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Abstract
The roots of Calophyllum innophyllum were extracted with methanol (MeOH).

The MeOH crude extract was purified by chromatographic techniques which led to the
isolation of ten xanthones, 4-hydroxyxanthone (1), 2-hydroxyxanthone (2), 3-hydroxy-4-
methoxyxanthone (3), 3-hydroxy-2-methoxyxanthone (4), 2,3-dimethoxyxanthone (5), 1,6-
dihydroxyxanthone (6), 1,7-dihydroxyxanthone (7), 1,3,5-trihydroxyxanthone  (8),
tovopyrifolin (9) and macluraxanthone (10) together with two flavonoids, 3,3.4'5,7-
pentamethoxyflavone (11) and 5,74-trimethoxyflavone (12). Their structures were
determined by spectroscopic methods as well as comparison with previous reports in the
literature. Moreover, all compounds were evaluated for their cytotoxicity against cancer cell
lines (KB and HelaS-3). Compounds 1, 2, 3, 6 and 8 showed low inhibitory activity toward KB
cell line with the ICsy value in the range of 65.0-93.3 uM while none of the tested

compounds showed significant inhibitory activity toward HelaS-3 cell line (ICs, > 100 uM). In
addition, all compounds were evaluated for their Ol-glucosidase inhibitory activity (maltase

and sucrase). All isolated compounds showed no activity against Ol-glucosidase (maltase

and sucrase) (ICsy > 3,000 uM).

Keywords: Calophyllum innophyllum, xanthones, flavonoids, cytotoxicity, O

glucosidase inhibitory activity
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'H-NMR @84 2-hydroxyxanthone (2) lu DMSO
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1.2 MuATeiiedas
31U veaigana Calophyllum drulvgjaznuanslungu flavonoids,
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triterpenoids, xanthones, coumarines W& steroid LUumY
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Yimdjo wazaz® (2004) NAdaUgMsAoRUIwaLUATISLaZILBIDN WU @15ain

v
a ol k' s

NTINVBIFU Calophyllum inophyllum Tgvisraauiiasen

Govindachari wazanz® (1967) wuna1sandsaiaenasuainluvesiiu Calophyllum
inophyllum Wumﬂﬁﬂi%ﬁﬂﬁjm triterpenoides v19%un 3 wlin A® canophyllal, canophyllol

ez canophyllic acid

canophyllal canophyllol canophyllic acid

gﬂ‘ﬁ 1.2 ansiafaldanluvesd Calophyllum inophyllum

Falk hazAue® (1971) wonaisanndqananaslswosy wazesdlauainiialdveady

Calophyllum inophyllum wumﬂuﬂq’m xanthones 7ASUNITIBNULAT A3l euxanthone,



1,5,6-trihydroxyxanthone, buchanaxanthone, 2-(3,3-dimethylallyl)-1,3,5-trihydroxyxanthone,

2-(3,3-dimethylallyl)-1,3,5,6-tetrahydroxyxanthone, jacareubin Waz 6-deoxyjacareubin

O OH O OH 0]
ool eSS S
6] HO O HO (@)
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euxanthone 1,5,6-trihydroxyxanthone buchanaxanthone
O O LI 0
HO O OH HO (@) @)
2-(3,3- dlmethylattyl )>-1,3,5,6- tetrahydroxyxanthone jacareubin
O O 9806
@) H (0] (0]
2-(3,3- dlmethylattyl )-1,3,5-trihydroxyxanthone 6-deoxyjacareubin

gﬂﬁ 1.3 asiiatinldaniieldvediu Calophyllum inophyllum

Goh kagAuE® (1990) WENANTINFIANALTNLGY, LBTIADLTLNA WATLINIUDARINLLD
Lfveadu Calophyllum inophyllum wuansviialvalungy xanthones 1 i Ao 2-(3-

hydroxy-3-methylbutyl)-1,3,5,6-tetrahydroxyxanthone

HO
HO l ) I OH

OH
2-(3-hydroxy-3-methylbutyl)-1,3,5,6-tetrahydroxyxanthone

Uil 1.4 asiatlaannidelivesdu Calophyllum inophyllum

linuma kasAny’ (1994) WENANFANFEAATNGY, DXTLAU KAZUNIUDAIINTINVRIAL
Calophyllum inophyllum wuanswiinlvailungy xanthones 4 %ila g caloxanthones A, B, D

wae E WSaUNUaNSNLTI8uLaldn 4 sin



caloxanthones A caloxanthones B

HO
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HO N O OH
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ALI, CoC
o OH
OH OH

HO

caloxanthones D caloxanthones E

gﬂ‘ﬁ 1.5 ansfianaldansinuessiu Calophyllum inophyllum

Joshi Lagmadz® (2000) ¥INSLeNaNSINEENAINUEANINAATDIAY Calophyllum
inophyllum wuansyialvalungy coumarins 1 ¥ila Ao 12-methoxyinophyllum-D wiauiu

ansifisenuuEwivin 7 9ia Ao inophyllums A, B, C, D, P waz calophyllolide

12-methoxyinophyllum-D
g'ﬂ‘ﬁ 1.6 ansfianaléainwdavesdiu Calophyllum inophyllum

Laure uazAniz? (2005) WoNa1sINASaPLEnNTY, ofiaesdng uazuvuea 9nlu
90U Calophyllum inophyllum Wuaws%ﬁmiwﬁiuﬂajm friedelane-type triterpenoids A
3,4-secofriedelan-3,28-dioic acid, 27-hydroxyacetate canophyllic acid W&y 3-oxo-27-

hydroxyacetate friedelan-28- oic acid



3,4-secofriedelan-3,28-dioic acid 27-hydroxyacetate canophyllic acid

o <
Yo

3-ox0-27-hydroxyacetate friedelan-28- oic acid

gﬂ‘ﬁ 1.7 ansfiafaldannluvesdiu Calophyllum inophyllum

Fe warAniz 1’ (2006) woNANSINAIEATAENEY, AABLSHOTY LAZIINUDAIINTINVBIAY
Calophyllum inophyllum wuilaanssiialviailungs prenylated pyranoxanthones 1 %iln fig
. . = v ! IS ‘Q‘OJ gj -&J o A Y a Y A 4 le"q./
mophyllm A "Uﬂaqﬁﬁ\iﬂaq'JlIQWS'UUfNL%@l’)iamﬂ@lﬂLﬂ@IﬁﬂlsﬂLa@@@@ﬂi@l UDNAINUYINUAT

Tuﬂaq'm triterpenoides NHT18ULAIDN 2 via Ao friedelin wag stigmasterol

inophyllin A

gﬂﬁ 1.8 ansftafinldansinuesdiu Calophyllum inophyllum

Leu uagAnz!! (2009) LENAITAIINAIEAALENLYUINNLUAAYDIAY Calophyllum
inophyllum wuansluad 3 ¥iia Falusyiusvesaislungu pyranocoumarins Ao

tamanolide, tamanolide D Wag tamanolide P



tamanolide tamanolide D tamanolide P

gﬂﬁ 1.9 asiiafaldarnudavesiu Calophyllum inophyllum

Dai hazAnz!? (2010) LENAITAINNFIAANLONIUDAAINAIVOIGU Calophyllum
inophyllum wuanssiialvydlungy prenylated xanthones 2 %iia 9 caloxanthone O wag

caloxanthone P 1ng caloxanthone O @signafudurasuziislunseinzermslon

caloxanthone O caloxanthone P

gil‘ﬁ 1.10 ansfiadmldanAsvesdiu Calophyllum inophyllum

Zou wagamz!® (2010) wena1sa1ndsadauniusanazaaslsvesuainluessu
Calophyllum inophyllum wua1sviiatvilungy coumarins Wanue 4 vlinde 12:0-
butylinophyllum D, 12-O-ethylinophyllum D, inophyllum H &g inophyllum Iuaﬂmﬂ‘i‘iﬁqwu
miszjﬁﬂsl‘mrlumju triterpenoides 8n 2 win An 27-[(F)-p-coumaroyloxylfriedelin-28-carboxylic
acid wag 27-[(2)}-p-coumaroyloxylfriedelin-28-carboxylic acid wSoufuansfifnmsTenuwddn

9 win



12-O-butylinophyllum D 12-O-ethylinophyllum D inophyllum H inophyllum |

OH

HO

27-{(E)-p-coumaroyloxylfriedelin- 27-{(2)-p-coumaroyloxylfriedelin-28-
28-carboxylic acid carboxylic acid

g‘U‘ﬁ 1.11 ansfiadaldanluvesi Calophyllum inophyllum

Wei Lagamg'® (2011) LENE15NFI@AALONIUDAANNAIVBIAU Calophyllum
inophyllum wums%ﬁﬂiwﬂuﬂejm prenylated xanthones 1 %iia Ao caloxanthone Q waz
a1slunaufefuninssenuuladn 3 vila Ae jacareubin, 2-deprenylrheediaxanthone

B, Wa¥ 6-deoxyjacareubin

caloxanthone Q

sUN 1.12 anstianalianiwesd Calophyllum inophyllum



Fe wazmnuz'® (2011) LLEJﬂmimﬂ?ﬂaﬁmamﬁﬁu, Ianaslsdny, Lofiaesdivn uwas
lWnuea ndenvesiu Calophyllum inophyllum a1unsauenatsylialuidlungy
furanoxanthones 1 4iia 1#un inophinnin @afignidiuni1sdniauld wazwuaisngu
xanthones 71%51891UU&7 Ao inophyllin A, macluraxanthone, pyranojacareubin wag 4-
hydroxyxanthone LLazmﬂ,uﬂaju triterpenenoides dn 3 ¥iin A friedelin, stigmasterol

lag betulinic acid

inophinnin
gﬂﬁ 1.13 ansfiadaldarndenvesdiu Calophyllum inophyllum

Liwazaniz!® (2016) wonalsaIndsadaieniueasinluaesdu Calophyllum
inophyllum ansnsousnasldvinun 6 wiin Taoduaseilmlungy coumarins 4 wiafe
(-)-12-methoxyinophyllumA, (+)-12-methoxyinophyllumH-1,(-)-12-methoxyinophyllum
H-2 wag inophyllum J

(-)>-12-methoxyinophyllum H-2 inophyllum J

gih’?i 1.14 ansfianaldainluvesdiu Calophyllum inophyllum
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1.3 IngUseaeAvan1sivy

1. @iALeNeIAUITENaUNILATINIINAUNTEAY

'
a

2. Wgatonanuainialaseadnvesasuiansnuentansindunseisiiemain

aunlnsalnd

o
v

3. MnAeUgYsEUSuTaRNzISwRIEsUTaNSTLenlAINTINAUNTE s
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A5N15MAavg

2.1 NYA29819

sinaunseienldlunisvaanduerssl unndmiaumiansay wewkou

NEWNIAU W.A. 2559

2.2 1SN lglun1snnass

1. apawl (column)
- vangUvay (flask)
. Unwnas (beaker)

. NTgAeNTel (filter papaer)

2
3
a
5. AT28LA7 (glass funnel)
6. WLAMAUENT (glass rod)
7. viapanenas (dropper)
8. nasaAzUaa3 (capillary tube)
9. viapAnAae (test tube)
10. wIAUAUININS (volumetric flask)
11. TulasUs (micropipette)
12. w309 hotplate stirrer
13. 13oedalndn 4 i
14. \A3849 Mass Spectrometer i;u Trio 2000
15. 1384 Nuclear Magnetic Resonance (NMR) Spectrometer
16. UV lamp Mnsivaouansiigandunadutis UV vuisy TLC $13nnaeindudi
1% Short wave length = 254 nm wag Long wave length = 365 nm

17. Lﬂ’%@ﬂsmaqmmﬂﬂﬂﬂLLUUMgu (rotary vacuum evaporation)

18. 1384 radical chromatograph 8ve Tasunlvmsau (Chromatotron®)

19. 1A38s High-performance liquid chromatography (HPLC)
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2.3 @15.Al
1. dwihazane laun enwy, lnraslsilny, wiasding wazuniua
2. FAnAaLUes 7743 d@wusurineeauilasuilnns i (open column
chromatography)
3. FANUAALUDS 7749 duSUYIN Preparative thin layer chromatography (PTLC)
4. whiy Thin-Layer Chromatography (TLC) %iia PF254 v93u3en Merck Useme

WosHu

2.4 YUABUNISNAADY

1. AuaTenasteyaiiiieddes wardnmsindunseiie gunsal uagansiad

2. I3PNATANAIINTINAUNTEIIAILFAINAZABUNIUDE ANYINERTIAIUYBIAT
o d‘ d‘ L2 U o U QI ¥ U
Maganefinzan aldlunsana 3 3 thaisadeilaluseimeuis (seivedn
N188818000) ASIVABUIIUIUDIAUTENDUNILALINAA A28 thinlayer
chromatography (TLC)

3. wgnansanaliuiansamgisredutlasuilnns il Anwimigaiandaui (mobile

PN a Lo ' a Yo I a £ o

phase) Aixnzas ATIAABUANNUITANSMEUHY TLC wnansladeliusansi
nsanagilagn1sUasuigninnaaun

4. fgadlassaframaaiivesansainuiansoiigdeyansaninsalny laun
wuaaElUnInsues (MS) way nuclear magnetic resonance (NMR) ﬁﬁ@%améﬂﬂ
Wiguiguiudeyaresasinsuanslasainana

5. thasu3gvsuenlalunnaeugnsdugumaauzs

6. WATILVVOUD ATUNA WaLLIgUTI9NY

Y 9

2.5 wmatanlylunisnnasy

2.5.1 Aeanulasuilnns i (Column Chromatography)

1¥igadu (Stationary Phase) fie #annaa vila 60G Art. 7734

TdPaauLwNVUIANMLZEUAUUS LI UEISTIABINITWEN 1A8DRT1EIUYDIA?

o

andusieansiuenyszana 20 sie 1 (egivtdn) ussareduillagTBuuuiden nande luneu
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v o o

WSNADIINNITLVLIVDINAUTENINTANNAE AuFviazanslwdudusgeflun1suznUa

o A

atlnuanderee wvewnaniladlunaduinidfaanselate wazidvazargeguseuiu

)

ASINT9v0InduY valziwmTanaaadlunadulAsiUandlnedullidlvinazatyluasen

v -

91911 eliganadnsilunedutegeainate iulaunsenussaganaaluseiu

7999015 warseaudaniaalianadn nndulslaelisinazalvanasausioviaseau

ee

Wenfudaniaa wdilareauil ussgasiseInisuenatll Tngansiseanisueniedsann
AssEgiYnaratgliiauwia warthlunaududanaawes 7734 Taglddanaausuiau
v d' ) | 1 d' Y @, = 1 [ 5 d'
Weeiign iluauazsourunzinsuiobiilunazidenuuawintiy 9Intuussyansikay
Auganueaadlupeduuiwieuld Tunsegnivansiidesnisuen Tmhlussmediviazaiedn
Asuialvvananwiinouldnadull waqldfmyinazatsviafeifus I uIuEntauanang
fut19lumadul WUFAN1L9avTn 60G Art. 7734 1antey LaUaIAUNITNTENUNTLLDUY
RninvesesnauvuziAuivinazats wazldelisvinazatsluasenagedn o audain
v G’Jl = QI d‘ U o a [ v %) I v
azany auvula ndulasuldsusvinazangviinivdsely aasnniseasdosseialuleg

Y

Whazaswrdluaaaul ws1zenavinbiuszansawlunisuenluf be

2.5.2 fu-lalweslasuvung @l (Thin-Layer Chromatography: TLC)

Jumedinegredreillénirnasuniuuansvesars Ingld TLC aluminum
sheets sillica gel 60 Fysq AIRlALUVUIANDLALNE LLﬁa‘vamiizqizszmqﬁwiﬁﬁaﬁwazms
\doudl ufiansaranesansifesInTIaaeUUIAELFuETaenny a3 uaLa N1l
syogMeTEInagaUsTanm 0.5 lwuRlums Yk TLC Tugilunwuglafiysenszaunses
wagdiiviazaneiminzanusigey Yasslidinazarsvzansliiadouiluvunsdy TLC
uflagngean (solvent front) Adald Adlsuru TLC wia udilunsramsumisuesans Tng
do4fay UV Lamp AdA21u81adY 256 urluiuns niewrluguluaisazane
anisaldehyde/H,SO, LLé’aaUﬁqmmﬁﬂizmm 80 a9ALYALTYA WIN 1-2 W WA uudn
AUWNLIUDIARINE

n. MaessuTuzdmsy develop TuaufmssdvdsyriufimsounUad
azornuazilvuanemiziarldwsiu TLC Tdnszanunsesifiniugauazanunitawediy
yurnvesnvugliuuuinduiadnuly Sudsiazareiminzauasluligaainiunivus
Uszana 1 wufiunstadinnauzudiudesliiiazarsdudennseaunsesiaudy el

nelunvuzdudinglavasinazaney



13

. MIuANENT iy TLC snfindumefuasiiionmunseiuaianiinednis

£
= =

TivazaeFuTUlUAUUY LaLTARIPUATLAUN MUAIIATIALAUINADINITRALAITIINTUY
linaannzUarsguadiuluaisavalefidoin1snagey waiuduaIsiuuuwiy TLC Asgdiu
QI % d‘ Ya a % Y & < % 1 & I a a a 1 I
Sudunlthuastnll Wiluaninauany duriuaudnansliiiy 2 Tadwasiazuiasamig
Auliitdesndt 1 wuhuns vaaniigaasiuauwisaineds 39ild develop Tudusiely
A. N3 develop tuu TLC MudnasiseuTaendiulun1vusumnussgi
yMavateiminnzay waznelun1vuriudeaduminiglovesiiiiaranuseusoanaina
U 1 = [y @ ¥ gj a, v
JEAUYIAAITUN TLC msegmilaseauansavarslunivusidntosaniularinivusuad
Uaselvidhavaedutuunauisseaugegailifvaednliuai3aiiuiuy TLC sanainnivue
warlaagliiyinayae sei e aULELY TLC WA
3. NNFATIIVIALNUIVDIENS
> iy TLC TUdesiuunas UV LBATIZINTAANGUILEY UV 983813
» Tunsdlfiansldanunsaganduuas UV Tohusdu TLC Tquasly anisaldehyde

Tu conc. H,504 wdatseausouliuissunisifiansazusing i

2.5.3 Preparative thin layer chromatography (PTLC)

< A A [} [ a 1 a [y} A a

Juwmnatanlsluniswenanslagondenannisninansniewsiaiuasiaaoaun
Tudnanalle (stationary phase) Adedgn1aLAdauy (mobile phase) n3eof1vinazaelaly
Wi A5n15AaeiumalaTLCTpRY09I5N15wentAe anszazianlun1syiilasuinns i
¥ a =l ;24 aQ a o
Jaidere Idansusunaannuazgadeansiuvagyinisuen

n. N1sm3eudgniads dinszanliiadaumedanianuiussuna 0.5

a

fiodiuns pnduselifanuaafindeutuurs wiotlueufiguvnii100 esaweaidsa by
1381 3-4 B,

9. MIwSENAFUEd MU develop THuanuinssdmasuiudmSeurUai
avennuazivuanemszfiagldusunsyanidoumedaniea Juiviazaneiivanzanas
uliigeannfunsuzyszann 1 wufiuns Indhaneuziielinieluawuzdussnelove s
iavaney

A. nsuduansiiuiunszanindeudedaniaaundaidusisfuasiile

AMUUAYDUA U NG 8LALVIN AN VBUUTEUIN 1 wuduns antulirasnvienans
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pransidesnsuenlnenasanenanstufudedafivats uddesasiuuuukunsyandi
\ndousedaninatinssiuiFusugsnnvevasUszann 2 wufuas desasudianidy
Funssanveududeludiurinvienuanunilandsainarsiudunisainuds Saily
develop Tudusiely

1. M3 develop thununszanfiadousedaniaaiudiuaisfousoond
Tunauzuifivssyihasarefimnzay waznelunvusiudesduidelevesias
azaneiFouiosudiissduresansuuusunszaniiadeudedaniaaasegmieseiu
ansazanslunvusidniies antudarinsusudvaeslifiinasatsdutumnaudsesu
AN NANVBVUUUTEUI 1 LQURLATUAD Fahununszandadoudiedanieasenain
nvuzuazUdeslidvhazanssemeandaneailiindouuunszanwiis winviinas develop
w1 wiluadusisamsseydiluiunszanfindeusiedanieadiuduansioudooudn
Fourums ol UUEINANAU

3. NNIATIINIFWNUIVDIENT TuRunszanindaudeddniaaldesiu
15 UV anntiuannidureuvesiauasinenseivde LLa”asgmLmumsﬁ?uaﬂummgﬂmwj

2. N9aiAE509NANTANNIA ‘L‘hLLaUm3‘1’7@maanmazmaé’w@m’aﬁﬂasm8‘171"
wsnzanudatily stir 10 Wit 9t lunsewendanieasen sxldasfigesnisudani

ansntauulUszmesivinazatgeen

2.5.4 Radical chromatograph lasuilumseu (Chromatotron®)

Jumadedldlunisuenaisiasedousanies (centrifugal force) Feazdl
wanMIhnuRe thasazaevesasidesnisuenrenasliuunaswiunimsanauiiadeu
fhedanieanuuszanm 1.0 fadwns ludviazareiussgeglunmiouen udBalainios
LAgLAULAINTINANIBLANNITNY U ansazpdoufivinsnatawiundeutuinnisueniduuay
157U Fearupadiulalaet UV Lamp wndesuuiiunfmssnanvasynnisuen udavnis
Auusndunuuavansiuenld suiudeidmsumaiedae anszovnatlunsvinlasinl
9l naneldiaadszanar 20-30 unfiilesannussanmsvuisagesilmiannng
wonlgpuaziiriudielsurumadanodul Tasulnnsiluazuenanidaunsansiom

muvisesasiLenlanuiilagld UV Lamp sihldienenisiiuunsndu
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n. nswientgaiais §98anuaa nifn 37.0 ndu wautdhdseainlesou
(Deionized Water) USu1as 80 dadans wenlimdrfuauduieodon
Mt lUnEe U UL INay
9. soliuiuLfInsInaufiadousuuusedaneauRidnnUsuALmL
YoeRanlrivuInUsENIM 1.0 Taaiuns
A, Warseslasinlvnseundvenaisietafidesnisuenasiuuunan sy
uinssnanfiadeusuuusedanieaiidonl ivus damu
1. Udoasvhasansfinzauasluiaissdasuilnnsou a1sazipdouiiann
Aenanawiundeufuiinnsuenfusauansiy Sasueafiusavasiwenldlaeth UV Lamp

1NADIVULNULAINTINAULaZYINISIAULNS A TURLLaUaNsLenTe

2.5.5 High-performance liquid chromatography (HPLC)

MATANITLENDIAUTZND UV TNANTAYDIAEAIINLANAINUDIONTINS
AR euTIvatuAazaRUTENOUTEIENSHAL ULLIARYT (Stationary phase) nglainsuivesina
\Adeudl (Mobile phase) d1m3uiadeas HPLC wlansd e msﬁa&qjma‘luﬂaé’mﬁ drutna
\aeufl fio fvhasanedunSduan Lﬁamiﬁéf@amﬁmeﬁmwﬁ'@,ﬂ%q HPLC @1369nann
awgnnithgrediniladhazaneduniduan WieliiAnnsuenans lasendenisvinufisen
sewinsansfiegnnelunedund (Stationary phase) waganuaansalunisazansvosansHa
T¥dmviiesesinguuesansUszneuduvidiliszivie (Non-Volatile Organic Compounds)
vi3o nauansUsznoudunidianunsaszmelsuunans (Semi-Volatile Organic Compounds)
Meifeeinnsaniinuanunsalunsaraneveasidesmsimssiiuivharanedunsd
nauildnou wetlosfunishiazanadndeiu viensnnaznouresiivhazaienay way

LilvAnnsgadulussuy sudsinnsanAnsgandundulaasivinazaedunsd
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J151NAUNTENINAINWIAS (4.0 Alan5U) WrnualAlANIazLden INNTUENA

sruefiansding laasainefiaozdng Janwauzdumainiaduiniaidy 1in1niwdeun

anmrameNIueasnase leasataiuniuea Janvazidurawnainiaduiinianndy ¢

WAASTUWAUNINTA 2.6.1

InAUNTEAe (4.0 Alansy)

anneasvinazanlaeaslsinu 3 u (2 AS)

dsanmmeulanaslsimu (98.52 n3u)

1N

ANAAIEAIYIATALLUNIUBA 3 TU (2 ASI)

AsaianieLunIuea (244.96 NSU)

= H ) v =
LNUATINN 2.6.1 TURBUNITANATINAUNTENY

AN (M9)




17

2.6.2 TUNDUNITHENAISUTZNBU

1. thasadnsndunszefiadagiefiiazaiswuniueadiunszinefavi
AzaNYeBNMLLATETLMEAYINIALUUMIL (rotary vacuum evaporation) lé@sflaringe
WNIULanin 244.96 n3u

2 thasfiataseumusauweniamaianeduilasulnns il laelddan
13@ (silica gel column chromatography) 4EA28@19Naga8NaN 0% LUN1UDA-LAAaBLS
oy auie 100% wvuea Tnetfvansazansanaeduildansatniaun 6 unsndu (A-F)

3 @15 uAasuNsnTu (AF) N385 MEf191a8a1809nR8LAS0ITELNY
ananAUUnYU(rotary vacuum evaporation)

4. dansanaumnay wisnduunsiaaeume TLC lagldssuudinazaianas
Y03 20% meuaa—lmadﬁmuLfJu’EQmﬂmﬁauﬁ

5. YNty B wvihnsuenaisinaliameauilasuilnnsilaglddaniiaa
YLAIWAIVINALANNEN 20% LaTiaesTLAR-LaNtgu Aude 100% Lofiaosding LaITLRanie
50% LWN1UPA-LeRaRLBLAn UDY 100% Wn1uea LagiuaIsazarganmeaulaasaia
Vavue 5 unsndu (B;-Bs) ntulussmeivinazateen thansavarousazunsnduan
as1adeusie TLC Ingldivhazatonanves 5% wnuea-laraelsiimuduinnirndoud
WUIUHSNTY B, , Bs kA Bs unazilansfivnaula

6. UnsnTu B, W1vinswenmewmaianeauulasuiinnsileglddaniag
YemBiyinaratunas 10% wWyuea-lanaslsilviu uie 100% wn1uea lgnuansazany
needuidldansadaravun 12 unsndy (B11-B11p) ntuilussmesvinazatgeen 1
g1sazanghaazuNIntTuNIns19dounle TLC laglddivinasatonduvey 5%
Lumuaa-lmﬂaaiiﬁmmﬂui’gmﬂLﬂﬁauﬁ WUINTATY By s, By s WaeB, 1o Fansfivhaula

ANINTY By 5 1U19iNNSHensianie PTLC lagsyuusivinazatandy 15%

wiuea-laraslsinu wuifursnduildansiidanuuians 2 viin 3

thlumgmslassairsvesansilsinndeyaanlnsalnd Iduans 1 wazans

2

ANy 81,5mﬁﬂﬁu%qwéimmmﬂwﬁﬂﬁwéf’;ﬁwazaw 20%

wnuea-lanaslsiny uduennzneusen wuinfiunsndudldansfitany

Uiavs 1 viln Fahlumgeslassadisvesansiildandeyaaunlasaln® 1¢

Wuans 6

A sndu BMOmﬁﬂﬁu%qmélmmsmﬂwﬁﬂé’wéfaﬁwazaw 30%

WINUDA- LRSI WALENAZNBUDDN WUINLNINTULlAa1SATIAINL
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I3
a a = o

U3gvis 1 vile Sahlumgesiassaiwesmsildandeyaanlasalnd 16

Wuans 7

7. 4ilsnTU B; wvinnisuenmemisinadalasunlnnseu lngysaluaavin
ava1810% wyuea-lanaslsiiny 9uiis 100% wmiuea wudwwsndudldansitniny
Uiavs 1 wila Sshlumgnslassahavesansildandeyaaunlnsaln® éiduas 10

8. UNINTU Bs 11911n15kenmaniewalalasunlnnseu taeseaigaavii
a¥a1910% WNUeA-laAaslsiwy uRe 100% Wniuea Wuaisazatganiasanlnnsey
ansafaman & unsndu (Bs, - Bso ) Yiansazaneusazunsndunnsvaeudas TLC Tngld
AvNaraenaNues 20% mmuaa-lmaaiﬁﬁmuﬁ]ui’gmﬂm%uﬁ WUUNTATU Bs ; Hag
fuaula

AunInTU Bs; w1vinn1suensienlgnatia HPLC 28 Reverse phase

column Tnewzdievinarany 70% wWnuea-in Livasazatsainaed

ansafiaviavun 2 uilsndu Anan 16 und way 24 it wudwie 2 wilsndud

Ifansiifianuuians 2 vila Fuhlumgnslassairsvesansiildandoya

anlnsalny tawduans 11 wazans 12 auaau

9. dunsntu C wvinsienmemaianeaudlasuilnnsilaelidaniiaa
YLAIUAIVINALALNEN 20% LoTaasTLAN-LINLYU JUDI 100% LoTaasan LAITLRBAIE
50% LWNUEA-LoNazdan UDY 100% Wnuea tngwiuaisazatganaeduldlaaisann
Vavue ¢ unsndu (C-Cy) ntutlssmeivharaigesn thansazarousazunsndusn
asaeusiy TLC Tagldivhasanemaunes 15% wnuea-lanaelsiimudiuignandeud
WUIMNTATU C, way C; Unazilansiinaule

- dsnTY G, 119INNNSHENRaAIenANALATUIINNTOU LAgYEAIuAIYIN

avan810% wynuoa-laraslsiitny auds 100% wviuea wuinuwsndull

Iansiifanuuiqns 1 vin Jahlumgnslasiaiisvesarsildainteya

awnlnsalny lawduans 5

- dsnTY C; Wvinnnsuennenginatalasulnnseu laggen1u@lvii

avan810% wynuoa-laraslsiitny auds 100% wviuea wuinuwsnull

Igransifmnuuiqns viln Sailumgeslasiaiisvesasildandeyaailn

Tn5alnd lovduans 3 wavans 4

10. WwnsnTu E w1vinnskensemamaianeauilasunlnasifidiunsndu
E winnisuenmisnaianeduilasuiinnsilaelddaniaasenigiivinasanenay 20%
WvuBa-lafiaevalan Ui 100% wWnuealeaivaisazansanmeduiildansasaiaun 2

wsndu (E,-E,) anntuilussimemivinasatgesn dnaisazatsunasulsndulingiaaau
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¢e TLC Tnglddinagatsnanves 20% wniuoa-laaaelsiimuduigniaedeudl wui
wsnau E, way E, unagilansiivaula

11, 9 wnsndu E; 11vinisuenaeniginalalasuninnsoy 1agseaieaavia
a¥an820% Wnuea-lanaslsimu 9uds 100% wWniuea wuiuwsnduildansidaany
U3avs 1 viln Fnhlumgaslasaesasildanndeyaaunlngaln® Widuas 8

12 9uilsnTu E,119n15kensanigwaialasunlunsey lngseaiesvii
azany 20% LWNUOA-LAAADLSENY UEe 100% Wwn1uea lnelivaisazansanaaduilla
ansafaviavun 12 usndu (Ez1-Ez12) ntilussmedvinazatgeen thansazaious
azunsNTULIRTIedeUnY TLC lneldfivinazanenauvas 20% wuniuea-anaslsiiny
L“ﬂui’gmmﬁﬁauﬁ WU E,, thasdasivnaule

AN TY E,, 11910150u8nRan 8 PTLC tngszuusmvinazalanay 30%

wnuea-laeaelsiiny wuiifursnduilfansfifiennuuians 1 «da 39

ihlumgslassairsesansiliandeyaanlngalnd Iiduans 9
13. ﬁﬁmiﬁqwéﬁﬁﬁ’ﬂLLaﬂlﬁlmeaauqw%fé’uéy’amaémﬁa LLazqwéé’Ué’?q

wulgduoarnglainaainailany
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A@NAINLUNIUBA
244.96 n3Y

0%MeOH:CH,Cl,-100%MeOH

T I 1
A B D E F
C SiC SiCE
20%EtOAc:Hex 20%EtOAC:Hex- 20%MeOH:EtOA
-100%EtOAC 100%EtOAC

50%MeOH:EtOAC- 50%MeOH:EtOAC-

c-100%MeOH

100%MeOH 100%MeOH
| ——
E, E,
, , , , , Chromatotr
B, B, B, B, B
SiCC Chromatotron| Chromatotron
10%MeOH: HTLC
CH,CL,- (70% MeOH) 8
100%MeOH
Chromatotron
PTLC 30%MeOH:
' l . CH,CL,
B3 Bis B11o 10
PTLC
15%MeOH crys crys
11,12 9
U
[ I I 1
Chr Cl tro Cz Cs\_wro C4 on
1,2 6 7
5 3,4

UNUANT 2.6.2 TURDUNISLENEITUTZNDUVBITINAUNTETN
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$ IS)
2.7 NMINAHUGNINIIYININ

[
LYY

2.7.1 Mmagdaugvsdudawaduzisaiigds MTT colorimetric method

1. wnziAsseaduziSedn KB wag Helas-3 Wldmnududu 3x10° wad lu
200 pl #8WMNSLABED RPMI 1640 a3l 5% Usunmsreu3unns fetal calf serum
Juserusznau

2. uwaduzSaivhnmsinzdssadiuly 96-well culture plate

3. YiaduziFaioglu 96-well culture plate invuiigaumnd 37 °C iunan
24 3l aeldaninussennienia 5% Aersueulneenles

4. \PuansUIgvisiifeanIsasvadeuLaYaNTNIATEIL adriamycin adlufiaany
WHudusineg 2 UL se 1 viau Uusediguvigll 37 °C 1Wunan 72 $alus aneldanw
UssEINAREl 5% fsansuaulneenlys

5. 1@ 10 pL ve9dnsavany 3-(4,5dimethylthiazol-2-yl)-2,5-diphenyl-
tetrazolium bromide fin1ududu 5 meg/ml asly vusedn 4 $alus figungi
37 °C wonendiulanen wdnimzneufiiwiounaraiedie DMSO 150 L wasiiy
0.1 M glycine U3ums 25 plL asly

6. ﬁﬂﬂi’mﬂ'wmi@mﬂﬁuumﬁmmmmﬁu 540 nmlagazsiinisnnass 3 9

wazAIINAT 1Cs,

o

2.7.2 mnageugvizdudueuleduearingladnaaindildvy

1 iwSyuansazane a-slucosidase (0.4 U/mL) wag substrate (1 mMp-
nitrophenyl-(a-D-glucopyranoside) Tu 0.1 M phosphate buffer, pH 6.9

2. Mnthufinansansiegnafiaznageu (1 meg/mL Tu DMSO) U395 10 L
L1u96 well plate udinansazane a-glucosidase U3nas 20 ul annsushluvail
Qe

3. LANAITAz ANy substrate (clucose kit) Usu1ms 80 pL IO RARIREIL
gl 37 °C Wuan 10 wil

4.1 96 well plate TU¥aA1n15ganduadunasdl 517 nm (Bio-Rad 3550

microplate reader)

5. dnadlaluauin %msdudueuledueaninglading

. g Asampte
1ng %inhibition =[1- (—) 1x100

Acontrol
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o Agample= A1 absorbance Palalneiiansazanaietafiasnaaeunas
Acoriroi= A1 absorbance #13alalaglsiflansazansfognsiiasnaaeunay
Tun1ssngaruatagsrgaruady ICs (The half maximal inhibitory

concentration) 33l#a1nN158519nTINRAAIAINEUNUSIZAI9 % inhibition AU

ANILTUTUTIANUTUTUT 50% inhibition agdATY ICs,



$ = s £
ﬂ’ﬁ’JLﬂiﬂ:ﬁ@ﬂﬂﬂiﬂﬁ%’ﬂﬁLLaSNaﬂﬂi‘VlﬂﬂE]Uq%ﬁﬂqﬁ%?ﬂﬁW%Bﬁﬁquiq%ﬁ

A1NNISNAABINUINUNTANAEITINNLNTNTU A-F U9A9aNALUNIUDAINTINAY

una 3

]
=

Nuwenla

€

& 1

N3E7ie wudtaEnsanenalsta 12 wia lnen1siigatienanuainidlaseasnevesansusansi

wenlamedayaaunasuainmaimneilagldinaialusnseu- wag arsueu 13- duedes

s

wuniuAnislawuud anlnsalnd siudunmsiSeuiisudeyatiusigauisiuineuntiiil

3.1 N33ATNgAsIATIRIYaLET 1

5UN 3.1 laseaineans 1

15197 3. 1 A1 Chemical shift (ppm) MnaUNATU H-NMR way C-NMR v83a15 1

@13 1 (CDCly)

4-hydroxyxanthone!” (DMSO)

LU
H (8, ppm) J(Hz) 13C (3, ppm) | H (B, ppm) J(Hz) 13C (8, ppm)
1 7.88 (dd) 8.0,1.6 117.9 7.61 (dd) 7.8,1.8 1152
2 7.29 (t) 7.6 124.8 7.26 (t) 7.8 124.1
3 7.35 (dd) 7.6,1.6 120.5 7.34 (dd) 7.8,1.8 120.2
4-OH - - 146.7 10.51 (s) - 146.7
43 - - 145.2 - - 145.2
ab - - 155.4 - - 155.4
5 7.56 (d) 8.0 118.2 7.73 (dd) 8.0,0.8 118.3
6 7.76 (ddd) |8.0,7.2,1.6 | 135.5 7.88 (ddd) | 8.0,7.6,1.6 | 135.4
7 7.43 (ddd) |8.0,7.6,0.4 | 124.6 7.48 (ddd) | 8.0,7.6,0.8 | 124.3
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A15199 3.1 A1 Chemical shift (ppm) ANanASu H-NMR wag PC-NMR va9a1s 1 ()

o a13 1 (CDCly) 4-hydroxyxanthone!’ (DMSO)
FILLAUN
H (O, ppm) | J (H2) 13C (3, ppm) | H (B, ppm) J(Hz) 13C (3, ppm)
8 8.37 (dd) | 8.0,2.0 127.3 8.19 (dd) 7.8,1.6 126.0
8a - - 120.9 - - 120.9
9a - - 122.2 - - 122.2
9 - - 176.9 - - 176.2

WealUyungudeyanieen chemical shift (ppm) 3naUnasu "H-NMR wag'*C-

NMR 989815 111U d-hydroxyxanthone wuifiaulndiAgsiuiin eaglin a1s 1 A 4-

hydroxyxanthone

3.2 MIAIATIgRslATIaTavasEs 2

UM 3.2 Inseasneans 2

A15197 3. 2 A1 Chemical shift (ppm) N UNATUTH-NMR waz PC-NMR 299815 2

@13 2 (DMSO)

2-hydroxyxanthone!’ (DMSO)

2a[REIN!
H (S, ppr) | J(H2) BC(J, ppm) | H (O, ppm) | J (H2) 2C (, ppm)
1 7.50 (d) 3.2 108.5 7.48 (d) 3.0 108.5
2 - - 153.9 - - 153.9
2-OH 9.97 (s) - : 10.00 (s) |- -
3 7.35 (dd) 9.23.2 124.5 7.32(dd) |9.0,3.0 124.5
4 7.58 (d) 8.8 119.4 7.56 (d) 9.0 119.4
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15197t 3.2 @1 Chemical shift (ppr) aMnaWnasutH-NMR waz BC-NMR w3813 2 (510)

@13 2 (DMSO)

2-hydroxyxanthone!” (DMSO)

a[(REIN
H O, ppm) | JH2) 5C(8, ppm) | H (O, ppm) | J (H2) 15C (3, ppm)
4b - - 155.6 - - 155.5
5 7.70 (d) 8.8 118.1 7.63(dd) |8.2,09 118.1
6 7.87 (t) 7.9 135.2 7.85(ddd) |8.2,7.6,1.7 | 135.1
7 7.46 (1) 7.6 123.9 7.45 (ddd) | 8.0,7.6,0.9 | 123.9
8 8.20 (dd) | 7.2,0.8 125.9 8.19 (dd) |8.0,1.7 125.9
8a - - 120.9 - - 120.4
9 - - 175.2 - - 175.8
%a - - 121.3 - - 121.7

WalIeuligudeyanieei chemical shift (ppm) ananasu 'H-NMR wag*C-

NMR 989813 2 fiu 2-hydroxyxanthone wudniiaulndiAgsiuunn eaglin @15 2 Ae 2-

hydroxyxanthone
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3.3 119AT12EAsIATIATINVENENT 3

Y 0OH
OCHj

5UN 3.3 laseainaans 3

A15199 3. 3 A1 Chemical shift (ppm) ANaUNASUIH-NMR waz 3C-NMR 289415 3

3-hydroxy-4-methoxyxanthone'®
@13 3 (CDCLy)
B (DMSO)
15C (9,
H (O, ppm) | J(H2) H (8, ppm) J(H2) 13C (8, ppm)
ppm)
1 7.40 (d) 9.2 122.4 7.80 (d) 8.9 121.6
2 7.24 (d) 9.2 114.3 7.00 (d) 8.3 114.1
4-OH - - 156.3 10.79 (s) - 156.3
43 - - 150.7 - - 150.7
4b - - 155.2 - - 155.5
5 7.44 (d) 8.0 117.7 7.69 (d) 8.1 118.2
6 7.70 (td) 8.0,1.6 135.2 7.84 (ddd) | 8.1,7.5,1.7 | 135.0
7 7.36 (t) 8.0 123.8 7.46 (ddd) | 7.7,7.6,1.0 | 124.3
8 8.31 (dd) 7.6,1.6 126.7 8.16 (dd) 7.7,1.7 125.9
8a - - 120.9 - - 120.9
9 - - 175.0 - - 175.0
9a - - 114.5 - - 114.8
3-OCH35 4.05 (s) - 62.8 3.96 (s) - 62.8

WalTguiiisudeyaned chemical shift (opm) AnawUnasu H-NMR wag>C-
NMR 984a15 3 iU 3-hydroxy-4-methoxyxanthone nuitdaulnalAseiuuin 3ea3uin

&13 3 A® 3-methoxy-4-hydroxyxanthone



3.4 M3ATILEAIIATIATIIVRNETT 4

5UN 3.4 laseaineans 4
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A5199 3. 4 A1 Chemical shift (ppm) A nanA3u H-NMR wag 3C-NMR vasans 4

d13 4 (CDCL,)

3-hydroxy-2-methoxyxanthone®®

R[IREIN: o
H (O, ppm) | J(H2) 5C(8, ppm) | H (S, ppm) | J (H2) 15C (3, ppm)
1 7.47 (s) - 105.6 7.46 (brs) | - 107.9
2 - - 152.6 - - 155.1
- - 144.7 - - 144.4
3-OH - - - 9.74 (s) - -
7.01 (s) - 102.9 7.19 (brs) | - 100.0
4a - - 155.1 - - 155.1
ab - - 150.8 - - 150.8
5 7.70 (d) 8.4 117.9 7.60 (d) 8.4 117.5
6 7.69 (ddd) | 8.8,7.6,1.6 | 134.2 7.81(ddd) |8.4,7.2,1.8 |134.2
7 7.37 (dd) 8.0,7.2 123.9 7.44 (dd) 7.8,7.2 123.6
8 8.34 (dd) 7.8,1.6 126.7 8.15 (dd) 7.8,1.8 125.3
8a - - 120.6 - - 120.6
9 - - 174.7 - - 174.7
9a - - 114.8 - - 114.2
2-OCH,4 3.95 (s) - 56.7 3.95 (s) - 56.0
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WawSuuiiudeyaniuan chemical shift (ppm) anadnadu *H-NMR wag °C-

NMR 984215 4 fiu 3-hydroxy-2-methoxyxanthone wui1dadulnaifeaiuunn 3eaguin

@13 4 A9 3-hydroxy-2-methoxyxanthone

3.5 M1331AT12YgAsIATIAT9VRNET 5

A519f 3. 5 A1 Chemical shift (ppm) 2n@UnA3uH-NMR v03a15 5

5UN 3.5 laseaineans 5

a13 5 (CDCL,)

2,3-dimethoxyxanthone?

RIINTAIE (CDCl,)
H (O, ppm) J(H2) H (3, ppm) J (H2)
il 6.94 (s) - 6.90 (s) -
5 7.47 (d) 8.0 7.49 (d) 8.3
6 7.70 (m) - 7.67 (m) -
7 7.38 () 8.0 7.36 (t) 7.6
8 8.35 (dd) 8.0,1.4 8.32 (m) -
2-OCH; | 4.03 (s) - 4.01 (s) -
3.0CH, | 4.01(s) - 3.99 (s) -

Weweuiigudayanieal chemical shift (ppm) 3naUnAsu 'H-NMR 09215 5

v 2,3-dimethoxyxanthone wui1fin1ulndiAeadunin 3eagudn @15 5 Av 2,3-

dimethoxyxanthone




3.6 N13AT12EATIATIATIIVRNAT 6

5UT 3. 6 1As9a39E15 6
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A15197 3. 6 A1 Chemical shift (ppm) ANaWnA3UH-NMR v8sa1s 6

1,6-dihydroxyxanthone?
a1 6 (CDCls)
AR (CDCLy)
'H (, ppm) J (H2) H (, ppm) J (Hz)
1-OH 12.65 (s) - 12.74 (s) -
2 - - 6.66 (d) 8.2
3 7.61(d) 8.0 7.51 (d) 8.2
4 6.83 (d) 8.0 6.83 (d) 8.2
5 - - 6.71 (d) 2.1
7 6.85 (dd) 8.0,1.6 6.81 (dd) 8.2,2.1
8 7.82 (dd) 8.0,1.2 7.97 (d) 8.2

WeatTguigutayameen chemical shift (ppm) 1naUnasy H-NMR v03a15 6

v 1,6-hydroxyxanthone wudifiadulnditAssduuin J9a3Udn @15 6 Av L6

hydroxyxanthone




3.7 M3AAszigasiaseainevasas 7

5UN 3. 7 laseainans 7

A5199 3. 7 A1 Chemical shift (ppm) anana3uH-NMR waz *C-NMR 83815 7

@13 7 (CDCly)

1,7-dihydroxyxanthone?

RIINTAIK (eDCly)
H (O, ppm) | J(H2) 12C (O, ppm) | H O, ppm) | J (H2) 15C (3, ppm)
1 - - 163.6 - - 163.6
1-OH 5.70 (s) - - 5.01 (s) - -
2 6.79 (dd) |8.0,0.4 110.2 6.77 (dd) | 8.4,0.5 110.4
3 7.59 (t) 8.4 138.0 7.59 (t) 8.8 138.0
4 6.93 (dd) | 8.4,0.8 107.1 6.95 (dd) 8.4,0.5 107.0
da - - 157.0 - - 157.0
ab - - 131.0 - - 131.0
5 7.41(d) |92 119.6 7.41(d) 9.3 119.5
6 7.33(dd) |9.2,2.8 126.0 7.33(dd) |9.3,29 126.0
7 - - 154.7 - - 154.7
7-OH 12.62(s) |- - 12.62(s) |- -
7.62(dd) | 2.8 108.0 7.63 (d) 2.9 108.0
8a - - 120.9 - - 121.0
9 - - 179.9 - - 181.5
9a - - 109.0 - - 109.0
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WelTguiiisudeyanied chemical shift (opm) A1nawUnasu H-NMR wag*C-

NMR 984815 7 fiu 1,7-dihydroxyxanthone wudndaulndiaeaiuuin 3a5din a1s 7 e

1,7-dihydroxyxanthone

3.8 11391AT12YgAsIATIATI9VR9ENT 8

5U# 3. 8 lAsaa3eans 8

A15197 3. 8 A1 Chemical shift (ppm) ANaANATUTH-NMR 203815 8

1,3,5-trihydroxyxanthone?
13 8 (DMSO)
2a[REIN! (DMSO)
H (3, ppm) J (H2) 'H (, ppm) J (Hz)
1-OH 12.89 (s) - 12.87 (s) -
2 6.10 (d) 2.0 6.19 (d) 2.1
4 6.32 (d) 2.0 6.41 (d) 2.1
6 7.27 (dd) 7.6,1.6 7.29 (dd) 7.7,1.7
7 7.20 (t) 7.6 7.23 (1) 7.8
8 7.50 (dd) 7.6,1.6 7.53 (dd) 7.8,1.7

Weweuiigudeyamea chemical shift (ppm) 3naUnasu H-NMR 09215 8

fiu 1,3,5-trihydroxyxanthone wuiiiaaulnaifgaiuuin 39a@3U91 @15 8 Avl,3,5

trihydroxyxanthone



3.9 M153AT1YgAsIATIATI9VENET 9

5U# 3. 9 lasaasneans 9

A5199 3. 9 A Chemical shift (ppm) ANaNA3UIH-NMR waz!*C-NMR 20315 9

a13 9 (CDCls)

Tovopyrifolin®*

2a[REIN! (CDCLy)
H (S, ppm) | J(H2) 15C(3, ppm) | H (O, ppm) | J (H2) 15C (3, ppm)
1 - - 155.8 - - 155.3
1-OH 12.52(s) |- - 13.11 (s) - -
2 - - 130.9 - - 131.5
2-OCH; | 3.76 (s) - - 3.86 (s) - -
3 - - 160.2 - - 159.2
3-OH - - - 9.48 (s) - -
4 6.51(s) |- 94.4 6.52(s) |- 94.7
4a - - 153.9 - - 153.8
ab - - - - - -
5 - - 146.2 - - 146.9
5-OH - - - 9.62 (s) - -
6 7.34 (d) 8.0 120.8 7.34 (dd) |8.2,1.8 121.3
7 7.24 (1) 8.0 124.8 7.28 (t) 7.5 124.8
8 7.54 (d) 8.0 114.8 7.64 (dd) | 7.5,1.8 116.1
8a - - 121.7 - - 121.7
9 - - 180.2 - - 182.1
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A15197 3.9 A1 Chemical shift (ppm) 2naWnASUIH-NMR waz*C-NMR w0313 9 (#e)

Tovopyrifolin®*
@15 9 (CDCLy)
ZRIRTIN (CDCly)
H (8, ppm) J(H2) 3¢ (3, ppm) H (D, ppm) | J (H2) 13C (3, ppm)
9a - - 104.0 - - 104.0
10a - - 146.2 - - 146.1
OCH; - - 59.4 - - 60.7

WalUTguiigudayaniuml chemical shift (ppm) nawWnATU 'H-NMR waz'*C-

NMR 484815 9 71U tovopyrifolin wudidiadulnaiAgeduuin Jea3Udn @13 9 Ao

tovopyrifolin

3.10 M3ATILNGATIATIE519909615 10

Ui 3.10 Taseadraans 10

A519913.10 A1 Chemical shift (ppm) N UNATUH-NMR waz PC-NMR 299815 10

Macluraxanthone®
o . @15 10 (CDCL,)
AU (CDCly)
H(S, ppm) | J(H2) 13C (3, ppm) | H (B, ppm) J(H2) 13C (8, ppm)
1-OH 13.54 (s) - - 13.52 (s) - -
1 5.61 (d) 9.6 116.4 5.60 (d) 9.9 116.4
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A15197 3.10 A1 Chernical shift (ppm) ANAUNASUIH-NMR waz PC-NMR v83a15 10 (#1e)

Macluraxanthone®
@15 10 (CDCly)
RIINVAIK -
H (3, ppm) J(H2) 15C (8, ppm) | H (O, ppm) | J (H2) 15C (8, ppm)
2 6.77 (d) 10.0 128.2 6.78 (d) | 9.9 128.2
2" 6.73 (dd) 17.2,10.4 | 146.2 6.75 (dd) | 17.6,10.5 | 146.7
3’ 5.22 (d) 17.6 - 522 (d) |17.7 -
3b” 5.05 (d) 10.8 - 5.04(d) |10.5 -
4 1.51 (s) - 28.9 151 () |- 28.0
4" 1.63 (s) - 29.9 1.64(s) |- 29.9
5 1.51 (s) - 28.9 151(s) |- 28.0
5" 1.63 (s) - 29.9 1.64(s) |- 29.9
7 6.96 (d) 8.8 113.7 6.92 (d) |9.0 113.7
8 7.69 (d) 8.8 117.2 7.68(d) |9.0 117.2

WalUTguiigudayaniual chemical shift (ppm) naWNATU 'H-NMR waz'*C-

NMR 484215 10 fiu macluraxanthone wuindaulnaiAgsiuuin 3easudn a1s 10 fie

macluraxanthone
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3.11 msimevgaslaseainevesans 11

sUT 3.11 Tasaadreans 11

A919f 3. 11 f1 Chemical shift (ppm) A1naUnA3IH-NMR Y3815 11

48 11 (CDCL) 3,3',4',5,7-pentamethoxyflavone?
IR (CDCls)
H (8, ppm) J(Hz) H (O, ppm) J(Hz)

H-6 6.35 (d) 2.0 6.35 (d) 2.5

H-8 6.51 (d) 2.4 6.51 (d) 3.0

H-2' 7.72(s) - 7.72(s) -

H-5 6.98 (d) 8.8 6.94 (d) 9.0

H-6 7.70 (d) 8.8 7.70 (d) 9.0
5x0OCH; 3.90 (s) - 3.92 (m) -

Weweuiigutayanigen chemical shift (ppm) MnaUnaFy "H-NMR 09815 11
flu 3,3.4',5,7-pentamethoxyflavone wuindianulndifesiuuin 39a3Uin a1s 11 Ao

3,345, 7-pentamethoxyflavone



3.12 M3AATIENgAsIATeE3IeYeLEns 12

g‘dﬁ 3.12 lAsadsneans 12

A5199 3. 12 A1 Chemical shift (ppm) 9naUnA3uH-NMR 83815 12

36

a8 12 (CDCL) 5,7,4'-trimethoxyflavone?’
IR (BMSO)
H (O, ppm) J(H2) H (3, ppm) J(H2)

H-3 6.59 (s) - 6.86 (s) -

H-6 6.56 (d) 2.0 6.51 (s) -

H-8 6.37 (d) 2.0 6.68 (s) -

H-2' 7.72(s) - 7.72 () -

H-5" 7.00 (d) 9.2 7.10 (d) 8.9

H-6' 7.83 (d) 9.2 8.0 (d) 8.9
5-OCH; | 3.88(s) - 3.83 (s) -
7-OCH; | 3.91(s) - 3.85 (s) -
4"-OCHj 3.96 (s) - 3.90 (s) -

WialUSguliigudeyanieal chemical shift (ppm) A1naUnASY 'H-NMR v83a15 12
fu5,7,4"trimethoxyflavone wudnfiadnulndiAssiuuin 39a3U91 @15 12 Ae5,7,4-

trimethoxyflavone
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v & 3

'3 ‘d'
3.13 NANMINAGBUANSEUIUTAANLITIVDIETUSNSNIuenlR
91NNTUNAIIRINNR (1-12) henlalaedgnislasuilnns il umadeugvsiues
waduee 2 ¥in fia KB uay HelaS-3 vesansuianaiiuenls wuinldnanumisnad 3.13

M15199 3. 13 AINsEUduYaduLLSeIEsUTANSINENLS (1-12) uazansunsgu

adriamycin
A 1Cso (UM)
§19

KB HelaS-3

1 65.0+1.69 >100

2 93.3+1.50 >100

3 66.9+1.72 >100

4 >100 >100

5 >100 >100

6 71.9+0.49 >100

7 >100 >100

8 70.4+0.55 >100

9 >100 >100

10 >100 >100

11 >100 >100

12 >100 >100
adriamycin 0.23+£0.44 0.12+0.01

mmimsmaauqm%mmLﬂuﬁwiamaémﬁa KB wu31 @19 1, 2, 3, 6 waz 8 1w

fudngaduzisia KB 61 lnedian ICs, ogludae 65.0-93.3 uM Wielfisuivaisuinsgiu

adriamycin 1Cso = 0.23 UM d@uansauauulafignslunisdugasasuziiauida KB Llesainil
A1 ICsp > 100 UM

Q‘ < a 1 12 < 1 [ a Q‘d‘ g 3

n1snaaaugnsauuiusowaduzss HelaS-3 wudi a1sainu3ansniuentang

14 LiflgmslunisfugaraduziSeuida Helas-3 Josandan 1Cs > 100 uM WaLfisuiuans

UM351U adriamycin 1G5 = 0.12 uM
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[

n( g.’l ¢ a a n‘d‘ %
3.14 Naﬂ’ﬁ‘lﬂﬂﬁEJ‘Ui]‘VIﬁEI‘UENLE]LI‘],GUQJLLE]Z‘]WﬁﬂQIﬂQILﬂﬁ‘UENﬁWiUiE!VI5‘VILtﬂﬂlﬂ

[
YY)

911N1511@1991990A (1-12) Nuenlalaeiznialasuinns il uveaeugnsduds
wulzdueaningladiaaainldvy weoawma uwasgnsa) nuiasnmualaignslunisdudu
ulgdiuearngladinaaindildvy (Weawma wazgiasa) 1Heaanien ICs, > 3,000 UM o

WeunuasuInggIu acarbose 3adiAn ICs, 7.9 4az10.9 M auady



uni 4

A9UNaNIINAADY

Mnmsidsatiniuniueavessndunssianuenlivignsiemaielasininsn i
Wud wenlaanstunguuaulnu 10 ¥lla Ao d-hydroxyxanthone (1), 2-hydroxyxanthone
(2), 3-hydroxy-4-methoxyxanthone (3), 3 - hydroxy-2 - methoxyxanthone (4), 2,3-
dimethoxyxanthone (5), 1,6-dihydroxyxanthone (6), 1,7-dihydroxyxanthone (7), 1,3,5-
trihydroxyxanthone (8), tovopyrifolin (9), macluraxanthone (10) anslungunatiuees 2
¥in Av 13¥R57¢Enmnmﬂmmﬁmvm%5U1)uasil¢¢ﬁmemomﬁwwwm(121ﬂ8
Tassaaimualdfigatinsusedoyanadningalnd Swfunsulsuiieututeyaiid
MssBnneuntil ﬁ]’mmimaaquémmLﬁuﬁwialfzjaém%wﬁm KB, ¥Hf HelaS-3
YosanTuavaTiuenld wudians 1, 2, 3, 6 uaw 8 fvddudusadunSein KB ¢ Tnedl
ICsp 081UYI8 65.0-93.3 pM LLﬁ%ﬁ’]iaﬂﬁ]UiqwéﬂLLﬁlﬂi@WQ 12 %u@luquﬁiumié’ué’jﬂ
\waduziseudn Helas-3 1ilog9ndAn 1Cs, > 100 uM uaﬂmﬂﬁ?ué’aﬁmimaaqu%é’uéTﬂ
oulvsiuearingladinaaindildny (eamna wazgiasa) vesasuIqvsauenld wuiias
foelsifgrslunissusueulsiuoaringlafinaaindlény (woawa wazmasa) Liosan

1A 1Csp > 3,000 UM

OCH; 4
o]
OCH3 HO
CCQa on
o] OCH; OH g
5
OCH;
OCH3
O OH o
3
CreT O O y
o] OH HO L. OCH;
OH o9 30

OCHL
12

<

JUN 4.1 wandlaseasnevesansuIavaiiuenls 1-12



nmsnadeugndaulufivaoiwaduziie KB wuil @19 1, 2, 3, 6 uaz 8 lgnd

[
LYY

fudngaduzisyin KB a1 lasdian ICs, agludag 65.0-93.3 uM Walisuiuaisuinsgiu
adriamycin @38 1Cso AU 0.23 uM dauansaugiubifignslunsduduvaduziSeiin KB

LHU991ndAN ICs, 11AAIT 100 UM

nanageugnsaudufiviomadunss Helas-3 nudn ansafnuiandduanlév
12 %iim lajﬁqw%‘vl,uﬂ'ﬁé’uéy’qLézfaéml,%fwﬁm Helas-3 1iiaeaniaAn 1Cs, 11nA97 100 UM Ll
WeuiuasuInggu adriamycin Fagien ICs, Winifu 0.12 uM

nannapugrdsusueulsiueavhnglafinaaindilduy lifignslunisdudaoules]
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