xanthone (5), cowagarcinone A (13) ag E

(17) uag fuscaxanthone (19) Hgn3 lumsmuaseyyasaszantioslasiinl 1C, =200 uM

13



BOS OO

HO O OMe
Rl

14:R'=H,R’ = OMe

15:R'=0OMe, R’ =H

Mwilszne 4 gaslnsed’19uesa1sliznon cowagarcinone A-E (13-17), mangostinone

(18) e fuscaxanthone (19)
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1hunes ‘Wx‘lﬁli]iill Wi Inda uazmdiaes (Panthong, Pongcharoen; Phongpaichit &
Taylor. 2006: 999- 1004) ﬁﬂ]&l1@\°lﬂﬂi ﬂ@'U‘I/]'I\HﬂiJSU'E’]Qﬁ')Uﬁﬂ@‘HH hexane ﬂ?ﬂwa%wﬂﬂﬂﬁﬂﬂlﬁﬂ
undunedenuas sanasavan udaumenliusant 1daslunguuanu vialmi 5 via fe
cowaxanthone A-E (15-23) tazenslunguuauiny finefidsenumsmunda®n 10 wila e
1,6-dihydroxy-3,7-dimethoxy-2-(3-methyl-2-butenyl)xanthone (14), fuscaxanthone C (24), 7-O-
methylgarcinone E (7), f-mangostin (8), cowanol (4), 1,6-dihydroxy-7-methoxy-8-(3-methylbut-
2-enyl)-6",6"-dimethylpyrano(2°,3":3,2)xanthone (25), 6-O-methylmangostanin (26), cowanin (3),
O-mangostin (27) Ua¥ cowaxanthone (2) Lﬁ’f]ﬁ1 tetraoxygenated xanthone “I?;;Q 15 ¥ila hinaaeu
qm%fglumiﬁugmmﬁﬁa Staphylococcus aureus 2 810WUT A9 ATCC 25923 11az MRSA SKI
WU 1 6-dihydr0xy-7-meth0xy-8-(3-methylbut-2-enyl)-6' 6'-dimethylpyran0(2',3':3,2)Xanth0ne
(25) 1A MIC doimom 2 ARUT 1Y 4 pg/mL Fodlugnii Sfeun uazas a- mangostin (27)
3Jﬂ'l MIC @lf]L“If’E'J‘VN 2 ﬁ’lflwuﬁ Wnﬂ‘]J 8 pg/mL 9151 cowaxanthone B 1@z C 7-0-

methylgarcinone E  f—mangostin cowanol L% cowanin 1A MIC Tuw9 64-128 pg/mL

20:R'=OH,R°=H, R’ =R'=OMe 23
24:R'=R’=R'=OMe,R°=H

27:R'=R’=OH, R’ =H, R' = OMe

21:R'= prenyl, R’=0H 22
25:R'=H,R°=0OH

26 :R'=H, R’ = OMe

mwilsznen 5 gaslaseadwuesaslsznen 20 - 27
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1%U UAZNE1 (Shen; & Yang. 2006: 126-128.) Anr1eefilszneumaniinnmsanann
drudidureng Assmnnuamaguiy dszmeanssasylsznsiu Taold Bon Wi
ihazae idnimuenas Wusant Taemaiia Tasun Innsiiluuunedud uas Sephadex LH-20
laas lunguusu Inu ﬁﬁgﬂgmuiﬂﬂa?mﬂu 1,3,6,7-oxygenation ¥ilalvy 2 ¥ila Ao 1,5,6-
trihydroxy-3-methoxy-4-(3-hydroxy-3-methylbutyl)xanthone (28) 8¢ 1,5-dihydroxy-3-methoxy-
6’,6'-dimethylpyrano(2’,3":6,7)-4-(3-methylbutyl-2-enyl)xanthone (29) a3 Glumjmwuiwu ﬁﬁ
FIPNUMINULAIDA 6 FiA AD 1,3,5-trihydroxy-6",6"-dimethylpyrano(2°,3":6,7)xanthone (30),
dulxanthone A (31), 1,5,6-trihydroxy-3,7-dimethoxyxanthone (32), 1,7-dihydroxyxanthone (33),

1,3,5-trihydroxy-6-methoxyxanthone (34) 4ag 1,3,6,7-tetrahydroxyxanthone (35) AN

le) OH (0] OH

909 2989
HO o] OMe () @) R

OH R OH R2

/\)<°H /\)\

28:R= "% 29:R' =OMe, R’ = "%
G
31:R="% 30:R' =OH,R°=H
(o] OH
(@] OH MeO
o 980
O O HO (@) OMe
O OH
33 32
(@] OH
(@] OH
(LT e
MeO O OH ‘ O
OH HO O OH
34 35

amilszneu 6 gaslnseaiwuesdnslsznou 28-35



UNN 3

AaA o a Aa v
IHAUHUNITIVY

nynlglumsddn

A

EJ 1
Tuanideiildnvesduszursiiunnn Muaauue dunedios Tanda Junys e

ADUNYHAIAN 2547

¢ A A ~
qﬂnsm/tmmua Hazasnu

w

aquazansAil

1. §iazaedunid (hlfuSand Tasnsnduw)

2. silica gel @ M3V column chromatography
-silica gel (< 0.063 mm, Merck 1.07729)
-silica gel (0.063-0.200 mm, Merck 1.07734)

3. silica gel & MY quick column chromatography
-silica gel 60GF,,, (Merck 1.07730)

4. silica gel o MY thin-layer chromatography

-silica gel 60GF,., (Merck 1.07730)

254
5. pre-coated TLC aluminium sheets of silica gel 60GF ,;,(Merck 1.0554)

6. Sephadex LH-20 (Amersham biosciences 17-0090-02)

7. developing reagent (absolute ethanol 135 mL : conc. H,SO, 5 mL : glacial acetic

acid 1.5 mL : anisaldehyde 3.7 mL)

¢ A A
gUnsninazinsesiie
1. wapaf ulauaagINAueIINAU 254 1Az 356 W1 TUILAST (Spectroline” Model
CM-10)
2. 1nT091 1AM AONWAT (Griffin)
3. 1n395veaImeldamanniuau (Buchi B-580)
4. 1979952meRMazaneneldn11uau (Buchi Rotavapor R-114)
a A J a 4 =1 o
5. HAAReTUNNUANS lauuugan)n1nsUmos (Bruker Advance 300)

6. unaalnInsiaos (Finnican LC-Q mass spectrometer)
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7. dunlsusaa)nIng I Tadimes (Perkin Elmer FT-IR spectrum BX)

8. - mdaan/nIns 1WTalines (Shimadzu UV-2401PC)

v o Y Aa Qd
NIIAaNAA1I ﬂ'ﬁ!!ﬂﬂ!!azﬂ‘lﬁﬂ'lﬁ‘l{lﬂﬂiqtnﬁ
1. MIANANITDINTINVDIAUBZNI
1.1 MIANAAIY hexane
o ) A D] o ] A & o o
1131nveId BTN NRAINAIULTANID 1.2ke MualdaziBea niuiinanana
Y Y v
A28 hexane 5 L (QUWAN09 1981 4 J1) 191uA 8 AT sziiediazagoon a5 ldnediudna
2 & & a4 d ) o
%14 hexane 1HuvVITIIMIAWINIEN 19.9 ¢
1.2 MIanaae EtOAc
o A o Y 2L q v v Y o o 19 o
MMANEIUMTANAAIY hexane 1R 1R udNTaNaianeals EtOAc 311U 6
o’/’ o’/’ o 1 = o ng; v Y ~ YA 1 o 09/’ I
A71 A59a2 5 L Taeiuau@ennuiuaaumsanaaie hexane a13n lgaoaiuaiasy EtOAc 11
IS oy Y 9
voudadhanatumiin 38.0 g
1.3 M3anadig MeOH
o A v Y =& Yy 9 Y o v v 9 [
hmanEuMIanadie EtoAc 1ra it udninnadaaedis MeOH $1u7u 7
3 3 o ] = Y] Qs}l v Y ~ YN 1 ] qu/ I
A51 A59a2 5 L Tasfiudu@enuduasumsanaaie hexane d150 laAdaUana%y MeOH 111
3 A 09} 9 9
voudadhnaty iin 74.1 ¢
1.4 M3anaf1e MeOH-H,0
o A v 9 £ qu 9 Y o o 1Y
WmnARuMsananie EtoAc i i udninunaianedls MeOH - H,0 Tu
[ 1 o 09.: a o 1 = [ qul v 9 ~ YA
Fa318uU 1:1 911U 1 59 US1as 5 L Taeiusufedriuduaoumsaiaaie hexane a13N ano
, v o & < J o
dauanatu MeOH - H,0 luvewdsd@rhmaiumin 24.2 ¢ (mmilsznou 7 uag a1319 2)
ad o 4 a Qd
2. 33msuenmsuazildasuSqns
Y
2.1 AIUANAYY hexane
4

9
1 1 v W o ) a a A, v o
HLNEIUANATY hexane 311U 11.7 g Wi 1duTandels avauiilnsinin-

aslyiiais) Taeld silica gel 60GE,,(Merck 1.07730) $119U 100 g ¥2A28613182a18 hexane-

254

v 9 Y
CH,CL, CH,CL-EtOAc, EtOAc, EtOAc-MeOH tag MeOH tiinanuiluinniay 10% w3ouszuu

v
a% 300 mL Lﬁﬂﬂ‘fﬁax 80 mL ﬁﬁ?ﬂﬁf‘]ﬂﬂ'ﬁllﬂﬂg{?ﬂ TLC L!agllﬁﬂﬂwaﬁﬂ anisaldehyde-HZSO4
v
reagent ﬁ’]ll’]iﬂllf]ﬂulgf 9 ﬂﬁj}l (ﬂTW‘]szﬂﬂll g UL AT N 3) éﬁﬁ
VoA < A A A o £Y
2.1.1 ﬂ@j}l‘ﬂ 1 GC(R)-H-S/F1(1-6) Lﬂum@ﬂlﬁaﬁﬂuﬂﬁlﬁa@qcﬁuﬂ 122.6 mg hlﬂﬁ]’]ﬂ

MIVLAIY hexane 1AL hexane-CH,Cl, (90:10)



9 Y = @
FINVOIAUFTUNUHILDEZUAAZIDA UUD 1.2 kg

A 4

Y
AIUANAYY hexane

11N 19.9 g

v Y a 9
ANANIY hexane (RUNHUYDI)

111

anARY EOAC (Qungivod)

A 4

AIUANAFU EtOAC

11N 38.0 g

NN

h 4 h 4

v Vv v l

Y
AIUFANA¥Y MeOH NN

11N 74.6 g

AnnAIY McOH (gui9ilney)

vy

anAA8 MeOH - H,0

(Qungiito)

h 4

<
l

TasuInnsi

9
AIUANAYY MeOH-H,0

Win24.2 ¢

4
=

AMIVIGND

A

AL CERGERGERY

NN

Y
amilsgneu 7 "flll.lﬁ@uﬂﬁfffﬁ’ﬂﬁﬁﬁﬂﬂﬂﬂﬂl@\‘iﬁu%ghﬂﬂ

14
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2.1.2 Agui 2 GCR)-H-5/F2(7-10) luveamamiladmaesnmin 223.5 mg 18
MINMITBLAY hexane-CH,Cl, (80:20 014 70:30)

2.1.3 nguil 3 GCR)-H-5/F3(11-16) uvpamaviiadmaseaniin 529.5 mg 18
MINMITBLAY hexane-CH,Cl, (70:30 214 50:50)

2.1.4 nQUil 4 GC(R)-H-6/F4(17-22) iluveamaviiadmasemin 24 ¢ 1d0n
M3¥2A0 hexane-CH,CL, (50:50 4 30:70)

oA [ A A A o kY

2.1.5 AQUN 5 GC(R)-H-6/F5(23-37) 1Huvpuviadniamiananiin 6.2 g 1a9n
MIFLAIY  hexane-CH,C, (30:70) W4 CH,CL-EtOAc (80:20) 11w liusgniaieisaedauil
TasunTnns1il Taeld silica gel (0.063-0.200 mm, Merck 1.07734) §119% 100 g ABANHUUIA 5.0
cm ¥¥A28A11182a18 hexane 600 mL AUAIY hexane-acetone 98:2 89 81:19 TTUVAL 600 mL (53
AUNTEV 93:7, 79:21 D9 69:31 F2UVAL 300 mL, 67:33 D4 51:49 S3UVA 150 mL tWuANET Y
11n5982 2% UAI¥LAY acetone LAz MeOH 5¥UVAL 300 mL ATINABUMILEAAIY TLC a11150
uen 14 11 nqu aail

[ [ ~ I <3 a2 o A
ngugosi 5.1 GC(R)-H-6/F1(1-29)/p.76 1iuvewis luliddunuveunaiviia

ihataniin 898.7 ¢ 1891AM5¥2A28 hexane-acetone (93:7 D14 89:11)

nAUEREH 5.2 GC(R)-H-6/F2(30-39)/p.76 iiluveaudia lifiduduveunavil

v 3 Ay Y Y

haraniin 149.3 mg 1491AN5¥2 A28 hexane-acetone (89:11) NF0UD YN lADONILEIA19AY
< o I Y A A 09} ] < 1aa o Y]
acetone (91 M1 laveuraniladimaniin 133.3 mg vazveade luligniin 14.5 mg (5Wa
NMR SSS 2644) A1 @IUNANTEHIN  f-sitosterol (36) Lag stigmasterol (37)
nAUERBf 5.3 GC(R)-H-6/F3(40-66)p.76 iluveamamiladihaianmin 275.6
mg ”lﬁmﬂmww’hﬂ hexane-acetone (89:11 5Q 83:17)
' [l A I S A A o
NQUIDIN 5.4 GC(R)-H-6/F4(67-76)/p.76 Wuueuvsmmaoanin 225.5 mg
(57 NMR SSS 2665) A9 cowanin (3) Yunuveamamfiadiiaia viin 208.9 meg laanmswse
@18 hexane-acetone (83:17)
[ [ ~ 3 <= A @
NAUEBEN 5.5 GC(R)-H-6/F5(77-89)/p.76 1IUUDIMANTNADINIIN 47.2 mg
(5%78 NMR SSS 2676) fi® cowaxanthone (2) Junvuveavaniladtiana wiin 57.7 me ldanms
¥2@28 hexane-acetone (83:17 aR 81:19)
NAUERBT 5.6 GC(R)-H-6/F6(90-92)/p.76 1Huvesudisd@iamaniin 3192 mg
14917N13%2A28 hexane-acetone (81:19)
nQUERBf 5.7 GC(R)-H-6/F7(93-105)/p.76 iHuveumadviiadiiiananiin 133.8

mg 1A91NM5¥2A0  hexane-acetone (81:19 D4 77:23) i1 lsaunungueesd 6 udnimiln
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4

U3gniaa03t aeduilnsinInnsil Taold silica gel (0.063 mm, Merck 1.07729) ¥zA2u@29h
A2A18 hexane-acetone 97:3 D4 87:13 5¥UVAY 100 mL AUANUIUTINTIAL 2%, 85:15 T2V
400 mL AUATIAE 2-3 mL 1Ay 70:30 UDI 50:50 3TUVAL 50 mL ALANUIUTINTIaL 10%
AUATIAL 9-10 mL ATI9A0UMIHENAE TLC aansousnla 5 NAN Al
naudouh 5.7.1 GCR)-H-6/F1(U3-us)p.77 Huveunaiviiadiivamin
3.6 mg 14910M13%2A28 hexane-acetone (85:15)
nQUERBf 5.7.2 GC(R)-H-6/F2(1-43)/p.77 luveamainiiadiiananiin
5.3 mg 14910N13%2A28 hexane-acetone (85:15)
[ (] ~ I [<R=! A ]
NQUEREN 5.7.3 GC(R)-H-6/F3(44-124)/p.77 1JUVDIMAUITNADINUD 75.0
mg 14910M13%2A28 hexane-acetone (85:15)
nAUIDEN 574 GC(R)-H-6/F4(125-144)/p.77 Huveuvaviiadiiaia
1IN 206.2 mg 14910N3%2 A8 hexane-acetone (85:15)
naudoui 575 GC(R)-H-6/F5(145-u8)/p.77 Huveuvaviiadiiiea
Hin 18.1mg 1491nM3%2A28 hexane-acetone (70:30 R 50:50)
[ (] A I <= A o
NQUEDsN 5.8 GC(R)-H-6/F8(106-115)/p.76 1IUUDMUITINADINIIN 35.0 mg
14910N13%2A8 hexane-acetone (77:23 AR 73:27)
[ (] A I <= A o
NQUEDEN 5.9 GC(R)-H-6/F9(116-118)/p.76 1IUUDWYITINADINIIN 39.2 mg
1#91M3%2A28 hexane-acetone (73:27)
[ (] A 3 <= A ]
NQUEosN 5.10 GC(R)-H-6/F10(119-122)/p.76  11UYDIUITIHADINIIN 65.7
9 9 =
mg 1A1INNTLAIY hexane-acetone (73:23 99 71:29)
nqudosh 5.11 GCR)-H-6/F11(123-151)/p.76 iluveudsd@iianamin 221.6
9 9 =
mg 14910N13%2A28 hexane-acetone (71:29) 99 MeOH
2.1.6 NANA 6 GC(R)-H-6/F6(38-43) uveuvaviiadimanamin 1.07 ¢ 1d0n
MIvA0 CH,CL-EtOAc (80:20 14 60:40)
oA g A A A o 9
2.1.7 nQuUAN 7 GC(R)-H-6/F7(44-47) \WlUvaamadviiiaqiMaoaniin 134.8 mg 4
MINMT¥LAY CH,CL-EtOAc (60:40 14 50:50)
oA g A A A o 9
2.1.8 NQUAN 8 GC(R)-H-6/F8(48-63) 1luvaamalviiiaqiManIniin 187.0 mg 14
MINMI¥ZA28 CH,CL-EtOAc (50:50) D14 EtOAc
VoA I 3 Ao ) 9
2.1.9 NqUN 9 GC(R)-H-6/F9(64-81) 1iluv0andaddmiin 529.5 mg laninmsye

@18 EtOAc-MeOH (90:10) 4 MeOH
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2.2 A5ANAFU EtOAC

o [ usj o o Y a a’Q) as [ It =l
WEsanadu EtOAc 911U 30.0 g wih1duTgniaeisneauil lasunInns i

vy

wiini52 10814 silica gel 60GF, ., (Merck 1.07730) §1431 150 g ¥£A286231192018 hexane A1AE

254
hexane-acetone ©AIIEAIY 95:5 IUAI 50:50 FUVAL 300 mL AVATIAL 100 mL, 45:55 IUD
acetone 32UVAL 400 mL 1HUASIAL 80 mL MuANUITIUTINTIaL 5% ¥2A18 acetone 118% MeOH
52UVaE 300 mL HUASIAE 80 mL uANuIuIINTIar 10% asIvARUMIUENAIY TLC
awnsouen 1@ 15 ngu (M mlszneu 8 tag a1519 5) Al

oA | S A o A A

2.2.1 N@UAN 1 GC(R)-EtOAC/F1(1-8)/p.88 tiluvanaadvmiluivveaunainiiad
1ADININ 46.5 mg 1491NN13%2A8 hexane D4 hexane-acetone (95:5)

222 nguh 2 GC(R)-EtOAC/F2(9-11)/p.88 Hluveamaiviiadmaseaniin 109.2
mg 14910M13%2A28 hexane-acetone (90:10)

223 naufl 3 GC(R)-EtOAC/F3(12-13)/p.88 Huveumaviladihananiin 67.0
mg 14910N13%2A28 hexane-acetone (85:15)

2.2.4 nquil 4 GC(R)-EtOAc/F4(14 )/p.88 ifluveamaiviiadiiimanmin 35.6 mg
1#91nM13%2A28 hexane-acetone (85:15)

22.5 ngUAl 5 GC(R)-EtOAC/F5(15-17)/p.88 1iluveumalniiadihmaniin 94.6
mg JR91NM5¥2A20 hexane-acetone (80:20)

VoA I 3 [ A A oy

2.2.6 NQUN 6 GC(R)-EtOAc/F6(18-19)/p.88 tiluveauvatlunumainiaminia
110 61.5 mg 1#91AN5¥2AY hexane-acetone (75:15)

2.2.7 AU 7 GC(R)-EtOAC/F7(20-21)/p.88 ifiuveamaviiadiananiin 153.1
mg 18919592420 hexane-acetone (75:15 84 70:30) 1h i l¥uSanideiTaeduiilasunin-
a5l Tagld silica gel (<0.063 mm, Merck 1.07729) Haz¥EAeiaz a8 hexane-EtOAc
8031871 95:5 IUDI 85:15 52UUAL 100 mL SUAVNTEVU 90:10 ATIAL 5-6 mL LA 82.5:17.5
UD 80:20 52UVAL 150 mL HUATIAL 2-3 mL uaNuiudInsias 2.5% as1vaousuen
A28 TLC amnsouonla 13 ngu Al

[ [l ~ [ A A A @
NQUEREN 7.1 GC(R)-EtOAC/F1(1-17)/p.33 UM INUATIHADINIIN 4.4
mg 1A91NMIBLAIY hexane-EtOAc (90:10 D9 87.5:12.5)
[ [l ~ I A A A @
nQuEReN 7.2 GC(R)-EtOAC/F2(18)/p.33  lluvpanaiviadimananiin 0.4
mg 1A91MT¥2A28 hexane-EtOAc (87.5:12.5)
AaUIDER 7.3 GC(R)-EtOAC/F3(19-23)/p.33 illuveamaiviiadimaoanin 1.9

mg 1A91MT%2A 28 hexane-EtOAc (87.5:12.5)
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nAuEouH 7.4 GC(R)-EtOAC/F4(24-26)/p.33 iluveamamiiadimaonmin 0.9
mg JA1NA15¥LAIY hexane-EtOAc (87.5:12.5)

naudoEh 7.5 GC(R)-EtOAC/F5(27-50)/p.33 iluveavaviiadimans wiin 5.2

9 9 =
mg 1A1INNTYLAIY hexane-EtOAc (87.5:12.5 D4 82.5:17.5)

nANERBH 7.6 GC(R)-EtOAC/F6(51-55)/p.33 1iluveuvaiviiadimaesiin 4.3
mg 1A91nMTB2A28 hexane-EtOAc (82.5:17.5)

nAUERBT 7.7 GC(R)-EtOAC/FT(56-61)/p.33 iiluveuvaviiadimanawiin 7.4
mg 1A91nMT%2A28 hexane-EtOAc (82.5:17.5)

nQUERBT 7.8 GC(R)-EtOAC/F8(62-69)/p.33 iluveamainiiadmaneniin 12.9
mg 1A91MIB2A28 hexane-EtOAc (82.5:17.5)

AAUEDLH 7.9 GC(R)-EtOAC/FI(70-78)/p.33 iHuvpavadviiadianawiin 25.1
mg 189INMI¥LAIW hexane-EtOAc (82.5:17.5) thliliuignidreisaedinilnsunInnsiil
Tag ¥ silica (< 0.063 mm, Merck 1.07729) HAZYZAI8AINALA1Y hexane-acetone DATIAIU 95:5
U 82.5:17.5 32UVAL 40 mL ISUAVNTZVY 87.5:12.5 AFIAE 2-3 mL, 80:20 IUD 75:25 T2V
az 20 mL HuaTias 8 mL uaNwutinsiag 2.5% wag 70:30 WD 60:40 53UVAL 20 mL
Auasiag 2 mL muanuiluinaiea 10%  asaeuMsueAdIe TLC annsouenld 11 ngu
A1

v [ ~ < A A A @
naugosi 7.9.1 GC(R)-EtOAC/F1(1-4) /p.43 1Wluveumaviladimaoaniin
1.8 mg 1A91NM3¥LAY hexane-acetone (87.5:12.5)
J [ ~ I A A A
nNQuIoeNn  7.9.2 GC(R)-EtOAc/F2(5-14)/p.43 Wuvounalviadiiaed
Hin 1.8 mg 1491NN13%2A28 hexane-acetone (87.5:12.5)
J [ ~ I [<= A @
nNaueoeNn  7.9.3 GC(R)-EtOAc/F3(15-29)/p.43 WUVDIUITIHADINTN
5.6 mg @910 I WA hexane-acetone (87.5:12.5)
o oA I~ A A A
NQUEEN  7.9.4 GC(R)-EtOAC/F4(30-32)/p.43 1JUVDIHaINUATIHIADY
YWUn 1.2 mg 14910M3%2A28 hexane-acetone (87.5:12.5)
nAUERBN 7.9.5 GC(R)-EtOAc/FS5(33-44)/p.43 iluveamaiviiadivies
YN 3.8 mg 14910M13%2 A8 hexane-acetone (87.5:12.5 R 85:15)
nQUERBN 7.9.6 GC(R)-EtOAc/F6(45-61)/p.43 1iluveamaiviiadimies
o 4 kY =
HUN 2.4 mg 1A91AMI¥2 A8 hexane-acetone (85:15 D4 82.5:17.5)
nauUIDEN 7.9.7 GC(R)-EtOAC/F7(62-64)/p.43 1Huveuvaviladiviaes

o k4 kY =
1N 0.4 mg 1A91AMI¥2 A8 hexane-acetone (82.5:17.5 94 80:20)
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1 (] ~ I A A =
nNaueoeNn 7.9.8 GC(R)-EtOAc/F8(65-71)/p.43 Wuvounalviadiiaed
o Y Y =
TNUN 1.9 mg 1#91nM5¥2A0 hexane-acetone (80:20 84 75:25)
1 (] ~ I A A =
NQuIoeN 7.9.9 GC(R)-EtOAc/FI(72-78)/p.43 Wuvounalviadiiaed
o k) 9 =
11in 0.7 mg 1A91nM5¥2A8 hexane-acetone (75:25 84 70:30)
1 (] ~ I A A A
NQUIDEN 7.9.10 GC(R)-EtOAC/F10(79-82)/p.43 Wuvounalviadiany
YN 1.5 mg 14910M13%2A8 hexane-acetone (70:30)
Vo A 3 A A A
NQUEREN 7.9.11 GC(R)-EtOAC/F11(83-110)/p.43 1JUV0IHaIMUATIHIADY
YN 3.3 mg 14910N13%2 A8 hexane-acetone (70:30 R 40:60)
NRUERBT 7.10 GC(R)-EtOAC/F10(79-94)/p.33 iluseamaiviiadmaesniin
19.1 mg 1A91NM5%2A10 hexane-EtOAc (82.5-17.5) 11115y nqudesh 7.8 GC(R)-EtOAC/
F8(62-69)/p.33  udilusgnidaeisaeauti InsunInns il Taeld silica (< 0.063 mm, Merck
1.07729) mezﬁaﬂﬁaﬁmzmﬂ hexane:acetone DA 1AIU 95:5 ﬁ)uﬁﬁ 80:20 5¥UUAE 40 mL WY
ANUUTINTIaL 2.5% SMAUNTZVY 87.5:12.5 AFI0L 2 mL, 70:30 IUDY 50:50 915 8NTZVUAL
40 mL MuANUEIUTINTIaL 10% 1HUASIAE 8 mL ¥2AI8 acetone 151195 80 mL 1HuASIAL 5
mL A32980UMILENAY TLC ansouen 14 10 nqu il
Vo ~ 3 A A A
NQuEosN  7.10.1 GC(R)-EtOAc/F1(1-3)/p.40 Hluveuralvitiamiany
1IN 0.6 mg 1491AN5¥2A2 hexane-acetone (87.5:12.5)
[ [ A I <= A ]
NQUEDEN 7.10.2 GC(R)-EtOAC/F2(4-21)/p.40 11Uupauadyiaoaniin 0.8
mg 149101352 A8 hexane-acetone (87.5:12.5 AR 85:15)
1 (] ~ I A A =
nNaueoen 7.10.3 GC(R)-EtOAc/F3(22-27)/p.40 Wuvounalviadaed
111N 0.4 mg 1@91AMIV¥2A28 hexane-acetone (85:15 D14 82.5:17.5)
nAuEREN 7.10.4 GC(R)-EtOAC/F4(28-32)/p.40 Huveananiladimana
Wiln 0.4 mg 1A91NN13%2A8 hexane-acetone (82.5:17.5)
[ [ ~ I =K A A @
NQUYIDEN 7.10.5 GC(R)-EtOAC/F5(33-43)/p.40 Wurandmiaoanin 3.8 mg
(5¥ig NMR SSS 2470) Ao 1,3,6-trihydroxy-7-methoxy-8-(3,7-dimethyl-2,6-octadienyl)xanthone (1)
149101352 A8 hexane-acetone (82.5:17.5)
Vo ~ 3 A A A
NQUEDEN 7.10.6 GC(R)-EtOAC/F6(44-51)/p.40 1Hluvpunalvitiammany
1N 0.6 mg 149101352 A8 hexane-acetone (82.5:17.5 R 80:20)
nAuEREH 7.10.7 GC(R)-EtOAC/F7(52)/p.40 iHnuveamaviladimasawiin

0.1 mg 149101352 A8 hexane-acetone (80:20)
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J v ~ I [<R=) A @
NQUEBEN 7.10.8 GC(R)-EtOAC/F8(53-61)/p.40 1IUUDIMAITNADANIIN 4.0
mg 1&91nMI¥2A8 hexane-acetone (80:20)
J [ ~ I A A A
NQUIDIN 7.10.9 GC(R)-EtOACc/F9(62-84)/p.40 Wuvounalviadaed
o k4 9 =
11N 2.4 mg 1#91nM5¥2A0 hexane-acetone (80:20 D14 50:50)
nAuERER 7.10.10 GC(R)-EtOAC/F10(85-100)p.40 1fluveunaviiad
= o kY 9
HadrUN 10.0 mg 1#1nMIv2A8 acetone

IS

NaNEDEN 7.11 GC(R)-ELOAC/F11(95-120)/p.33 1iluvounadviladimaneniin
43.6 mg 1A0INMIFLAIB hexane-EtOAc (80:20) 11 11l 1RUTgniare35Aeaul TnsanTnas il
Tagld silica gel (< 0.063 mm, Merck 1.07729) HAZYLAIIAINIALANY hexane:acetone DATIAIU
96:4 ﬁ]uﬁ\‘i 86:14 sz1UUaE 20 mL, 84:16 5¥UUAY 80 mL Lﬁﬂﬂgﬁag 2-3 mL, 82:18 %uﬁﬁ 76:24
52UVa% 20 mL HUASIaE 5 mL uANuTuTInTaz 2%  waz 50:50 USH193 100 mL 1HUAT
az 5 mL A59E0UM5MeNA28 TLC d111501en 18 9 ngu Al
Vo ~ 3 A A A
nQuEosn 7.11.1 GC(R)-EtOAC/F1(1-10)/p.39 Hluvpuradvitindivany
wiin 2.1 mg 1A910N13%2A8 hexane-acetone (84:16)
Vo ~ 3 A A A
NQUERsN 7.11.2 GC(R)-EtOAC/F2(11-14)/p.39 Hluveuralvitiamvany
Hin 1.4 mg 14910N13%2 A8 hexane-acetone (84:16)
Vo ~ 3 A A A
NQUERsN 7.11.3 GC(R)-EtOAC/F3(15-31)/p.39 Hluveuralvitiamivany
win 17.1 mg "lﬁ'mﬂmi%ﬁ”m hexane-acetone (84:16 ﬁq 80:20)
Vo ~ 3 A A A
NQUEREN 7.11.4 GC(R)-EtOAC/F4(32-35)/p.39 Huveuralvitinmnany
1100 1.4 mg 1#91AM13¥2A8 hexane-acetone (80:20 4 78:22)
naudosh 7.11.5 GC(R)-EtOAC/F5(36-39)/p.39 1uveamaviiadimans
1190 0.8 mg 1#91AN13¥LAY hexane-acetone (78:22)
nAuEREN 7.11.6 GC(R)-EtOAC/F6(40-41)/p39 Huveunaniladimana
YN 1.0 mg 1A91nM13%2A8 hexane-acetone (76:24)
nQUERBN 7.11.7 GC(R)-EtOAC/F7(42-43)/p.39 1ilueamaiviiadimaes
YUN 0.6 mg 1A91nM13%2A8 hexane-acetone (76:24)
NQUERBN 7.11.8 GC(R)-EtOAC/FS8(44-63)/p.39 1ilureamaiviiadimiaes
YN 5.5 mg 14910M13%2 A8 hexane-acetone (76:24 R 50:50)
AAUEDEN 7.11.9 GC(R)-EtOAC/FI(64-74)/p.39 1Huveumaviiadiviaes

Win 1.4 mg 1491nM13%2A8 hexane-acetone (50:50)
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ﬂfcjmiaﬂ'ﬁ 7.12 GC(R)-EtOAC/F12(121-147)/p.33  Huveumaiviiadivded
11in 7.0 mg 1491AM5¥2A28 hexane-EtOAc (80:20)

ﬂfcjmiaﬂ‘ﬁ 7.13  GC(R)-EtOAC/F13(148-155)/p.33  iHuveunaiviiadivaed
111N 25.7 mg 1491AM5¥2A28 hexane-EtOAc (80:20)

2.2.8 NguTl 8 GO(R)-EtOAC/F8(22-28)/p.88 iiuveunamiinfindeaniin 1.6 mg

1491nN13 32478 hexane-acetone (70:30 A1 60:40) 111l 1R gnT e T A0 Tnsun Tnns il
Tael¥ silica gel (< 0.063 mm, Merck 1.07729) UaLszAI8fI911a2A18 hexane-EtOAc 8AT18IU
05:5 T 85:15 52AVAL 200 mL uANUTUTINTIAL 5% HUATias § mL, 82.5:17.5 A
67.5:32.5 52AVA 200 mL, 60:40 AT 45:55 TTUVAL 100 mL HiuANMTTINTIAE 2.5% do
5201 FUATIAY 8 mL UAT BtOACc-MeOH 8A31dIM 80:20 1930n 200 mL HuAsias 8 mL
A3IVAOUMIHUENA0 TLC a1m130uen1d 18 ngu daft

nquEesT 8.1 GC(R)-EtOAC/FI(1-4)/p.98 Huveuramiiadimamin 0.9
mg 1A91NMIBLAIY hexane-EtOAc (95:5)

NquEeET 8.2 GC(R)-EtOAC/F2(5-12)/p.98 Fuveunamiindihaaniin 2.3
mg JR91NA15¥2A2 hexane-EtOAc (90:10)

Nqub0sil 8.3 GO(R)-EIOAC/F3(13-24)/p.98 Fuvounamiiadihmanin 3.1
mg JR91NN15¥LAY hexane-EtOAc (90:10 D14 85:5)

Nqub0sil 8.4 GO(R)-EIOAC/FA(25-30)/p.98 FHuveunamiiadiihmanin 2.0
mg JR91NN15¥LAIY hexane-EtOAc (85:15)

NquEeET 8.5 GC(R)-EtOAC/FS(31-36)/p.98 Wuveuramiiadihmanin 2.4
mg JRINA15¥LAIY hexane-EtOAc (85:15)

NuERET 8.6 GC(R)-EtOAC/F6(37-49)/p.98 Wuveaamiiadiaaniin 6.1
mg JRINA15¥LAIY hexane-EtOAc (85:15 D14 82.5:17.5)

nqueesii 8.7 GC(R)-EtOAC/F7(50-64)/p.98 Fuveamamiiadimantin
40.7 ¢ 1#91nMI VLAY hexane-EtOAc (82.5:17.5 D14 80:20)

nqueesil 8.8 GC(R)-EtOAC/F8(65-79)/p.98 Fuveamamiiadihaamin
114.1 mg 1A91AM3%=A28 hexane-EtOAc (80:20)

Nqugesil 8.9 GC(R)-EIOAC/FI80-86)/p.98 iiuveadadnideaniin 69.8 mg
18N8 hexane-EtOAC (80:20) 1NAnKANG1398 hexane-CH,CL, n303u0duiiadmiaos
990l 103 mg wag filtrate H1IN 59.5 mg nmiieawdall SaosuilasinInnail Tasld

silica gel (< 0.063 mm, Merck 1.07729) HaZ¥2A28A291192a18 hexane-EtOAc 8A183Y 98:2 IUDI
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82.5:17.5 52UVAY 40 mL, 80:20 IUDY 75:25 35VUAL 100 mL 1iinaNnuiludInsas 2.5%, 70:30
U 50:50 3TUVAL 60 mL AUANUIUTINTIL 10% LAZFAIY ELOAC 9381 60 mL (HUAT
az 8§ mL ATIA0UMSUENA28 TLC @1m13ouenla 2 ngu Al
1 [} ~ I 2K A A Y]
NauEpeN 8.9.1 GC(R)-EtOAC/F1(1-20)/p.3 (Hunandmananiin 3.9
o 9 Y =3 A
mg (M NMR SSS2183) 1391AM15¥2A28  hexane-EtOAc (82.5:17.5 99 72.5:22.5) A9
cowaxanthone (2)
] ~ 3 A A A
NQUEDEN 8.9.2 GC(R)-EtOAC/F2(21-55)/p.3 1uvaanaImiaiviaes
110 8.4 mg 1A9AMIBLAI8 hexane-EtOAc (77.5:22.5 D14 50:50)
dwiidly filtrate Wioszmeliursldvoadsd@masamin 595 mg T ldusgns
aeIsneaNt InsinInns Wl Tagld silica gel (< 0.063 mm, Merck 1.07729) we@efiinazais
hexane-acetone 9A1AIY 99:1 IUAI 94.5:5.5 35VUAL 60 mL (MNANUIUTINTIAL 0.5% 1HUAS
az 8 mL, 91-9 4ag 90.5-9.5 xUVAL 200 mL HUASTIAL 8 mL UAIFLAI acetone- MeOH 90:10
19383 100 mL 1AUATIAZ 5 mL A5INABUMIUENAIY TLC annsauen | 6 ngu dail
nAUEDUH 8.9f-1 GC(R)-EtOAC/F1(57-75)p.5 iiuvpavaiviiadimana
1N 2.8 mg 149105 ¥£A8 hexane-acetone (94.5:5.5 R 90.5:9.5)
1 ] ~ I A A A
NQueoeN 8.9f-2 GC(R)-EtOAc/F2(76-79)/p.5 Wuvounalviadiany
11N 2.6 mg 1491915952 A28 hexane-acetone (90.5:9.5)
1 ] ~ I <= A
naueoen  8.9f-3 GC(R)-EtOAc/F3(80-113)/p.5 BGNIAGAGRN
11N 3.8 mg (517 NMR $552242) 1891nM5w2A28 hexane-acetone (90.5:9.5)
nAUEnBN 8.9f-4 GC(R)-EtOAc/F4(114-125)p.5 1Huveunaviiad
IMADININ 5.4 mg 1ANNTFEAIY hexane-acetone (90.5:9.5)
nAUERBN 8.9f-5 GC(R)-EtOAC/F5(126-216)p.5 1Huveunaiviiad
apeniin 21.0 mg 1A1INMMIFLAY hexane-acetone (90.5:9.5) 11 1l lRuTgniRe3TA0au
TasunInns Wl Taeld silica gel (< 0.063 mm, Merck 1.07729) ¥2A38@29182a18 hexane AINAY
hexane-acetone A8 98:8 JUD 82:18 52VUAY 10 mL, 80:20 S¥UVAL 20 mL HINAUATIAL
1 mL, 78:22 3UDI 70:30 52UVAL 10 mL 1HUASIAz 4 mL iinaNuiludInsas 2% tazwsedie
MeOH 19303 20 mL 1AUASIAZ 5 mL A5A0UMIUENAIY TLC aunsouon 1@ 4 ngu dil
AT 8.9f-5.1 GC(R)-EtOAC/F1(1-16)/p.12 1iluveumnaiviiad
MA0IM1IN 9.2 mg 1AINNIT¥LAIY hexane-acetone (80:20)
NANEEEN 8.9£52 GC(R)-EtOAC/F2(17-23)/p.12 1iluveuvainiia

Aindeoaniin 1.8 mg 1R9INA15¥LA2Y hexane-acetone (78:22 D4 74:26)
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nANEEBN 8.9f53 GC(R)-EtOAC/F3(24-32)/p.12 1iluveuvaiviia
A1vand niin 3.3 mg]lig]}ﬂmmi“]f%g]}’JEJ hexane- acetone (74:26 ﬁﬂ 70:30) tiae MeOH
NANERUN 8.9f54 GC(R)-EtOAC/FA(33-36)p.12 1iluveuvaiviia
divdee min 8.6 mg 189 NMIv2A20 MeOH
nAuEREN 8.9F6 GC(R)-EtOAC/F6(217-227)/p.12 1iluveunaviiad
A o 4 4
WA HUN 9.8 mg 1#91nM3w2 A28 acetone-MeOH (90:10)
NQUERBN 8.10 GC(R)-EtOAC/F10(87-104)/p.98 1fuvesuistufuveaniad
A A A o Y FY < Ay y FY
WiaTAInIin 653 mg 1A1INNTBLAIY hexane-EtOAC (77.5:22.5) N50990T97 Idoonidd
819878 hexane U Idduniduvewdaniin 2.1 mg (W NMR SSS 2079) Ao
cowagarcinone E (17) tazdmfiluvesnar 1hluszmedihazawesn v ldveanavilad

Y a

mapaniin 61.1 mg 1hhilvihIduTgnidaeisaeauii lasunInns il Taeld silica gel (< 0.063 mm,
Merck 1.07729) ¥2@2882%1a2210 hexane MUAIY hexane-acetone OATIAIU 99:1 UDI 94:6
' 4 k4 ' Y k4
521V8% 30 mL Al udInsaas 1%, 92:8 3D 86:14 551UAL 30 mL MANANUEIUTIAT
v [ 4 k4
ag 2% BFUNUNTLUY 86:14 ASIAY 7 mL, 84:16 53UVAZ 180 mL HUASIAL 2 mL, 82:18 U
72:28 s2UVAE 30 mL iuaNwiuiInTiaz 2% Hunsaag 4 mL, 50:50 1AL acetone ITUVAL 30
mL 1A1UA5992 4 mL A5EOUMILENAI0 TLC annsouen’ld 4 ngu il
J [ ~ 1< A A A
naueoen 8.10.1 GC(R)-EtOAc/F1(1-10)/p.13 Wuvounalviadiiaed
v k4 9 =
MUN 0.4 mg 1#91nM5¥2AY hexane-acetone (86:14 014 84:16)
oA I~ A A A
NQUEREN 8.10.2 GC(R)-EtOAC/F2(11-19)/p.13 1JUv0IHaINUATIHAD
YWun 1.1 mg 14910M13%2 A8 hexane-acetone (84 :16)
oA I~ A A A
NQUEREN 8.10.3 GC(R)-EtOAC/F3(20-74)/p.13 1JUVDIHAINUATIHADY
I =) v
¥1in 51.0 mg 1@9INMITB2AIY hexane-acetone (84:16) W1l 1R DT gnTd0 T nedni Insan In-
A3 Tagl¥ silica gel (< 0.063 mm, Merck 1.07729) ¥£AI8A11ALA1Y hexane-acetone DATIAIU
v 4 k4
98:2 IUDA 91:1 TLUVAL 90 mL, 90:10 WU 87:13 FzUVaA 30 mL tinaNuiuiinsias 1% Hu
Y Y
ASeaz 3 mL udI¥2AI8 50:50 10383 30 mL AUATIAZ 3 mL, ATINTOUMIUENAIE TLC 81115
Y
uen 14 4 nqu sl
nqudoui  8.103.1 GC(R)-EtOAc/FI(1-4)/p.16  luveanainiiad
M804 1IN 0.7 mg 1A91NN15¥2A28 hexane-acetone (90:10)

nauEEsN  8.10.32 GC(R)-EtOAC/F2(5-13)/p.16 1iluveuvaiviiad

A o k) k4 =
MDY UN 3.5 mg Taanmsszae hexane-acetone (90:10 D4 89:11)
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nANEREN 8.103.3 GC(R)-EtOAC/F3(14-36)/p.16 1iluveuvalviiad
and wiin 30.0 mg 1A0INMIBLA hexane-acetone (90:10) 111111 UTgnER18TTARA
TasanInasil Taeld silica gel (< 0.063 mm, Merck 1.07729) LAZ¥LAIUAIMAZA1Y  hexane-
EtOAc 831871 96:4 91494 82:18 T2UVAZ 20 mL, 80:20 IUDY 78:22 F5UVAL 40 mL IHUATIAL 2
mL iuanuiudInTias 1-2% uag 70:30 AUDI 30:70 STUVAE 40 mL uANNTLTIATIaY
20% IAUAIAL 6 ML AFTOUMIHUENAIY TLC a1mngonen1d 12 ngu fedl
nAuEeBf 8.10.3.3.1 GC(R)-ELOAC/F1(1-2)/p.30 iluveumaviind
A @ Y Y I~
WA 1N 0.3 mg 1#91nM IV A28 hexane-EtOAc (80:20 D4 79:21)
nAUERBT 8.10.3.3.2 GC(R)-ELOAC/F2(3-9)/p.30 v umaviind
Ma9a 119N 0.4 me 1AIANTBLAIY hexane-EtOAc (79:21)
nqudoui 8.10.3.3.3 GC(R)-EtOAC/F3(10-12)/p.30 (iuveavian
A A A o 9 14
Hiladimaes Miin 0.6 mg 1891NMI¥LAY hexane-EtOAc (79:21)
nqudoui 8.10.3.34 GC(R)-EtOAC/FA(13-53)/p.30 (iuveavian
Wiadaaniin 20.0 mg 1A9INNMITBLAIY hexane-EtOAC (78:22 B3 70:30) 1h i lduTqns
aesneaN InsinInns il Tagld silica gel (< 0.063 mm, Merck 1.07729) we@efiinazaie
hexane ANUAIY hexane-acetone §ATIAIU 95:5 IUAQ 90:10 52UV 40 mL iuaNUiTuTInTIay
5%, 85:15 LD 80:20 T¥UVAL 60 mL ANANUIUTINTIAL 2.5% HUATIAL 2 mL ATINAOUNS
18N8 TLC amnsouen’la 5 ngu Aedl
nAuEEHN 8.10.33.4.1 GC(R)-EtOAC/F1(1-7)/p.32 1iluveunan
A A A @ 9y Y =2
NUATNADINUN 0.5 mg 1391nM5¥2AY hexane-acetone (85:15 D14 82.5:17.5)
naueosi 8.10.3.3.42 GC(R)-EtOAc/F2(8-45)p.32 1iluves
Madvfladimaneaniin 12.3 mg 1A9INMI¥LAIY hexane-acetone (82.5:17.5)
nqudosi 8.10.3.3.43 GC(R)-EtOAC/F3(46-50)/p.32 1iluves
A A A o 9y 9
AN UAFADINUN 0.4 mg Vlﬂmﬂm‘i‘v%ﬂ’lﬁl hexane-acetone (82.5:17.5)
NAUEnBN 8.10.3.3.44 GC(R)-EtOAc/FA(51-54)/p.32 1Tluveq
A A A v 9y 9
AN UATVADINUN 2.4 mg Vlﬂmﬂm‘i‘v%ﬂ’lﬁl hexane-acetone (80:20)
nAUERBN 8.10.3.3.4.5 GC(R)-EtOAC/FS(55-58)/p.32 1Tuve9
A A A v kY 9
AN UATVADINUN 7.9 mg Vlﬂmﬂﬂﬁ‘]ﬂ%ﬂi)&l hexane-acetone (80:20)
nQUIDuN 8.10.33.5 GC(R)-ELOAC/F5(54)/p.30 1iluveunamilad

MADINIIN 0.5 mg IAINMI¥LAY hexane-EtOAc (70:30)
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nAuEoEH 8.10.3.3.6 GC(R)-EtOAC/F6(55)/p.30 iluvnamamiiag
IMADINIIN 0.6 mg 1491932 A28 hexane-EtOAc (70:30)
nANEEH 8.10.3.3.7 GC(R)-ELOAC/F7(56)/p.30 1luvaavaiviiag
MA0IMIIN 0.7 mg 1A91AN5¥LAIY hexane-EtOAc (70:30)
nauegaui 8.10.3.3.8 GC(R)-EtOAC/F8(57)/p.30 iluveamamiiag
MADININ 0.8 mg 1AINMI¥LAY hexane-EtOAc (50:50)
NAUERBT 8.10.3.3.9 GC(R)-EtOAC/FI(58)/p.30 uveumaniiad
MADININ 0.8 mg 1AINMI¥LAY hexane-EtOAc (50:50)
nAUEeBf 8.10.3.3.10 GC(R)-EtOAC/F10(59)/p.30 v umainiia
Fd0aniin 1.0 mg 1A9AMIBA8 hexane-EtOAc (50:50)
nquUIDuh 8.103.3.11 GC(R)-EtOAC/F11(60-64)/p.30 (Tuupavian
A A A o £y Y =
Wiadananiin 1.7 mg 1A91nn15%2A28 hexane-EtOAc (50:50 114 30:70)
nquIDuh 8.10.3.3.12 GC(R)-EtOAC/F12(65-80)/p.30 (Tuupavian
A A A @ Y Y
niladiapaniin 19.2 mg 1A91NN3%2A20 hexane-EtOAc (30:70)
NAuEREN 8.103.4 GC(R)-EtOAC/FA(37-48)/p.16 1iluveuvalviiad
A o Y Y =
IMAONNUN 4.6 mg 1891nM15¥2A20 hexane-acetone (87:13 04 50:50)
U l A I A A A
NQUE0EN 8.10.4 GC(R)-EtOAC/F4(75-158)/p.13 Huvpuradvitindivnany
Un 1.4 mg TaanmIszane hexane-acetone (84:16) 94 acetone
nauERsi 8.11 GC(R)-EtOAC/F11(105-120)/p.98 (Huveunamiladiiiea
Y 9 Y ) o Y a a‘{sl as 1Y o
Miin 168.0 mg 1A9INMI¥LAY hexane-EtOAc (75:25) 1l lvusgnidieisneanilng-
nInns Wl Taeld silica gel (< 0.063 mm, Merck 1.07729) ¥¥A18@2M1a2a18  hexane—CH,CL
s2uvay 40 mL uanuIudnTaay 20%, CH,CL-acetone @518 98:2 MDY 94:6 5¥LVAL
100 mL (AUATI0Y 3 mL, 92:8 UDI 86:14 52UVAL 50 mL IAUATIAY 4 mL iuaNuiludTIAg
A% 2% UAIWLAIW acetone YTWIAT 50 mL IRVATIAY 8 mL ATINAOUMILBNAIY TLC A1W15D
uen 18 9 nau aail
oA < A A A
nqueeen 8.11.1 GC(R)-EtOAC/F1(1-11)/p.26 1JUIDIHaINUATIHADY
@ kY 9y =
HUN 17.7 mg lavinmsvzdae CH,Cl,-acetone (98:2 D4 96:4)
oA < A A A
NQUEReN 8.11.2 GC(R)-EtOAC/F2(12-18)/p.26 1JUVDIHAINUATIHADY
W1in 5.7 mg 1491M5%2A0 CH,Cl,-acetone (96:4)
oA < A A A
NQuEosN 8.11.3 GC(R)-EtOAC/F3(19-20)/p.26 (Huvpuvalvitiamiany

Wiin 1.7 mg 1491M5%2A0 CH,Cl-acetone (96:4)
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1 [ A o A A A
naueoen 8.11.4 GC(R)-EtOAc/F4(21-30)/p.26 Wuvounalviadaed
1in 10.3 mg 1A91NMIBLAIY CH,CL-acetone (96:4)
naudosi 8.11.5 GC(R)-EtOAC/F5(31-36)/p.26 1Huveuvaviiadimans
W1in 9.0 mg 1A11NNIBLAIY CH,CL-acetone (96:4)
naudosi 8.11.6 GC(R)-EtOAC/F6(37-84)/p.26 1Huvaumaviiadimans
M1in 50.2 mg 1891N5%2A0 CH,Cl,-acetone (96:4)
oA I~ A A A
NQuEReN 8.11.7 GC(R)-EtOAC/F7(85-130)/p.26 1JUVDIHAINUATIHIADY
@ 4 9y =
HUn 7.4 mg lavinmsvzdae CH,Cl,-acetone (96:4 03 88:12)
NQUERBT 8.11.8 GC(R)-EtOAC/FS(131-147)/p.26 ilureamaiviindimaes
@ 4 9y =2
HUN 7.5 mg lavinmsvzdae CH,Cl,-acetone (86:14) 4 acetone
AAUEDLN 8.11.9 GC(R)-EtOAC/FI(148-155)/p.26 1Huvpumaviiadiviaes
1N 14.1 mg 1A91NMIB2A8 acetone
nquUdoui 8.12 GC(R)-EtOAC/F12(121-169)/p.98 Huveunaviiadiiaia
wiin 320.1 mg 189INMM3¥2A0 hexane-EtOAc (75:25) 1h il lRuTanidaeisaedauiilns-
Innsl Teeld silica gel (< 0.063 mm, Merck 1.07729) ¥2A18§1M182a18  hexane-acetone
§AT1EI 99:1 IUDY 90:10 5YUVAL 80 mL, 87:13 WD 84:16 5¥VVAL 120 mL 1AUATIAL 5-6
mL, 82:18 9UI 78:22 52UVAL 40 mL ANANWIUTT AFI0% 1-2 % AVATIL 6-7 mL, UAIVY

a <] qgj
@91}'35153‘]_]‘]_] 50:50 15uas 100 mL thUATIae 10 mL ﬁijﬂﬁﬂﬂﬂ'ﬁuﬂﬂﬁ}'}ﬂ TLC ﬁ”l?J']'iﬂL!fJﬂllg{ 7

9
1 -2

NQN ALl
1 (] ~ I A A A
naueoen  8.12.1 GC(R)-EtOAc/F1(1-4)/p.17 Wuvounalviadaed
NN 1.6 mg 1491NN13%2A28 hexane-acetone (87:13)
1 (] ~ I A A A
naueoen  8.12.2 GC(R)-EtOAc/F2(5-7)/p.17 Wuvounalviadiaed
1N 23 mg 1@91nMI¥2AI8 hexane-acetone (87:13)
Vo A IS A A A
nQueeeN 8.12.3 GC(R)-EtOAC/F3(8-17)/p.17 1JUv0avaIniiadviand
YN 5.1 mg 1491nM13%2A28 hexane-acetone (87:13)
Vo A 3 A A oA
NQUEEN 8.12.4 GC(R)-EtOAC/FA(18-24)/p.17 1JUVDIHAINUATIHADY
YWun 11.5 mg 1491nM13%2A28 hexane-acetone (87:13 oN 86:14)

A A A

NAUERBTN 8.12.5 GC(R)-EtOAC/F5(25-95)p.17 ilureamaiviiadimaes

4
a

Min 210.0 mg 1ANMIVLAIY hexane-acetone (86:14 84 82:18) 1 Ml InuSansa1673

q

aeaui TasanInns il Taeld silica gel (< 0.063 mm, Merck 1.07729) %2A883%1a2a18 hexane-

CH,CI, 1vay 20 mL WUANUEIUTINTIAL 10%, 98:2 IUDI 96:4 2UVAL 20 mL, 94:6 IUDI
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92:8 57UVAL 90 mL 1HUASIAY 1 mL inanuduiinsias 2% udivedle MeOH 1/51nas 30
mL 1AUATIAZ 8 mL A5INABUMIUENAIY TLC annsauenld s ngu dail
nauEesN 8.12.5.1 GC(R)-EtOAc/F1(1-24)p.22 iluveuvaiviiad
Mand 1iin 4.3 mg 1avinmsveaae CH,Cl,-acetone (94:6)
J ' A I <3 A A
naueoen 8.12.5.2 GC(R)-EtOAc/F2(25-65)/p.22 WuvowUIdang
1IN 120.5 mg (57 NMR SSS 2408) 1891nn13%¢@28 CH,CL-acetone (94:6) Aiv cowanol (4)
nqudoui 8.12.5.3 GC(R)-EtOAc/F3(66-81)/p.22 iiluveamaiviiad
A Y Y Y =
M09 1N 13.3 mg 1AINMT¥LAIY CH,Cl,-acetone (94:16 D3 92:8)
nqudoui 8.12.5.4 GC(R)-EtOAc/F4(82-86)/p.22 iiluveamaiviiad
A o Y Y
MA09 11in 12.5 mg 1d91nmMIszaIe CH,Cl,-acetone (92:8)
NANEEEN 8.12.5.5 GC(R)-EtOAC/F5(87-100)/p.22 1iluveuvaiviiad
= @ Y Y =
1804 1IN 4.7 mg 1AINMIBAIY CH,Cl,-acetone (92:8 04 50:50)
o oA 3| A A
NANEREN 8.12.6 GC(R)-EtOAc/ F6(96-112)/p.17 1luvoanaIniiadinany
U 12.5 mg 1A910N13%2 A8 hexane-acetone (82:18 a4 50:50)
1 [ A | A A A
NQUeoeN 8.12.7 GC(R)-EtOACc/F7(113-120)/p.17 Wuvounalviadiiaed
1N 16.7 mg 1@91nMI¥2A28 hexane-acetone (50:50)
nqudosi 8.13 GC(R)-EtOAC/F13(170-178)p.98 Huvsunavniiadiiena
110 46.2 mg 1@9MNMIVAI8 hexane-EtOAc (70:30)
nQUEnBN 8.14 GC(R)-EtOAC/F14(179-190)/p.98 iluvesumaniladiinia
M1in 62.6 mg 1AAMTBEAIY hexane-EtOAc (70:30)
nQUERBN 8.15 GC(R)-EtOAC/F15(191-201)/p.98 iluvesmaniladiinia
119N 20.5 mg 1A9ANTBEAIY hexane-EtOAc (70:30 D4 68.5:32.5)
nAUERBR 8.16 GC(R)-EtOAC/F16(202-221)p.98 iluveamaniladiinia
110N 19.6 mg 1A9AMIBAI8 hexane-EtOAc (68.5:32.5)
nqudouh 8.17 GC(R)-EtOAc/F17(222-271)/p.98 Huveunamiiadiiaia
119N 48.9 mg 1A91NMIB2AI8 hexane -EtOAc (68.5:32.5 D14 50:50)
nqudoui 8.18 GC(R)-EtOAC/F18(272-300)p.98 Huveunaviiadiiaia
11in 18.0 mg 1491AM5¥2A28 hexane-EtOAc (50:50 84 45:55) 1182 EtOAc-MeOH (80:20)
2.2.9 AgUi 9 GC(R)-EtOAC/FI(29-31)/p.88 uvesudiadtihmaniin 780.8 mg 14
91NN15%2A2Y hexane-acetone (60:40 D3 55:45) 1h Tl 1FDTgnTA1875 Avdut Iasin Tnns il

Taeld silica gel (< 0.063 mm, Merck 1.07729) Haz¥eAI8AIaza18  hexane-acetone 993 1AI
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05:5 DT 85:5 (FUATIAY 8 mL, 82.5:17.5 auda 75:25 iuariutniias 2.5% Muasaay 23
mL 1ag acetone-MeOH DA518IU 50:50 1ATaN5EUUAE 100 mL Lﬁﬂﬂ%ﬂaz 2-3 mL G'mﬁ’uﬁizuu
90:10 @529@UMIUENAIY TLC eansauon’la 11 ngu Sail

nqugesil 9.1 GC(R)-EOACFI(1-21)/p.46 1luvewdsdimaes win 4.6 mg 18
INNIFEAIY hexane-acetone (90:10 5087.5:12.5)

nqugesil 9.2 GO(R)-EIOAC/F2(22-34)/p.46 ifuvounamilafimdes niin 8.7
mg ”lﬁmﬂmwzﬁ'aa hexane-acetone (87.5:12.5 5Q 85:15)

nqugesil 9.3 GC(R)-EOAC/F3(35-38)p.46 iiuveunamilaiivides min
13.4 mg 14910N13%2A28 hexane-acetone (85:15)

nqueesil 9.4 GC(R)-EOAC/F4(39-51)p46 iiuveunamilaiimies min
37.6 mg 1491013 %2A28 hexane-acetone (85:15 R 82.5:17.5)

NquEesR 9.5 GC(R)-EtOAC/FS(52-58)/p.46 1luveunamiladimdes wiin
22.3 mg 1491013 %2A28 hexane-acetone (82.5:17.5 R 80:20)

ﬂ’cjmieﬂﬁ 9.6 GC(R)-EtOAC/F6(59-72)/p.46 1uvpadadviany viin 0.4 me
1491nM3B=A8 hexane-acetone (80:20)

nqubesil 9.7 GC(R)I-EOAC/FT(73-75)p46 Huveanarmiindindes wiin

a

135.5 mg 1891nM15%2A10 hexane-acetone (80:20) 111 1 1¥uTgnIAre35A0daNT Insan Tnns il

Tae14 silica gel (< 0.063 mm, Merck 1.07729) ¥2A18§1M182A18 hexane-acetone DAIIEAIU 94:6
v 9 Y

D9 84:16 52UVAL 20 mL, 80:20 IUDY 75:25 T2UVAL 40 mL tiuaTuiniia 2.5% 1Ay

o 4 o
A3 1-2 mL t1ae 50:50 L@%ﬂll 40 mL 1DUAIIae 7 mL ﬁijﬂﬁﬂﬂﬂ’lillﬂﬂg]}ﬁﬂ TLC 'ﬁ’lll’lﬁﬂll,flﬂhl@s{

e

1 [

2 ngu fail
1 [ A IS A A A Y
NueoeN 9.7.1 GC(R)-EtOAc/F1(1-8)/p.53 WuvournaIniad@masy Hin
14.6 mg 1@91nM5¥2A28 hexane-acetone (80:20)
(R A | A A = @
NQUEREN 9.7.2 GC(R)-EtOAC/F2(9-85)/p.53 1Huvpaviadniiammananiin
114.1 mg 14917N13%2A28 hexane-acetone (80:20 oR 50:50)
nAUERBT 9.8 GC(R)-EtOAC/F8(76-94)/p.46 1uveumaniiadimananiin 2.2
mg ”lﬁmﬂmww’hﬂ hexane-acetone (80:20 5Q 77.5:22.5)
NAUERBN 9.9 GC(R)-EtOAC/FI(95-122)/p.46 1ilueamaiviiadivaesniin
138.4 mg 14910N13%2A28 hexane-acetone (77.5:22.5 R 75:25)
AAUEDEH 9.10 GC(R)-EtOAC/F10(123-145)/p.46 iHuveuvaviiadimanawiin

73.5 mg 14910N13%2A28 hexane-acetone (75:25)
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nAuEoEH 9.11 GC(R)-EtOAC/F11(146-175)/p.46 iuveaviaiviiadimanamin
138.4 mg 1@91nM5¥2A28 hexane-acetone (75:25) 118 acetone-MeOH (50:50)
2.2.10 AU 10 GC(R)-EtOAC/F10(32-33)/p.88 iluveaudisd@iinana wiin 366.7 mg
1#91nM5¥2A28 hexane-acetone (55:45 aR 50:50)
2.2.11 AgUh 11 GC(R)-EtOAC/F11(34-35)/p.88 iiluveaudiadimaniin 442.0 mg
14917N13%2A28 hexane-acetone (50:50)
1A < d ad o Y
2.2.12 NQUN 12 GC(R)-EtOAc/F12(36-43)/p.88 Wuyeasmimaniin 7.5 g 14
NNTFEAIY hexane-acetone (45:55 D940:60) LLNEITHT 50.2 mg AZANWAY dry pyridine (1 mL)
Tuadunanuuin 25 mL ududu Ac,0 5 viea MmsiumesluTaseu udnuasazaioi
a9y I ) a aaa Y Qs: = v 9 vy
gagined Wunal 3 %1119 Aanwil§isenaie TLC 91n1iueana@ie EtOAc 10 mL 1azd1
@1582210% U EtOAc 42011 2 x 10 mL gt luaisazatedu EtOAc 29 anhydrous Na,SO, 5211e

v o

fhazaneliurie uaznida pyridine Tagl¥ codistil @9 INTaNAY MeOH lavaamainiing
shaauaaniin s4.4 mg Ui lRusanide3iaedini TasunTnns il Taold silica gel (< 0.063
mm, Merck 1.07729) ¥£a2e@291a¢a19 CH,CL-MeOH 8a51au 99.5:0.5 /511015 100 mL a1
@28 CH,CL-MeOH 0A31d2U 99:1 audI 93:7 szuvaz 50 mL unnuduioniiay 1%
ATNAOUMSUINA TLC a1u1I0uenedIsla 8 ﬂfjuﬁaﬁy

Nqubesil 12.1 GC(R)-EOAC/FI(1-12) Fuvewnamiladihmanaain 4.7
mg (5% NMR SSS 2094) 1891nn1592@28 CH,CL-MeOH (99.5:0.5 auda 99:1)

Ngubesil 12.2 GC(R)-EtOAC/F2(13-30) Fuvounamiiadihmanaaiin 3.8
mg (398 NMR SSS 2095) 1801nn3%£@28 CH,CL-MeOH (99:1 Uy 99.5:1.5)

ﬂfcjmiaa'ﬁ 12.3 GC(R)-EtOACc/F3(31-54) Suvearatniiaiimanamiin 4.2
mg (398 NMR SSS 2096) 1421nn15%2A28 CH,CL-MeOH (98.5:1.5)

ﬂfcjmiaﬂ'ﬁ 12.4 GC(R)-EtOAc/F4(55-70) Suveavatniiaiimanamiin 8.4
mg (5%a NMR SSS 2097) 1891nm3seaas CH,CL-MeOH (98.5:1.5)

nqueesi 12.5 GC(R):-EtOAC/F5(71-107) Huveumamiiadimauasmin
17.7 mg (3% NMR SSS 2098) 1491nm3%2@28 CH,C1,-MeOH (98.5:1.5 91 98:2)

nqugesii 12.6 GC(R)-EtOAC/F6(108-127) Fuveamamiiadimauasmin
8.6 mg (3% NMR SSS 2099) 1891nn135%2#128 CH,CL-MeOH (98:2 U4 97:3)

nauUdoui 12.7 GC(R)-EtOAC/F7(128-135) iiluveanainiiadihmauaswiin

3.8 mg (398 NMR SSS 2100) 1891nn1592828 CH,CL-MeOH (98:2 94 97:3)
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naudosi 12.8 GC(R)-EtOAC/FS(136-183) luveamainiiadihmauasmin
10.9 mg (5%a NMR SSS 2101) 1891nM3%2&28 CH,CL-MeOH (98:2 914 97:3)
oA < 3 o v
2.2.13 NquN 13 GC(R)-EtOAc/F13(44-55)/p.88 Auveas@ihmaniin 2.1 g 14
INNIBLAIY hexane-acetone (40:60 4 30:70)
PoA < 3 o v
2.2.14 nQuN 14 GC(R)-EtOAc/F14(56-75)/p.88 Auveas@mihnaniin 3.5 g 14
1INMIVLAIY hexane-acetone (30:70 D4 10:90)
v oA < & oo Y v
2.2.15 Ui 15 GC(R)-EtOAC/F15(76-121)/p.88 i uvesuiadimanin 2.3 ¢ 14
INMIVLAIY hexane-acetone (10:90) — MeOH
2.3 AUANAY%U MeOH
druanat MeOH Hanvazidluveadamihmatumiin 74.1 g o wmaael
aroury TLC waati U 1dnnuez 1 auaany anisaldehyde-H,SO, reagent (3%e NMR SSS 2762)
amilszne 7
2.4 @ruanadu MeOH-H,0
duaiadu MeOH-H,0 Tdnvuziluvesdsd@ihmadumin 242 ¢ dioun
naaeudeury TLC 1dnir 1l 1dnwez 19d1aanu anisaldehyde-H,S0, reagent (5Wa NMR SSS

2763) mwalszneu 7

3. MIADVIANTANEIMEMN tazgaslnssadisvesasuignsinenlaonsnzana
a A ) A, 3 [ 1
asuTanifivenld innmgas lassadnlaeldisnwanln Insalntlifudiulng

Y]

' Y] ~ = 9 1 o ti'dy Yy 9
IIUNUVVDYANNNIYNIN L!,aﬂﬂﬂmiLﬂ’iﬂ‘]JL“l/lfJ“]Jﬂl’f)QﬁﬁN 9 ‘lJENﬁﬁﬂ‘}J“VIiJIﬂﬁElel?LLaO Gh«l
E4

QUABUTUNNAT R, UDIETUULHY precoated silica gel 60 GF,., MIMIAWHUIVOIA1TUY TLC

254
uassanilaTemnd 254 wazmie 365 nm tazmsl¥dIunauves anisaldehyde-H,S0, 1§
developing reagent Tagti1 luninuusn TLC &l l¥anuoud 80-120 °C w1 1di Faoz

Usingiuduanaeiu matufingavaeumaldiades Griffin 1eaulumiize 'c mstudinuau
maganausaddurisaluanin KBr disc %30 neat 191A304 Perkin Elmer FT-IR spectrum BX

KB w30 v Tuniae cm’ msifufinuoumsganausad

max max

anlaTns latimes uaaswailu v
g3-3ifagaga 191AT04 Shimadzu UV-2401PC atlnInsTulTadimes wanawaiiu £ 51091
Tuniae nm uaz log € Tudahazans BOH matiufindeya 'H- waz "C-NMR 191n304 Bruker
Avance 300 FT-NMR eitlnTnsfines @i 300 MHz uagii 75 MHz - gnAamesa i 8, 7.24 uasd,
77.00 Tudahiazate CDCL uaz 11 8, 2.04 e 5.29.80 lusiiazans acetone-d, Tu 'H- uaz c-

@ o w [ o 4 . . J
NMR a)nasumudiay ES unaai/nasy 1uinalein3e4 Finnigan LC-Q unaailnInsiiwos



HUNAIUTNATY hexane (11.7 g)

A

Aol Tasun Innswlyiiag o
hexane — CH2C12

CH,CI, - EtOAc

EtOAc - MeOH

1 2 3 5 (6.2 mg) 9

l

Avaui Iasan Inns

hexane — acetone

acetone - MeOH

13 C (57.7 mg)

cowaxanthone (2)

v
@15 B (225.5 mg)

cowanin (3)

v

kY g <
ANNIY acetone YU

v

15 A (14.5 mg)

B-sitosterol (36) LLag stigmasterol (37)

'
<A

k4
amisznou 8 a1susgninuen lAnindiudniasnyzuIasy hexane
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dIuanayu Et0Ac (30.0 g)

A 4

@ a o
aoauii Tasan Innslyiias

32

hexane — acetone

acetone - MeOH

\ 4
|
7 (153.1 mg) 8 (1.6g) 15
Aol Iasaun Innsl Aol Iasun Innsl
hexane — EtOAc hexane — EtOAc
EtOAc - MeOH EtOAc - MeOH
\ 4 v
T T 1
9 (69.8 mg) 10 (63.5 mg) 12 18
1 8 (12.9 mg) 10 (19.1 mg) 13
l (320.1 mg)
v @19 E (2.1 mg) filtrate
ﬂﬂﬁlllﬁiﬂillﬂ‘ﬂﬂ’ﬂ?\l solid (103 mg) filtrate Cowagarcinone E (17) (611 mg)
hexane — acetone l (59.5 mg) o o ~
aeaN Ingu Inns1i
acetone - MeOH v @ -
aeauy Iasu Inns il hexane — EtOAc
\ 4 hexane — EtOAc EtOAc - MeOH
| | EtOAc - MeOH
|
1 5 10 1 5(210 mg)
} ] l
| 2 Avau1l Iasu Inng 1l

mMsD (3.8 mg)
1,3,6-trihydroxy-7-methoxy-8-(3,7-

dimethyl-2,6-octadienyl)xanthone (1)

l

™3 C (3.9 mg)

cowaxanthone (2)

hexane — EtOAc
EtOAc - MeOH

1T

12 5
v

@195 F (120.5 mg)

cowanol (4)

I 9
amilsznav 9 ?ﬂi‘iﬁq%‘ﬁdLLEJﬂulﬁ}fﬂWﬂﬁ’JuﬁﬂﬂiWﬂGI%N?N“D'u EtOAc
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a v
HNanN133vée

1. HAMITNATITINIINVZUI

YTz UAazden (1.2 kg) Weoanan18@131azane hexane, EtOAc, MeOH

18 MeOH-H,0 (1:1) mud ey laadruanani q ail

AT 2 Llﬁﬂﬁﬁ’fl’JUﬁfTﬂﬁﬁﬂWﬂﬁWﬂ%gﬂﬂﬂﬁﬂﬂﬁﬂﬁ1ﬂ$ﬁ18

1 [ qﬂ// g} @ d' 9 [
Aauanayuy Wmini 1A (g) anvaE AN
g O )
hexane 19.9 VOIAIF AT
& a4 d
EtOAc 38.0 YOIUIIFA A
< J
MeOH 74.6 YOI A
< J
MeOH-H,0 242 YOIUAIIFTI A

<
2. HansugnasuaziasInuIgns

4
=

9
2.1 HAMIUENENTINAIUANAYY hexane YOITINBEUN HagIa1s 1HUTgNT
] 1 o qu/ o a = o o
uiedIUANAGFY hexane (11.7 g) wwenuazitliusans Insnoaui IasunTnnsil

a d 1 qﬂjl U
FUALTD ﬁ"l?J"IiﬂLLfJﬂulgl}ﬂZjllﬁTiﬂﬂﬁiJﬂ 9 nqu ("5 19 3)
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1 @ o E4 a <
A1 3 NAMTLENAITINAIUANA hexane VDIT1N¥LU Iagaoautl Iasun Inns il stiag

v

FEVUAIYE nguaAs Hnin AnYULag

hexane - CH,Cl,

100:0 - 90:10 1 1226 mg  vOuUHAIMHATIMADY
80:20 - 70:30 2 2235 mg  YouUMAIMIATINAD
70:30 - 50:50 3 5295 mg  vouUMAIMUAFIMAY
50:50 - 30:70 4 24¢g vounaIMiliadnang

hexane - CH,CL, 814 CH,C, - EtOAc
30:70 - 80:20 5 62¢g vouraMHadag

CH,CL, - EtOAc

80:20 - 60:40 6 1.0g vounaIniadaes

60:40 - 50:50 7 1348mg  vouWaIMiaTIAe

50:50 - 0:100 8 187.0mg  VOUHAIMHATINADY
EtOAc — MeOH

80:20 — 0:100 9 5295mg  VBAUAIAM

o ! o Yy a Q‘{ = a 1 A o
1MIINQUEs Tum1se 3 v lnusgns lasTasun Innsaiiaaee) tazioi

= 1 =) Q‘{z =
WIA59AOUA0 TLC, NMR 1oz MS anln InsaInil wunhldesuSaninavue 3 vila (1519 4)

PRl

9
M3 4 sUsgnENuen IRNdIuanaFL hexane Y095 1NFZNI

2 Ed
=

ATUTYNS Wmdn %vesansludin %ueeals  anBuLdENs
(mg) ana Ty

1. @5dsenoy A 14.5 0.12 1.23x10°  voaudadun?
(B-sitosterol (36) LLag
stigmasterol (37))
2. @15lsznov B 2255 1.93 1.91x10”  vouadmaa
(cowanin (3))
3. 151szneu ¢ 472 0.40 3.99x10°  veudadmana

(cowaxanthone (2))
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4
=

Y
22 HaMsLeNaIINNAIUARATU EtOAC Y9951 sLU Az i 19T ans
d‘ ) 1 [ :ll ) [ o =l a <
WednanatU EtOAc (30.0 g) 1hinen lagaoauil lasun Innsidlwtas dwise

Y
4 1 o 1
l,wﬂ"lﬂﬂquﬁﬁmwm 15 QU (M13195)

] o a < [l ] qu
A1 5 WamILenas laeaeauil 1asun I Ny Has 1A IUANAYY EtOAC YDITINWEUIN

v

ILVUAIYE nguaANg Wmin (mg) AnyUrag
hexane - acetone maméﬁa?fmnﬂuﬁmmmm
100: 0 — 95:5 1 46.5 niladimaes
90:10 2 109.2 VoM HAdI1ADY
85:15 3 67.0 voamamiiadiiaa
85:15 4 35.6 voamamiiadiaia
80:20 5 94.6 voamamiiadihaa
75:25 6 61.5 voaudaluivveuramiiag
vhaa
75:25 — 70:30 7 153.1 voamamiiadiiaa
70:30 — 60:40 8 1.60 g vouramiladmiaes
60:40 — 55:45 9 780.8 voamamiiadihaia
55:45 - 50:50 10 366.7 voaudadiiaa
50:50 11 442.0 voaudadiiaa
45:55 — 40:60 12 75¢ voadadihaa
40:60 — 30:70 13 21g voandedihna
30:70 — 10:90 14 35¢ voandedina

hexane - acetone
10:90 — 0:100
1lag acetone - MeOH

90:10 — 0:100 15 23g voaudadiea

d.
a a

° ' ° 9 S Aa A o
1MINNgUas lumsna 5 i 1dusens lagInsun InnsWriacie « uaziiorimn

L)

s ¥
A32980UA0 TLC, NMR 1oy MS aulnInsa Inil wunldansusgninavua 4 siia (a1519 6)



a a’" 9 1 [ 09:
AT 6 mﬁmqmﬁuaﬂ"lmmmuaﬂmu EtOAC UDNTINWEUN
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£

AMIUIIND wmin %uesdslu %ueedns Ty anyUTas
(mg) RGO
-2 -4 <= A
1. a5Useneu ¢ 3.9 1.3x10 1.78x10 VOULVITINAD
(cowaxanthone (2))
-2 -4 <= A
2. #15Usenou D 3.8 12.7x10 3.21x10 VOULVITINADY
(1,3,6-Trihydroxy-7-methoxy-8-
(3,7-dimethyl-2,6-octadienyl)
xanthone (1))
-3 -4 3 A
3. @15Usenou E 2.1 7.0x10 3.30x10 ERNIONGATGRN
(cowagarcinone E (17))
4. @15158n0V F 120.5 4.0x10" 1.02x10° MR GG

(cowanol (4))

d v
3. auAmImamwueInsuIgninuenldensinzang

= BZ 9 = a Q‘/ 1 a d‘
Nafﬂiﬁﬂ‘HWﬁiJ‘]JﬂVINﬂWEJﬂ']WLm%‘UleJua‘ﬂNﬁL‘]_lﬂIVliﬁiﬂﬂﬂlﬂﬁﬁ"ﬁﬂiﬁ;ﬂ‘ﬁl!@ﬁz%ﬂ@ﬂ

9

Y v A
LLEJﬂ"lﬂil1ﬂ§1ﬂ%mmﬁmmu

3.1 815U52N0U A (@IUNENTEHIN S-sitosterol (36) LA stigmasterol (37))

1nin 14.5 mg

Wuveandiadun mp 168-175 °C [lit. mp 169-175 °C (19U 1UATAI19IH. 2550

:51)]

R, 0.41 (10% ethyl acetate-hexane UIU 4 591)

'H-NMR (CDCL,) O : taaalumisng 9

3.2 @151U52n0U B (cowanin (3))

UIMUN 225.5 mg

L EMICAGRIGLEY mp 129-132 °C [it. mp 135-137 °C (na Pattalung;

Thongtheeraparp; Wiriyachitra; & Taylor. 1994: 365-368)]

R; 0.36 (20% acetone-hexane IUIU 3 591)
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AEM (log &) : 244 (4.60), 258 (4.52), 316 (4.41), 352 (4.06) nm [lit. A5

max max

(log &) : 244 (4.56), 260 (4.51), 325 (4.37), 364 (4.06) nm (na Pattalung; Thongtheeraparp;
Wiriyachitra; & Taylor. 1994: 365-368) ]

VI 13425, 3293, 2966, 2914, 1644, 1608, 1581, 1463, 1455, 1435, 1280, 1186,

max *

1157, 1077, 1046, 984, 946, 901, 845 em’ [lit. V% . 3432, 1643, 1608, 1581, 1451, 1157 em’ (na

max *

Pattalung; Thongtheeraparp; Wiriyachitra; & Taylor. 1994: 365-368)]

'H- oz "C-NMR (CDCL,) O : udasluasia 10 wag 11

3.3 @151U52n01 C (cowaxanthone (2))

Y
%

UIMN 51.1 mg

AuvewiadiMans mp 191-192 °C  [lit. mp 196-197°C (na Pattalung;
Thongtheeraparp; Wiriyachitra; & Taylor. 1994: 365-368)]

R, 0.22 (20% ethyl acetate-hexane NUIU 4 591)

AEM (log &) : 242 (5.01), 259 (4.97), 320 (4.77), 364 (4.65) nm [lit. AE"
(log &) : 244 (4.40), 261 (4.41), 319 (4.27), 366 (3.85) nm (na Pattalung; Thongtheeraparp;
Wiriyachitra; & Taylor. 1994: 365-368)]

V"' - 3528(sharp), 3128, 1631, 1609, 1566, 1485, 1451, 1311, 1290, 1226, 1190,

max

1175, 1160, 1093, 1016, 840 cm’ [lit. Prer 3367, 1639, 1615, 1574, 1488, 1179 cm’ (na Pattalung;

max *

Thongtheeraparp; Wiriyachitra; & Taylor. 1994: 365-368)]

'H- 18z "C-NMR (acetone-d,) O : 1aaalumsn 12 uaz 13

ESMS (-ve): (% relative intensity) m/z 409 [M-H] (100)

3.4 a15U52n0U D (1,3,6-trihydroxy-7- methoxy-8-(3,7-dimethyl-2,6-octadienyl)

xanthone (1))

111N 3.8 mg
Auveadadimasa mp 199-201 °C  [lit. mp 205-206 °C (Lee; & Chan. 1997:
2038-2040)]

R, 0.41 (40% acetone-hexane)

AEM (log &) : 241 (4.46), 251 (4.41), 311 (4.29), 344 (3.90) nm [lit. AV (log&):

max max

242 (4.50), 253 (4.44), 310 (4.32), 348 (3.95) nm (Lee; & Chan. 1997: 2038-2040)]
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V?neaa; 13420, 2922, 1642, 1606, 1578, 1466, 1432, 1297, 1161, 1113, 1075, 1029,

840 cm ' [lit. V' 3410, 1640, 1600, 1570, 1160 cm ™ (Lee; & Chan. 1997: 2038-2040)]

'H- 119z "C-NMR (acetone-d,) O : eraa U119 14 uaz 15

ESMS (-ve): (% relative intensity) m/z 409 [M—H]_ (100)

3.5 8151520V E (cowagarcinone E (17))
Vi 2.1 mg
Wuveadivans mp 176-178°C [lit. yellow gum (Mahabusarakam; Chairerk;
& Taylor. 2005: 1148-1153)]
R, 0.41 (40% acetone-hexane)

'H- oz "C-NMR (CDCL,) O : uaaaluaisna 16 uaz 17

ESMS (-ve): (% relative intensity) m/z 535[M-H] (67)

3.6 @151/52n0U F (cowanol (4))
v 120.5 mg
Auueadadnany mp 125-127 °C [lit. mp 122-124 °C (na Pattalung;
Thongtheeraparp; Wiriyachitra; & Taylor. 1994: 365-368)]
R, 0.54 (40% acetone-hexane UIU 2 501)
AEM (log &) : 243(4.83), 256(4.41), 316(4.62), 352(4.29) nm [lit. A (log&) :
244 (4.51), 260 (4.41), 318 (4.36), 358 (3.82) nm (na Pattalung; Thongtheeraparp; Wiriyachitra; &
Taylor. 1994: 365-368)]
Vet 3397 (braod), 2967, 2926, 1643, 1607, 1583, 1463, 1433, 1281, 1186, 1157,
1080, 1045, 986, 946, 839 cm [lit. V¥ . 3374, 1647, 1608, 1583, 1463, 1156 cm” (na Pattalung;
Thongtheeraparp; Wiriyachitra; & Taylor. 1994: 365-368)]

'H-11az "C-NMR (CDCL,) O : naaaluaisna 18 uaz 19

ESMS (-ve): (% relative intensity) m/z 493 [M-H]_ (100)



UNN 5

"\ v
a3 efilsewa nazvarauonuy

a d a ad
ﬂ1ﬁ?lﬂi13‘i’iﬁ1gﬂiiﬂiﬁﬁ%’1ﬂﬂlﬂﬁﬁ1‘§ﬂﬁq°ﬂﬁ
VINMSANATINTYLUNAI0729192818 hexane, EtOAc, MeOH 1ag MeOH-H,0 (1:1) 1ijo

k4 4
WdIuanad hexane way Et0Ac lilimsuenliusgniaomaiinlasunInns il dwnsouen

Y
1314591 6 wiia saee T

'
<A

9
ATN 7 ATUIYND Llﬂﬂblgljiﬂﬂﬁfluﬂﬁjﬂsl?u hexane UDITINBENII

Q)

a3 Foe1s Untin % yield
(mg)
A AIUNTUTEHIN S-sitosterol (36)
iy stigmasterol (37) 14.5 1.23x10°
B cowanin (3) 225.5 1.91x10”
C cowaxanthone (2) 472 3.99x10°
M3 8 mﬁu?qw%fﬁuaﬂ"lﬁmﬂdauﬁﬁﬂﬁi?u EtOAc U9451NFZUN
a3 Foe1s Yo % yield
(mg)
cowaxanthone (2) 3.9 3.30x10"
D 1,3,6-trihydroxy-7-methoxy-8-(3,7-dimethyl-2,6-
octadienyl)xanthone (1) 3.8 3.21x10™
E cowagarcinone E (17) 2.1 1.78x10™

F cowanol (4) 120.5 1.02x10°
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1. 615 A (@IUNTUTEHIIN S-sitosterol LA stigmasterol sss2644)

S-sitosterol (36) stigmasterol (37)

a3 A WuvewdeduninutSinannn 18811950 anisaldehyde-H,SO, reagent UMLHY
TLC mMInM3INATIeHanyae H-NMR spectrum ¥84815 A WUdayanal olefinic proton fi 8532
(17H, br d, /= 4.5 Hz), 71 & 5.13 (1H, dd, J = 15.0, 8.4 Hz) trazfi & 4.98 (1H, dd, J = 15.3, 8.4 Hz)
wazdaya 1M ved carbinol proton 71 O 3.50 (1.9H, m) uazﬁﬂujﬂunmﬁcﬁ’u%uslwﬁ’;ﬂé?awi 005-25
ppm Lﬁagﬂ?ﬂugﬁau%m 'H-NMR 499815 A 1 UYOINAUTEHIN  S-sitosterol (36) 1A
stigmasterol (37) (9HQ 1MATAI1931. 2548: 56) wuhildnvazlndiReeiy iWenSeuifeua R,
YOIA1T A N authentic YDIFIUNTUTZHIN p-sitosterol LAY stigmasterol Tuszuudviazae
a1 wuniauinunes 14du290Y anisaldehyde-H,SO, reagent tillounu uazdoya 1H-NMR
LLEA4 integration Y94 H-6 (O 5.32) i1 1.7 uaz dayanaives H-22 (O 4.98) uag H-23 (O 5.13) ¥4
stigmasterol 081992 1H ﬁﬂﬂgju M5 A A9 EIUNANTIHIN p-sitosterol g stigmasterol Tu

9M35189U 0.7:1

f-sitosterol 1Az stigmasterol 1uasiny & 1) lufisnareviia vaziisieaums wulu
ﬁ%aqa Garcinia Wy Tuluyzazriaig (G. xanthochymus) (Singh; et al. 1991: 286) Amsy
stigmasterol nulunsvesrzuiah (G. bancana) (Rukachaisirikul; et al. 2005: 342-343) AIUNAVD

Ebenus pinnata Ait. Gﬁaagﬂmﬁ Leguminosae (Abreu; et al. 2007: 32-34)
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M1519 9 Yoya H-NMR U0Ia15WaNTZNIN S-sitosterol (174) 1Az stigmasterol (1) ttaz H-NMR

wo9a1s A tuinlu cDCl,

VOIF1THEANTZHIN S-Sitosterol (36)

o195 A

AU 118z Stigmasterol’ (37)
3 3.51 (3H, m) 3.50 (1.9H, m)
6 5.36 3H, brd,J=5.0 Hz ) 532(1.7H, brd, J=4.5Hz)
18 0.78 (9H, s) 0.76 (6H, s)
19 1.08 (9H, s) 1.00 (6H, s)
21 0.97 (9H, d, J= 6.6 Hz) 0.99 (6H, d, J= 6.6 Hz)
22 5.05 (1H, dd, J= 14.0, 8.0 Hz) 498 (1H, dd, J=15.3, 8.4 Hz)
23 5.14 (1H, dd, J= 14.0, 8.0 Hz) 5.13 (1H, dd, J=15.0, 8.4 Hz)
26 0.84 (9H, d, J="7.0 Hz) 0.82 (6H, m)
27 0.82 (9H, d, /= 7.0 Hz) 0.81 (6H, m)
29 0.86 (9H, d, /= 7.0 Hz) 0.89 (6H, m)

"Y1 IWUATAININ. (2548) : 56
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2. @19 B (cowanin sss2714)

<3| < A A P Y a A S @ .
a5 B iluvewdedimdesiuen ladsinamniiga Using@ifieany anisaldehyde-H,SO,
reagent YU TLC ﬁﬂﬂﬁa?’mmai} 129-132 °C IR spectrum W‘ULLﬂ”UﬂTiﬁJu!L‘U‘Uﬁﬂ"UENﬁy: hydroxyl
13425 cm” WY conjugated carbonyl 11 1644 cm” W1j C=C 91 1608, 1558, 1463 cm 1azny C-O

1280 uay 1157 cm’'

1InUoya 'H-NMR, "C-NMR, DEPT, COSY tiaz HMQC (1519 10) WUa1s B 11z
W 1,3,5,7-tetraoxygenated xanthone TﬂfJW‘]JﬁJﬂJiyﬂm singlet Y8 chelated hydroxyl (1-OH) ﬁ )
13.77 ‘qu: methoxyl ﬁ 03.77 ﬁmmm& singlet Y94 aromatic proton 2 u,m'maz 1 proton ‘ﬁ 0 6.26
woz 679 Fahnwiluves H4 waz H-5 awddy  wuduyaaveany geranyl 1wy &9
1/52nDUAY olefinic methine proton 2 LA ﬁ 0525 (1H, brt,J=6.7 Hz) tas 5.00 (1H, brt, J=
6.7 Hz) ﬁﬂgﬂpmmm methylene proton 2 N ‘17] O 4.06 (2H, d, J = 6.7 Hz) tag 1.99 (4H, m)
dyny19l singlet Y94 vinylic methyl proton 3 UH UWIAZ 3 proton #8181 1.52 nay 1.57 uaz
W‘]Jﬁil{;ilzﬂmﬂl@ﬁ‘m;l: prenyl édﬂixﬂ@ﬂﬁ}’m olefinic methine proton ﬁ 0 5.25 (IH, br t, J = 6.7 Hz)

1
(3 I3

AWYI1UUDI methylene proton N 0 3.42 2H, d, J = 6.7 Hz) ﬁ’tymum singlet U943 vinylic methyl

g 9

proton 2 UHI 11 O 1.81 Lag 1.74

k4
“C-NMR uagz DEPT aulnasy weda1s B wudaanauesmisuousianua 29 uve laun
wiRamiueu 6 uve f 0164, 17.6, 17.8, 25.5, 25.8 Ay 62.0 WU WAAUATUOU 4 UK 7 O

21.4, 26.4,26.5 1A% 39.6 WU IWAUMSVDU 5 1IN 093.2, 101.5, 121.4, 1232, 123.2 1A 124.2
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= A A 1

HardyUNMaodn 14 U1a Wuves amomeuismsven 1dun 0103.6, 108.5, 1122, 1312,

g

132.1, 135.5, 137.1, 142.5, 154.5, 155.0, 155.7, 160.6, 161.5 tag 181.9

foya HMBC (1313 10) wuanmduiusvesny geranyl i O, 4.06 (H-17) fu S, 137.1
(C-8) 142.5 (C-7) 1Az 112.2 (C-8a) UAAITINY geranyl 0 C-8 vosiluadvauasu TNy uazwy
AMUANTUT VoY prenyl 1 O, 3.42 (H-1) U S, 1085 (C-2), 160.6 (C-1) 1Az 161.5 (C-3)
WerAeI MY prenyl oAl C-2 veailunduezy TNy wenvnfiganuANudITLS HMBC v d,
6.26 (H-4) nu O, 108.5 (C-2) 1oz 161.5 (C-3) uazsznin 0, 6.79 (H-5) My O, 155.7 (C-6),
142.5 (C-7) uag 112.2 (C-8a) Yoya NOESY WuAMWAUIIUT VD9 proton 11 O, 5.25 (H-2"") fu
O, 1.99 (H-4")uaz O, 4.06 (H-1"") fiu O, 1.81 (H-9 ) M1¥n5 103wy geranyl Faduy £
configuration MIMMUARMMUWOY 'H uaz C chemical shift ¥09e13 B nsziilaslddoya

1D- 118 2D-NMR aauaadlumisn 10

Lﬁaﬁuﬁ’u%y‘a Y9415 B WU a15 B 01018 cowanin (3) anlSeuiivudeya 'H-NMR
iaz "C-NMR ¥89815 B N1 cowanin (3) (na Pattalung; Thongtheeraparp; Wiriyachitra; & Taylor.
1994: 365-368) Usgnouny avasual IR wag UV wuhadwaaenu agdd @15 B
laseahady 1 ,3,6-trihydroxy-7-methoxy-2-(3-methyl-2-butenyl)-8-(3,7-dimethyl-2,6-octadienyl)

xanthone 13 cowanin 3)

cowanin (3) tHuensnisenumsnulu)donduyeuia (na Pattalung; Thongtheeraparp:
Wiriyachitra; & Taylor. 1994: 365-368) (Likhitwitayawuid; Phadungcharoen; & Krungkrai. 1998:
70-72) 14518911V na Pattalung. et. al. a2 Likhitwitayawuid. et. al. N@1231%19815 cowaxanthone

(2), cowanin (3) Lta% cowanol (4) ansony Tdaueluasanave szl
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M31910 Yoya 'H-NMR, COSY, HMQC, HMBC taz NOESY weoda1s B 1ufinlu cpcl,

A Sy cosy" nmac” (8.) HMBC' NOESY'
1 13.77 (1H,s)
3 6.34 (2H, br s)
4 6.26 (1H, s) 93.2 C-2,3,4a,9a
5 6.79 (1H, s) 101.5 C-6,7, 8a, 10a
6 6.34 (2H, br s)
1’ 3.42 (2H, d,J=6.7 Hz) H-2’ 21.4 C-1,2,3,2° H-5’
2’ 5.25(2H, brt,J=6.7 Hz) H-1",4" 121.4 H-4
4’ 1.74 (3H, s) H-2" 25.8 C-2",5"
5 1.81 (6H, brs) 17.8 C-2,3,4
17 4.06 (2H, d, J=6.7 Hz) H-2"" 26.4 C-7,8,8a,2" H-9”, OCH,
27 5.25(2H, brt,J=6.7 Hz) H-1"",4",9" 123.2 H-4""
4" 1.99 (2H, m) 39.6 C-27,3"5 H-2"",6
57 1.99 (2H, m) 26.5 C37,77,6"
6" 5.00 (1H, brt,J=6.7 Hz) H-5"",8",10" 124.2 H-4",8
8 1.52 (3H, s) H-6"" 17.6 C-6"7,77,107 H-6
9" 1.81 (6H, br s) 16.4 C-27,37,4"
10~ 1.57 (3H, s) H-6 25.5 C-6"7,7",8"
7-OCH, 3.77(3H,s) 62.0 H-1"

‘proton-proton correlation through bond

*1-bond heteronuclear proton - carbon correlation

C .
long range heteronuclear proton — carbon correlation

dproton—proton correlation through space
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M3 11 doya 'H- uaz "C-NMR vesasilsznou B 1uiinlu CDCL, 182409 cowanin (3)

CRIAATN] silszneyu B cowanin (3)
5. SC 5, 611b Scb
1-0H  13.77(1H, s) 160.6 13.80 (s) 13.70 (s) 159.9
2 108.5 109.6
3 161.5 162.2

3-OH 6.34 (2H, br s) 6.13 (s) 6.13 (brs)
4 6.26 (1H, s) 93.2 6.30 (s) 6.32 (s) 92.2
4a 154.5 154.1
5 6.79 (1H, s) 101.5 6.86 (s) 6.78 (s) 101.7
6 155.7 156.8

6-OH 6.34 (2H, br s) 6.13 (s) 6.13 (brs)
7 142.5 143.3
8 137.1 136.4
8a 112.2 109.9
9 181.9 181.2
9a 103.6 101.9
10a 155.0 154.5
1’ 3.42 (2H,d,J=6.7 Hz) 21.4 345 (brd,J=7.0Hz) 3.19 (brd,J=7.02 Hz) 20.9
2’ 525 (2H, brt,J=6.7 Hz) 121.4 5.28 (m) 5.17 (brt,J=7.02 Hz) 122.5
3’ 1312 130.3
4 1.74 3H, s) 25.8 1.61 (s) 1.60 (s) 254
5 1.81 (6H, br s) 17.8 1.82 (s) 1.71 (s) 17.6
17 4.06 2H, d,J=6.7 Hz) 26.4 4.09 (br d, J=7.0 Hz) 4.00 (br d, J=6.67 Hz) 25.6
2" 525 (2H, brt,J=6.7 Hz) 123.2 5.28 (m) 5.13 (brt,J=6.67 Hz) 123.7
37 135.5 133.7
4 1.99 (4H, m) 39.6 2.03 (m) 1.90 (m) 39.3
5 1.99 (4H, m) 26.5 2.03 (m) 1.97 (m) 26.0
6" 5.00 (1H, brt,J=6.7 Hz) 124.2 5.03 (brt,J=7.0 Hz) 4.97 (brt,J=7.02 Hz) 124.1
7" 132.1 130.4
8 1.52 (3H, s) 17.6 1.59 (s) 1.51(s) 17.4
9" 1.81 (6H, br s) 16.4 1.76 (s) 1.71 (s) 16.1
107 157(GH, s) 255 1.54 (s) 1.47 (s) 253
7-OCH, 3.773H, s) 62.0 3.80 (s) 3.68 (s) 60.1

a o

Juinly CDCl, na Pattalung, Thongtheeraparp, Wiriyachitra & Taylor. (1994) : 365-368.

uinlu DMSO-d, Likhitwitayawuid, Phadungcharoen & Krugkrai. (1998) : 70-72.
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3. @13 C (cowaxanthone sss2183)

a5 C iuvewidmadosiuen 181/51050901@75 cowanin (3) 11813 cowanol (4)
1310 @W8INY anisaldehyde-H,SO, reagent VU TLC UyAanaoumad 191-192 °C IR spectrum
WULAUMI FULUUBAYE MY hydroxyl 71 3128 em” 13 conjugated carbonyl i 1631 cm” 3] C=C
i 1609, 1556 1Az 1485 cm' wazHy C-0# 1290 uag 1179 cm’ Sy s Cc uiwzdly

a5Usenouuy INUUIRINUETS B

13

1Indoya 'H-NMR, “C-NMR, DEPT, COSY uag HMQC (1519 12) Wuas C U
i 1,3,6,7-tetraoxygenated xanthone Tﬂﬂwuﬁ’mumum singlet ¥®Y chelated hydroxyl (1-OH) ﬁ )
13.42 Wy: methoxyl ﬁ 0 3.96 ﬁiy,aunm singlet Y94 aromatic proton 3 L¥i4 ﬁ O 6.46, 6.89 uaz
7.53 Wﬂﬁﬂgﬂlﬂmﬂlax‘ﬂfii&i geranyl 1 ‘Viqu: U352nPUAIY olefinic methine proton 2 YN ﬁ 0 5.30 (1H,
brt, J=7.2 Hz) tag 5.06 (1H, brt, J= 7.2 Hz) ﬁJﬂJuﬂlﬂmellfN methylene proton 2 LN ﬁ 0335
(2H, d, J = 7.0 Hz) 1as 1.95 (4H, m) uazﬁ’tgiym singlet U84 vinylic methyl proton 3 U9 ﬁ o

1.78, 1.53 uag 1.58

“C-NMR 118 DEPT spectrum Y9313 C W1 “tlulmﬂmmmm{muﬁwm 24 uia laun
WRAMTUOU 4 UHI 7 O 162, 17.6, 25.7 182 56.6 WLMRAUMSLOU 3 1ria 7 O21.8, 273 uae
404 WumiiumIuen s ura i 093.8, 103.5, 105.6, 123.2 uaz 125.1 uazdagafividesn 12
ura Wuvesmamewsasueu 18un 0102.0, 111.1, 131.5, 132.0, 135.1, 146.5, 154.0, 154.9,

157.0, 161.2, 163.2 tag 180.3

9 v o ] A 4 Y
1ndoya HMBC WuANWAURUSURINY geranyl 71 O, 3.35 (H-1') MU 111.1 (C-2) O,
161.2 (C-1) waz O, 1632 (C-3) uAAIIMY geranyl og C-2 vosiundvauauIny Joya
NOESY Nuauduiuived proton #i O, 3.35 (H-17) iy 1.78 (H-9) anuduiuived proton

# 0, 195 (H-4) M 530 (H-2) uaz 5.06 (H-6 ) MIWNTIWIMY geranyl FadwnY E
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configuration I¥UIALIAU cowanin WUANUEWRUTUDS proton 71 O, 13.41 (1-OH) M 3.35 (H-1")
Wumsiududumiavesy geranyl i C-2 uonnil wuaNuEWUFLUY NOESY 04 proton
19, 7.53 (H-8) M Y methoxyl HAZANNENRUS HMBC 581319 methoxyl proton i O, 3.96

i1 C-7 (O, 146.5) 1eAIIMY methoxyl ogNAIMMIUI C-7

@13 C AR pseudo molecular ion peak A m/z 409 [M-H] &4as5anugas luana C,H, O

2676

4 4 1 I
edududeyanidseanTiudy wud s € e1iu cowaxanthone (2) JufSouiioudoya 'H-

ez "C-NMR ¥849&15 C 11 cowaxanthone (2) (na Pattalung; Thongtheeraparp; Wiriyachitra; &
Taylor. 1994: 365-368) Uszneunuganaommal UV uag IR wuhadwaaenuy wwagln as

C o 1,3,6-trihydroxy-7-methoxy-2-(3,7-dimethyl-2,6-octadienyl)xanthone W30 cowaxanthone 2)

M319 12 Yoya 'H-NMR, COSY, HMQC, HMBC t1az NOESY ¥83a15 C 1iufinlu acetone-d,

A S, cosy? HMQc® (50) HMBC® NoEsY!
1 13.41 (1H,s) C-2,9a H-1’
4 6.46 (1H, s) 93.8 C-2,3,4a,9a
5 6.89 (1H, s) 103.5 C-6, 7, 8a,10a
8 7.53 (1H, s) 105.6 C-6, 7, 8a,10a -OCH,
1’ 3.35(2H,d,J =7.0 Hz) H-2’ 21.8 C-1,2,3,2°,3" H-9’
2’ 530 (1H, brt,J=7.2 Hz) H-1",4",9" 123.2 H-4"
4’ 1.95 (4H, m) H-2" 404 C-3',5 H-2", 6’
5 1.95 (4H, m) H-6" 273 C-4’
6 5.06 (1H, br t, J=7.2 Hz) H-5", 87, 10° 125.1 H-4", 8’
8’ 1.58 (3H, s) H-6’ 25.7 Cc-6,7,10° H-6’
9’ 1.78 3H, s) H-2" 16.2 C-27,3, 47 H-1’
107 1.53 (3H, s) H-6" 17.6 c-6',7,8
7-OCH, 3.96 (3H, s) 56.6 C-7

“proton-proton correlation through bond
°1-bond heteronuclear proton - carbon correlation
‘long range heteronuclear proton — carbon correlation

dproton-proton correlation through space
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M3 13 Joya 'H- waz "C-NMR vesasilsznou C fuiinlu acetone-d, t1azvosas

cowaxanthone (2)

Avug as1seneu C cowaxanthone (2)

5, 5. 8, 5, 5.’
1 13.41 (1H, s) 161.2 14.45 (s) 13.34 (s) 159.4
2 111.1 109.8
3 163.2 10.82 (brs) 162.5
4 6.46 (1H, s) 93.8 6.37 (s) 6.39 (s) 92.9
4a 157.0 155.0
5 6.89 (1H, s) 103.5 6.91 (s) 6.87 (s) 102.7
6 154.9 10.82 (brs) 154.4
7 146.5 143.3
8 7.53 (1H, s) 105.6 7.58 (s) 7.41 (s) 104.8
8a 113.5 111.5
9 180.3 178.8
9a 102.0 101.4
10a 153.5 151.8
1’ 3.35(2H,d,J= 7.0 Hz) 21.8 3.46 (brd,J=7.0 Hz) 3.21 (brd, J =7.02 Hz) 20.9
2’ 5.30 (IH, brt, J= 7.2 Hz) 123.2 5.30 (brt,J=7.0 Hz) 5.17 (brt, J=7.02 Hz) 122.2
3’ 135.1 134.0
4’ 1.95 (4H, m) 40.4 2.06 (m) 1.89 (m) 40.1
5 1.95 (4H, m) 27.3 2.06 (m) 1.98 (m) 26.1
6 5.06 (1H, brt, J= 7.2 Hz) 125.1 5.06 (brt,J=7.0 Hz) 5.01 (brt,J=7.02 Hz) 124.1
7 132.0 130.6
8’ 1.58 (3H, s) 25.7 1.58 (s) 1.49 (s) 25.4
9’ 1.78 (3H, s) 16.2 1.83 (s) 1.71 (s) 15.9
10’ 1.53 (3H, s) 17.6 1.66 (s) 1.55(s) 17.4
7-OCH, 3.96 (3H, s) 56.6 4.00 (s) 3.86 (s) 55.8

=

“Yunnlu CDCI, na Pattalung, Thongtheeraparp, Wiriyachitra & Taylor. (1994) : 365-368.

*fufinlu DMSO-d, Likhitwitayawuid, Phadungcharoen & Krugkrai. (1998) : 70-72.
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4. 913 D (1,3,6-Trihydroxy-7- methoxy-8-(3,7-dimethyl-2,6-octadienyl)xanthone sss2470)

a5 D WuvewdeimdesinyldSmantes  Using@Ferdy  anisaldehyde-H,SO,
reagent YW TLC ﬁi;waaumm 199-201 °C IR spectrum WUL!ﬂUﬂﬁﬁu!L‘Uuﬁﬂ"Umﬁﬁ hydroxyl
#3420 cm” My conjugated carbonyl A 1642 cm’” Y C=C i 1606, 1578 1Ay 1466 om™ LAY
Wy C-0 7 1207 wag 1167 cm” sufums D suivziumssznounsu Tnu Wuderfums B

uag C

1InUoya 'H-NMR, "C-NMR, DEPT, COSY taz HMQC (1519 14) WUa1s D u1ae
5111 1,3,6,7-tetraoxygenated xanthone Tnewudyanaiiidnsazadiefuas C fio dyana singlet
U8 chelated hydroxyl (1-OH) ‘ﬁ 0 13.50 Tﬁ;‘i methoxyl ﬁ 0378 o UM singlet UDI aromatic
proton 3 11W3 U19@% 1 proton 71 O 6.18, 6.30 1A% 6.83 UAAII aromatic proton agi“lu@‘inmmﬁ
ANINVDIAT C WUFYYIUYOINY geranyl 1 Wy Y52N0UAIY olefinic methine proton 2 114
ﬁ 0 5.26 (1H, br t, J = 5.7 Hz) tag 5.02 (1H, br t, J = 5.7 Hz) ﬁmumuimﬂlﬂd methylene proton 2
LYY "ﬁ O 4.11 (2H, br d , J = 5.7 Hz) uag 2.04 (4H, m) Lmzﬁ’tyﬂgwm singlet U®3 vinylic methyl

proton 3 L1ia 7 O 1.82, 1.51 uaz 1.54

“C-NMR 1182 DEPT spectrum WU&Qianaiuesmsvounanyazadeiums ¢ &9
Usznoudis wiamsueu N1 O 16.5, 17.5 uag 25.7 WAAUMSUDU N1 O 26.7, 27.2 LAz 40.4
WAUMS DU N O 93.7, 98.7, 102.5, 1247 uag 1250 UASAIDMOUIIAMSUDU N1 O 104.5,

112.0, 131.5, 135.0, 144.5, 151.5, 156.5, 158.0, 164.0, 165.5 liay 182.5
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nndoya HMBC wuanwduiusvoany geranyl 7t H-1™ (S, 4.11) fu 8 135.0 (C-8),
144.5 (C-7) 8% 112.0 (C-8a) HAAIINY geranyl ogii C-8 vosiundoauwuTnu Joya NOESY
WAL Ye proton A1 O, 4.11 (H-1)) fu &, 1.82 (H-9") uazanmduiuivea proton fi
SH 5.26 (H-2,) bl 6H 2.04 (H-4,) “ﬁﬂﬁ!ﬂﬂﬂﬁ‘ﬂyj geranyl 90621111 £ configuration uﬁlﬂ%m{{
WUANNANTUTUOINY methoxyl i O, 3.78 #u S, 4.11 (H-17) Euduimy geranyl 047 C-8
HMQC wuanwuduiusvesdaana proton 71 O, 6.18 (H-2) U C-2 (S, 98.7) proton #i O,
6.30 (H-4) 1 C-4 (8_93.7) uaz proton i O, 6.83 (H-5) U C-5 (3. 102.5) uda31 proton W
3 13 aromatic proton figwmia 2,4 uaz s ey tazauduRuTves methoxyl proton

i1 C-7 (O, 144.5) Tas HMBC 11dA9314y] methoxyl 8guUAMWING 7 vostundsaua Tny

@13 D 1dAY pseudo molecular ion peak 9 m/z 409 [M-H] Gﬁqmﬁaﬁuqmimaqa C,,H,O,

4 { 1 I
WeduAuteyaniidsieauBudmun a3 D e1wdlu  1,3,6-trihydroxy-7-methoxy-8-(3,7-

dimethyl-2,6-octadienyl)xanthone 3u/Souifioudoya 'H- uaz “C-NMR v09e13 E MU (1,3,6-
Trihydroxy-7-methoxy-8-(3,7-dimethyl-2,6-octadienyl)xanthone (1) (Lee; & Chan. 1977: 2038-2040)
Usgnounuganasual  doya UV uaz IR wuhadieaasnu aglan @13 D fe 1.3,6-

trihydroxy-7-methoxy-8-(3,7-dimethyl-2,6-octadienyl)xanthone (1)
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M3 14 Yoya 'H-NMR, COSY, HMQC HMBC taz NOESY %0415 D 1iuiinlu acctone-d,

Aumiia 3, cosy" vQc’ 3,) HMBC NOESY'
1 13.50 (1H,s) C-2,9a
2 6.18 (1H, s) 98.7
4 6.30 (1H, s) 93.7
5 6.83 (1H, s) 102.5 C-6,7, 8a
I 411 (2H,brd,J=57 Hz) H-2' 26.7 C-7,8a,2,3" H-9,-OCH,
2’ 5.26 (1H, brt,J=5.7 Hz) H-17,9’ 124.7 H-4"
4 2.04 (4H, m) 40.4
5 2.04 (4H, m) H-6' 29.0
6 5.02(1H,brt,J=57Hz)  H-5,8,10" 125.0 H-8
8’ 1.54 (3H, s) H-6' 25.7 C-6,9,10° H-6
9’ 1.82 (3H, s) H-2" 16.5 C-2",3, 4
107 1.51 (3H, s) H-6 17.5 C-6',7,8
7-OCH, 3.78 (3H,s) 61.3 C-7

“proton-proton correlation through bond

°1-bond heteronuclear proton - carbon correlation

C .
long range heteronuclear proton — carbon correlation

dproton-proton correlation through space



M3 15 Yoya 'H- uaz "C-NMR veee31lsznou D uazvea1slszneu1,3,6-Trihydroxy-7-

methoxy-8-(3,7-dimethyl-2,6-octadienyl)xanthone (1) Tunnluy acetone-d,

AWMU a151sznou D 1,3,6-Trihydroxy-7-methoxy-8-(3,7-

dimethyl-2,6-octadienyl)xanthone" (1)

0, O, 0, O,

1 13.50 (1H, s) 164.0 13.40 (s) 162.9
2 6.18 (1H, s) 98.7 6.18(d, /=2 Hz) 97.7
3 165.5 9.46 (br d) 164.5
4 6.30 (1H, s) 93.7 6.29 (d, /=2 Hz) 92.9
4a 156.5 156.3
5 6.833 (1H, s) 102.5 6.81 (s) 101.7
6 158.0 9.46 (br s) 156.9
7 144.5 143.3
135.0 136.4

8a 112.0
9 182.5 181.1
9a 104.5 102.0
10a 151.5 154.5
1 4.11 2H, brd, J=5.7 Hz) 26.7 4.11 (brd,J=7Hz) 25.4
2’ 5.26 (1H, brt,J=5.7 Hz) 124.7 5.10 (m) 123.5
3 135.0 133.7

4’ 2.04 (4H, m) 40.4
5 2.04 (4H. m) 27.2 25.9
6 5.02 (1H, br t,J= 5.7 Hz) 125.0 124.0
7 131.5 130.4
8 1.54 (3H, s) 25.7 1.55(s) 253
9 1.82 (3H, s) 16.5 1.85 (brs) 16.0
10’ 1.51 (3H, s) 17.5 1.55(s) 17.4
7-OCH, 3.78 (3H, s) 61.3 3.80 (s) 60.0

‘Lee & Chan. 1997: 2038 — 2040
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5. @13 E (cowagarcinone E  sss2079)

5 4

1ndeya 'H-NMR, "C-NMR, DEPT, COSY taz HMQC (M54 16) wuhas E 1ilu
1,3,6,7-tetraoxygenated xanthone FUREINUENS B Tﬂﬂwuﬁ’mutugm singlet U®J chelated hydroxyl
(1-OH) ﬁ 0 13.79 mg methoxyl ﬁ 03.78 ﬁﬂgﬂpm singlet U0 aromatic proton 2 L¥991a% 1 proton
i 8 6.33 uaz O 6.82 Fufluves H-4 wag H-5 vowwuIny wudaanaveeny geranyl 1 Wy
1I52n0UR8 olefinic methine proton 2 WHI i & 5.25 (1H, br t, J = 6.0 Hz) 18 5.00 (1H, br t, J =
6.0 Hz) ﬁ’ﬂgﬂunmmm methylene proton 2 LN ﬁ 0 4.07 (2H, br d, J = 5.5 Hz) ua¥ 2.00 (4H, m)
Z%yﬂﬁm singlet U9 vinylic methyl proton 3 A ‘ﬁ ) 1.58, 1.52 uag 1.81 Lagwy Wﬂumpmmawy:
4-acetoxy-3-methyl-2-butenyl U320V olefinic methine proton ﬁ 0537 (IH, brt, J= 6.3 Hz),
benzylic methylene proton ﬁ 0 3.56 (2H, br d, J = 6.0 Hz), oxymethylene proton (H—4,) ﬁ O 4.74

(2H, s) uazﬁmuaunm singlet U84 vinylic methyl proton 10 1.73

“C-NMR 1@ DEPT spectrum ¥03613 E W1 ‘"tytlulmmmﬂﬁmuv%wm 31 Y
Uszneudae wRaumMI U 4 1rq 0 20.8,26.5,39.7 1ag 63.9 WUAIBIMNOUITAITVOU 15 LN
‘17]8 103.4, 107.9, 112.0, 130.4, 135.5, 137.1, 142.5, 154.4, 155.2, 155.8, 160.8, 161.5, 172.1
uaz 191.9 uazdaanudn 11 uve duves mita vag wiumsveu 710164, 176, 21.0, 21.1,

25.6, 62.0, 93.2,101.5, 128.6, 124.3 tlay 123.2

1ndoya HMBC WuANUFNRUSUDIHY geranyl 71 O, 4.07 (H-1 ) iy O, 137.1 (C-8)
uaz O, 142.5 (C-7) HAAIIMY geranyl 0gi C-8 vosdundoauyu Iny taznuaNdNR UV
WY 4-acetoxy-3-methyl-2-butenyl #i H-1" (O, 3.56) #1 O 107.9 (C-2) UaAAIIMY 4-acetoxy-3-

9

methyl-2-butenyl 8g# C-2 VoI AARGALAU INY FINGUNUATUANNUANAIIINYY prenyl VoI
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15 cowanin (3) 110991AWUANUENRUS HMBC 3241914 methylene proton H-4 (O, 4.74) uag

E
JA o

methyl proton (8, 2.12) 1 COCH, (8, 172.1) FsanuduiusiisIfa chemical shift voq
methyl 1182 methylene proton qqﬁu Foya NOESY nuaNuduiugued proton it O, 4.74 (H-
4,) bl 6}1 3.56 (H-ll) “ﬁﬂﬁzﬂﬂﬂ’jﬂﬂé 4-acetoxy-3-methyl-2-butenyl 9AAMUY Z configuration
HeNINT Fany ANUFTIFYBA proton 7 S, 525 m2"") fud,2.00m-4"") S, 500 (H-
6 ) fud,2.00H4 )uazd, 1.52(H-8 ) 1N 5103 1Y geranyl SRV E configuration
nazIaenNuduus NOESY w04 methoxyl proton (0, 3.78) VuAWHUS C-7 N O, 4.07 (H-

1) ueaIdny geranyl 8N C-8 VoI UARAIYY INY

@13 E UaAY pseudo molecular ion peak 1 m/z 535 [M-H] c’ﬁmsaﬁuqmimaqa C, H,,0,

=

ieduAutoyanidsonu3uda wuhes E eilu cowagacinone E (17) Sanf5ouiioudoya
'H- ez "C-NMR 1049815 E 11 cowagacinone E (17) (Mahabusarakam; Chairerk; & Taylor. 2005:
1148-1153) wunadwaaany  39d3U91 @15 E A9 1,3,6-trihydroxy-7-methoxy-2-(4-acetoxy-3-

methyl-2-butenyl)-8-(3,7-dimethyl-2,6-octadienyl)xanthone 130 cowagacinone E (17)

cowagarcinone E Falisreaumsnyluenaue dussuI (Mahabusarakam; Chairerk; &

Taylor. 2005: 1148-1153)



M3 16 Yoya 'H-NMR, COSY, HMQC, HMBC ttaz NOESY weda1s E 1iuiinlu cDCl,

fuina S cosy" vQc’ (8,) HMBC NOESY"

1 13.79 (1H,s) C-1,2,9a H-17

3 7.05 (1H, s) C-2,3

4 6.33 (1H, s) 93.2 C-2,3,4a,9a

5 6.82 (1H, s) 101.5 C-6,7, 8a, 10a

6 6.31 (1H, ) C-5,6,7

1’ 3.56 (2H, brd, J= 6.0 Hz) H-2" 20.8 C-2,2" H-4"

2 537(IH,brt,J=63Hz)  H-1,5 128.6 H-5'

4’ 4.74 (2H, s) H-2" 63.9 C-2,0COCH, H-l

5 1.73 (3H, s) H-2' 21.1 C-2, 4 H-2'

1" 407QH,brd,J=55Hz) H2" 26.5 C-7,8,8a,2"  H9”

27 5.25(1H, brt,J=6.0 Hz) H-17,9” 123.2 H-4"

4" 4.00 (2H, m) 39.7 Cc-27 H-2",6""
57 4.00 (2H, m) H-6"" 26.5

6" 5.00 (IH,brt,/J=6.0Hz)  H-5",87,10" 1243 H-4",8"
8 1.52 (3H, s) H-6" 17.6 Cc-6,77,10"  H-6"

9 1.81 (6H, s) H-2" 16.4 H-1"
107 1.58 (3H, s) H-6"" 25.6 C-6",7",8"

7-OCH,  3.78 (3H,s) 62.0 H-17
OCOCH, 2.12(3H,s) 21.0 OCOCH,

“proton-proton correlation through bond
°1-bond heteronuclear proton - carbon correlation
‘long range heteronuclear proton — carbon correlation

dproton-proton correlation through space



M54 17 Yoya 'Huaz "C-NMR vo3a1515znoy E uaza31sznou cowagarcinone E (17)

L=
Hunnlu cpcl,

AN @15Usznou B cowagarcinone E* (17)

6H 6C 8H 6C
1-OH 13.79 (1H, s) 160.8 13.83 (1H, s) 160.86
2 107.9 108.03
3 7.05 (1H, s) 161.5 160.83
4 6.33 (1H,s) 93.2 6.35 (1H, s) 93.57
4a 155.2 155.30
5 6.82 (1H,s) 101.5 6.84 (1H, s) 101.60
6 6.31 (1H, s) 154.4 154.55
7 142.5 142.64
8 137.1 137.15
8a 112 112.27
9 181.9 181.99
9a 103.4 103.48
10a 155.8 155.86
1’ 3.56 (2H, brd, J= 6.0 Hz) 20.8 3.59 (2H, d,J=7.0 Hz) 20.90
2’ 5.37 (1H, br, J= 6.3 Hz) 128.6 541 (1H,t, J=7.0 Hz) 128.63
3’ 131.2 131.28
4’ 4.74 (2H, s) 63.9 4.77 (2H, s) 63.92
5 1.73 3H, s) 21.1 1.75 3H, s) 21.16
1 4.07 (2H, br d, J= 5.5 Hz) 26.5 4.11 (2H,d, J=17.0 Hz) 26.59
2 5.25 (1H, brt, J = 6.0 Hz) 123.2 527 (1H, t,J=7.0 Hz) 123.30
3 135.5 135.57
4 2.00 (4H, m) 39.7 1.96 (2H, m) 39.72
57 2.00 (4H, m) 26.5 2.05 (2H, m) 26.53
6" 5.00 (1H, brt, J=6.0 Hz) 124.3 5.03(1H, brt,J=7.0 Hz) 124.33
7 130.4 130.45
8" 1.52 3H, s) 17.6 1.55 3H, s) 17.67
9" 1.81 3H, s) 16.4 1.83 (3H, s) 16.50
107 1.58 (3H, s) 25.6 1.60 (3H, s) 25.61
7-OMe 3.78 (3H, s) 62.0 3.81 (3H,s) 62.06
0C=0 172.1 172.17
OC=0OCH,  2.12 (3H,s) 21.0 2.14 (3H,s) 20.99

56

aMahabusarakam, Chairerk & Taylor.

2005: 1148-1153.



57

6. @15 F (cowanol sss2408)

a3 F o dluvewdedmaesdauenldlsinmsednnn  cowanin (3) Using@eny
anisaldehyde-H,SO, reagent U TLC ﬁimwaamwm 125-127 °C IR spectrum wmmumié’mmu
#AU0INY hydroxyl #3397 cm’ 3 conjugated carbonyl 7 1643 cm’” Ny C=C 71 1607, 1583, 1463
cm’ 1AZNY C-O #1281 1Ay 1156 em” alidnuazadiofumssenon B uag E duiuas F

vauingiluas lunguuasu Tny

11nveya 'H-NMR, "C-NMR, DEPT, COSY tag HMQC (1314 18) wudens F iflu
1,3,6,7-tetraoxygenated xanthone TﬂﬁlWUﬁtUuﬂlﬂm singlet Y94 chelated hydroxyl (1-OH) ﬁ 0 13.83
Wig: methoxyl ﬁ 03.77 ﬁ'tyiugm singlet U9V aromatic proton 2 u,m'qc]az 1 proton ‘ﬁ 0 6.27 uaz O
6.78 Fuuves H-4 1oz H-5 voauwuTnu wudayasvesny geranyl 1 ¥y Useneudas olefinic
methine proton 2 LA ﬁ 0 5.24 (1H, brt,J="7.5 Hz) 1 0 5.00 (1H,brt,J="7.5Hz) ﬁmmﬂwmmm
methylene proton 2 LYY ‘17] O 4.06 (2H, br d, J = 5.5 Hz) ulag 0 1.99 (4H, m) ﬁ’ﬂgmum singlet VDN
vinylic methyl proton 3 urs i O 1.80, 1.52 1ag 1.57 LAz WU FYaIMVOINY 4-hydroxy-3-methyl-
2-butenyl U32n0UAIY olefinic methine proton ﬁ O 5.44 (IH, br t, J = 7.5 Hz) “ﬂgmuwmmaq
methylene proton 2 A ‘ﬁ O 3.48 (2H, br d, J = 7.7 Hz) uag O 433 (2H, s) ﬁ’ﬂgﬂgwm singlet YD
vinylic methyl proton 7 O 1.76 azNUAYANY singlet Vo< proton 11 O 6.44 Fuiludrufuanss

NNAYYIUNNAINGT B
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“C-NMR 118% DEPT spectrum ¥94a15 F W1 wmmwmmmm?uam%wm 29 UW4
Usznoudie IRAUMSUBU 4 UHe 7t O 21,5, 26.5, 30.6 AT 62.7 WU AIBIMOUITATUBY 14 LN
ﬁB 103.2, 108.1, 112.6, 131.2, 133.2, 135.5, 137.0, 142.5, 154.5, 155.6, 155.7, 160.6, 161.6
waz 181.8 uazdayanadn 10 ure ifuves wita uas witumsven 718 164, 17.6, 229, 25.6,

61.9, 93.6, 101.6, 123.2, 124.2 uag 126.9

nndoya HMBC nuanuduiusveany geranyl # S, 4.06 (H-17) fu 8_137.0 (C-8)
S, 142.5 (C-7) 8, 112.1 (C-8a) oz 8,525 (C-2” ") uaAAII MY geranyl 0 C-8 Vo4 Hundse
H TN Lz NUANUAUTUSVOIHY 4-hydroxy-3-methyl-2-butenyl 7l H-1™ (8, 3.48) i & 108.1
(C2) 8. 160.6 (C-1) Az O_161.1 (C-3) HAAITNY 4-hydroxy-3-methyl-2-butenyl 08l C-2
Yot undoauauIny doya NOESY wuAwduiusves proton 71 O, 348 (H-1) fu O, 4.33
(H-4,) ﬁﬂﬁ%i”l‘ﬂ’h‘lfi@j 4-hydroxy-3-methyl-2-butenyl 90U Z configuration u@ﬂmﬂﬁyW‘]J
ANMUAITUT T2 proton 01 O, 4.06 (H-17) U 1.80 (H-9') wazanwduiusznng
proton i O, 1.99 (H-4 ") M 524 (H-2") uag 5.00 (H-6 ) UaAAIIHY geranyl 39U E

configuration

@15 F 1d@a9 pseudo molecular ion peak 7l m/z 493 [M-H] @9asanvgas luana C,H,,0,

dodududeyafiifaisan13uds nuhms F orwilucowanl @) Safeuidfieudoya 'H- uas
“C-NMR ¥849615 F iU cowanol (4) (na Pattalung; Thongtheeraparp; Wiriyachitra; & Taylor. 1994:
365-368) Usznounuyanaoual Yoya UV uaz IR wuladwaasnu agli e F
Ao 13 ,6-trihydroxy-7-methoxy-2-(4-hydroxy-3-methyl-2-butenyl)-8-(3,7-dimethyl-2,6-octadienyl)

xanthone 138 cowanol @)
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M50 18 Yoya 'H-NMR, COSY, HMQC, HMBC ttag NOESY ¥03e1s F 1iufinlu cbcl,

CRITRIN S cosy" 1mQc’(3.) HMBC® NOESY'
1 13.83 (1H,s) C-1,2,9a
4 6.27 (1H, s) 93.5 C-2,3,4a,9a
5 6.78 (1H, s) 101.5 C-6,7, 8a, 10a
ik 3.48 (2H,brd,J=7.7Hz)  H-=2’ 215 C-1,2,3 H-4'
2’ 544 (IH,brt,J=75Hz)  H-1,5 126.9 H-5'
4’ 4.33 (2H, s) H-2 62.7 C-2",5’ H-1
5 1.76 (3H, s) H-2" 22.9 C-2", 4’ H-2"
17 4.06 2H, brd, J= 5.5 Hz) H-2" 26.5 C-7,8,8a,2"" H-9", -OCH,
2" 524 (1H,brt,J=75Hz)  H-17,47,9" 1232 H-4
4 1.99 (4H, m) 39.7 c-5" H2",6"
57 1.99 (4H, m) H-6 26.5 Cc-4"
Hs". 8",
6" 5.00 (IH,brt,J=75Hz) 10" 1242 H-4",8
8 1.57 3H, s) H-6 17.6 Cc-67,77,107 H6
9 1.80 (3H, s) H-2 16.4 C27,37,4"  H
107 1.52 (3H, s) H-6 25.6 C-6",7",8"
7-0CH,  3.77 3H, s) 62.0 H-1"

‘proton-proton correlation through bond

*1-bond heteronuclear proton - carbon correlation

C .
long range heteronuclear proton — carbon correlation

dproton-proton correlation through space
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M31919 Yoya 'Huag "C-NMR vosm15sznoy F tiufinlu CDCL, 1azu99e13 cowanol (4)

Auvnia asiseneu F cowanol (4)
Oy Oc oy S .
1 13.83 (1H, s) 160.6 13.96 (s) 13.83 (s) 159.9
2 108.1 109.3
3 161.6 162.2
4 6.27 (1H, s) 93.5 6.30 (s) 6.32 (s) 92.2
4a 154.5 154.2
5 6.78 (1H, s) 101.5 6.80 (s) 6.78 (s) 101.8
6 155.7 156.9
7 142.5 143.3
8 137.0 136.5
8a 112.1 109.9
9 181.8 181.9
9a 103.2 101.9
10a 155.6 154.6
1’ 3.48 (2H,brd,J=7.7 Hz) 21.5 3.51 (brd,J=7.0 Hz) 3.25 (brd,J="7.05 Hz) 20.4
2’ 5.44 (1H, brt,J=7.5 Hz) 126.9 5.47 (brt,J=7.0Hz) 5.21 (brt,J=7.05Hz) 123.4
3’ 133.2 135.1
4’ 4.33 (2H, brs) 62.7 4.35(s) 4.12 (s) 59.6
5 1.76 (3H, s) 229 1.82 (s) 1.65 (s) 21.1
17 4.06 2H, brd, J= 5.5 Hz) 26.5 4.09 (br d, /= 7.0 Hz) 4.00 (br d, J=6.72 Hz) 25.6
27 5.24 (1H, brt,J=7.5 Hz) 123.2 5.24 (brt,J=7.0 Hz) 5.13 (brt,J=6.72 Hz) 123.7
3 135.5 133.8
4 1.99 (4H, m) 39.6 2.03 (m) 1.90 (m) 393
57 1.99 (4H, m) 26.5 2.03 (m) 1.97 (m) 26.0
6" 5.00 (1H, brt,J=7.5 Hz) 124.2 5.02 (brt,J=7.0 Hz) 4.97 (brt,J=7.02 Hz) 130.5
7 131.2 130.5
8" 1.57 3H, s) 25.6 1.59 (s) 1.51 (s) 17.4
9" 1.80 (3H, s) 16.4 1.79 (s) 1.75 (s) 16.1
107 1.52 (3H, s) 17.6 1.54 (s) 1.47 (s) 253
7-OCH, 3.77 (3H, s) 61.9 3.80 (s) 3.68 (s) 60.1

a o

Hunnlu CDCI, na Pattalung, Thongtheeraparp, Wiriyachitra & Taylor. (1994) : 365-368.

*udinlu DMSO-d, Likhitwitayawuid, Phadungcharoen & Krugkrai. (1998) : 70-72.
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MANHIN

E4
Anisaldehyde reagent Nauilsznouail

1. absolute ethanol 135
2. conc. H,SO, 5.0
3. glacial acetic acid 1.5
4. anisaldehyde 3.7

A a =~ Y} Yy 3 % =
LUBINTYU reagent LTIV IDYULLAT mu”h“lummmn

mL

mL

mL

mL
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abs.

kg

ng

cm

HE
mL

br

dd

J

)
acetone-d,
CDCl,
CD,0D

EtOAc

a v d
DNBIUANN

absolute

gram

kilogram

microgram

centimeter

millimeter

microgram

milliliter

broad

doublet

doublet of doublet

triplet

multiplet

singlet

coupling constant

chemical shift

deuterated acetone
deuterochloroform

deuterated methanol

ethyl acetate

melting point

mass to charge ratio

molecular ion

electron spray mass spectrometry
Proton Nuclear Magnetic Resonance
Carbon Nuclear Magnetic Resonance
Hertz

"H-correlated spectroscopy

Distortionless Enhancement by Polarization Transfer

67



HMQC
HMBC
NOESY

FTIR

max

max

cm
TLC

conc.

a (Y] d
AFIUANT (AD)

Heteronuclear Multiple Quantum Corelation
Heteronuclear Multiple Bond Connectivity
Nuclear Over Enhancement spectroscopy
Fourier Transform Infrared
maximum absorption wave length
maximum absorption frequency

reciprocal cm

thin layer chromatography

concentrate

retardation factor
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