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Antimicrobial and anticancer metabolites from endophytic fungi
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unAntan e ng

nsisanelElazennsid 1dvansAnsnansmunyue lasiessniuln Wy Emericelia variecolor
IuﬂﬂwﬁiLWﬁngﬂﬁ Malt Czapek-Dox broth (MCzB) was Czapek-Dox broth (CzB) WAZATIN LN LD TaT
YRUAALNNE Astraeus odoratus

douaimesa uempansgantinaauazidulesndulali £, varecolor fwnziaesluanms
Wan Malt Czapek-Dox i ldugnsaedantaanaaniilasuninni Inaldfvinazas wanew, &
NUIU-1TaA WATLNA, 105a WATA, LA5A LATWA-INNIUEA LASINNIUEA ANNATAL  WN4IULaNNIN
Tﬁu?zgm%r ansiuenldanndauainieda uedmaannidile 1dun stellatic acid (1), ergosterol (2), @19
ﬂzg'u xanthones 2 TUA [14-methoxy tajixanthone 25-acetate (3) LAY tajixanthone hydrate (8)], @19
ﬂ@:N anthraquinone 2 A [1-hydroxy-6,8-dimethoxy-3-methylanthraquinone (4) Wag 4,6-dihydroxy-
5,7-dimethoxy-2-methylanthraquinone (5)] taz@nsriia i 2 4iia [a13Usenan (6) uay (7)] daunns
LenANsaNgaLaR LA LeEmaantnaesld 4,6-dihydroxy-5,7-dimethoxy-2-methyl anthraquinone
(5) way dermoglaucin (9) WAy LL@xmﬂmuﬁwﬁm [@19Usenad (10)] mmz‘ﬁ' NITLENANTLNLNLA
TavinesBulaiy £, variecolor Mmnziaedluamnaivgn Czapek-Dox l§ stellatic acid (1) waz
ergosterol (2) angansanaidule Wit

nsusnasunelavianinenziifufeenainandmsaingansaueanans1a
anstlsznavlasmesiu 4 1lia wazantlsznauafesesditsesuuda 3 1fa (Ergosterol, ergosterol

peroxide WLz 5,8-epidioxy-(33,5a,8a,24R)-ergosta-6-en-3-ol).



UNARLANIENDING K

In this research metabolites of the endophytic fungus Emericella variecolor, cultured
in malt czapek-dox broth (MCzB) and czapek-dox broth (CzB), and of Hed Por (Astraeus odoratus)
were investigated.

Ethyl acetate crude extracts of mycelia and broth of E. variecolor were isolated using silica
gel column chromatography eluting with hexane, hexane-ethyl acetate, ethyl acetate, ethyl acetate-
methanol and methanol in step-wise fashion. The combined fractions were further isolated. From
the culture in MCzB, the ethyl acetate crude extract of E. variecolor mycelia was isolated to afford
stellatic acid (1), ergosterol (2), two known xanthones [14-methoxy tajixanthone 25-acetate (3) and
tajixanthone  hydrate  (8)], two known anthraquinones [1-hydroxy-6,8-dimethoxy-3-
methylanthraquinone (4) and 4,6-dihydroxy-5,7-dimethoxy-2-methylanthraquinone (5)] and two new
compounds 6 and 7 while the ethyl acetate crude extracts of the culture broth was isolated to
afford two known anthraquinones [4,6-dihydroxy-5,7-dimethoxy-2-methyl anthraquinone (5) and
dermoglaucin (9)] and a new compound 10. In addition the ethyl acetate crude extracts of E.
variecolor mycelia cultured in CzB was isolated to afford stellatic acid (1) and ergosterol (2).

Metabolites of Hed Por (A. odoratus), collected from Nan province, were also isolated to
afford four new triterpenoids together with three known steroids [ergosterol, ergosterol peroxide

and 5,8-epidioxy-(3/,5a,8a,24R)-ergosta-6-en-3-ol)].
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AaBLNafIanEiLazAsa

pg/mL microgram per milliliter

"C-NMR carbon-13 nuclear magnetic resonance
COSsY '"H-"H correlation spectroscopy

d doublet (for NMR spectral data)

dd doublet of doublet (for NMR spectral data)
d chemical shift

€ molar absorptivity

HMBC Heteronuclear Multiple Bond Correlation
"H-NMR proton nuclear magnetic resonance
HSQC Heteronuclear Single Quantum Coherence
Hz Hertz

IR infared spectrophotometer

J coupling constant (for NMR spectral data)
. wavelength of maximum absorption

MHz megahertz

MS mass spectrometer

MTT 3-(4,5-dimethylthiaozol-2-yl)-2,5-diphenyl tetrazolium bromide
Mw molecular weight

[M+H]" protonated molecular ion

NMR nuclear magnetic resonance

ppm part per million

S singlet (for NMR spectral data)

t triplet (for NMR spectral data)

TLC thin layer chromatography (ImAssnInnsALLLLN)
TOF Time of flight

uv ultraviolet

Vis visible
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FNUNNANITY TuAe 2-chloro-5-methoxy-3-methylcyclohexa-2,5-diene-1,4-dione LWAZ xylariaguinone
A T9ENIRARI NGBS UNIAN FaaneWug Plasmodium falciparum, K1, fiatifn IC,, 1.84 uaz 6.68

lulasiuang wazlaanuiluiese African green monkey kidney fibroblasts (Vero cells) Faduwaad



snfifaeAn 1C,1.35 way >184 TulasTuans, muandu Teanuanléil @19 xylariaquinone A &nng

SLalal | @ A - a0
‘ﬂﬂﬂq‘V]ﬁV] AazHANNLTTUN e aa TN FIFN

1%

i Y v @ Vv @ - o a < = Ao 9/
@ﬁﬂﬁ/]ﬂ@’lfm’lﬂj’l\imu@%%uimm‘:‘%@utﬂﬂmLﬂuLL‘M@\‘}N@m@’]i'ﬂ'ﬂﬂqmﬁww‘ﬂ’mﬁwmm’l t Al

d” V
wailAdeasliauaulalunisinenaiseangrisnisdanimannstiiula vl deluaurpnandulalid

1
o o

Fuunldudnaziiunvasuanansdadu Ny Tamilunteeanviza mem@mm@mum‘lmijmmmmw BN

o

[~ o 1 G 1 a a 1 dl o PV~ = dl A
dugninulsasiepireunasanatssiinlvsineai i) idusnsuinsguvizersesilelunis

= Ao ¥ di 20 o < Is = v o o Sy =
Aneddnld  Wenwunilduansdula ianigayulnsnauazldninsdnnsesgmasiuqadn

wazpsluissialanzia (brine shrimp) wudnlasndulalwinaieanssiuqadnuasiaoauiie

a0 AR A o

[ﬂl‘ﬂiﬁ’]&@ ﬁﬂﬂuiﬂﬁ‘ﬂﬂ’]ﬁ"ﬁﬂu@ﬁﬂﬂ'ﬂllll\‘i‘lﬂll’\ﬂLW@ﬂﬂH’]@’]ﬁ‘LNLLWU@i@ ‘Vldq‘Vl% ”IM@'ZQ‘IJ‘WLL@ FINU

q

v
o

159909916 WA YT AT

[ > 4 a o
Tmgiszasnradlasanisiae

'
=

P ¥ o <o = o @ @ el o =
1. LW@ﬁﬂE’qﬂqﬁ‘@?q\j@q?LNLLV]‘]J@i@VW]Nq%ﬁ Wi&'ﬂ@‘ﬂWLL@:ﬁ”}uuzL?\iﬂJﬂdmLﬂ‘L&T@MW%LLﬂﬂiMWﬂW‘H

ayulnslne

pry o el Sy = v @ K v I3 o
2. NadnA LLEIﬂLLZ‘]“"JL@?'T”W@']?LMLW]U@]l@ NN qmﬁﬁ]’]u“«]@“ﬁwLL@ZW’]uﬁJzLﬁ‘Q"ﬁ\‘mﬁ"]\ﬂﬂﬂ?qL@uTG‘IPLWVI‘V]

q

uein'ler

AAULUAURILATINITIRE

el <o = P = < Py & -
Q’]uqﬁ’\ﬂu“]vmqﬂq?ﬁﬂiﬂq@q?LNLL‘V]‘U@VL@VW] Z]V]ﬁ[mufﬂmj‘wLLﬂzmuszi\‘lsﬁ\‘l@?'}\‘lemﬁL?JMT@M‘V]

q

= % dl 3 el ¥ o o <y a Lo a a

nuanldanaayulng ‘Emm'}L@u‘EmemimmmmmmmqmmmmwLmzqmmﬂuwwmiimmm

Y % ° & T 4 = ¥ o o £

Iousanld  dhnndesluenmamnzidesfiminzanieiindiunn udainnisanauananseanyys
i

= 5 X o = 9 = a < = <
NWTINTNATNUN L@EI\‘]LL@Z@’]T]LZQLLELEI ﬂﬂiﬂ'qiﬂ?\?ﬂ?"lﬂwqﬁLﬂNﬂﬂQ@’]?U?QWﬁVIi@LL@ZZﬁﬂ‘]:Hﬂ‘V]ﬁ‘Vﬁ\‘i

al a Qrdl v
TQﬂ’]W%@Q@’]ﬁ‘U?Z‘;WﬁV}LLHﬂVL@

aa o Aa a o <
AEmsaiiunisiaalaenaly
1 AnmAurdiuazsusndeyaninaadesrionun
2 Annisainansmunue lainigmssinugatnuasiunziilaanismie videendule v
o = b4
Anaanty
o < = | s X | 9 as A
3 anpuen@seangnanNEanInaIndautaesiazandaudulasniagdanislasunlnni vive
JEnsaiauanauiNzay
4 AnmlassaFrmneaiaesanssgnsiuantsd Tnald IR, NMR, MS
< = a LA v A <y = v @
5 MAAELONINNTININIRIATLIgNENLEN N AN nEAUa TN LA UNIES

6 FILIINHANIINAALY ATZUUAZATUING WHUINENY



dsslagunaininazlasy
1. IFanaiugana¥wansdiuqadnuayvseanssinunsds daduwnas@nansdAnyniysslamd
Tuneevireunananasiin s nassoimundueninenlsasepireunauananssiin i

a1t W iiluansumsgrunseirresiia lun1sAnsnise

2. Manssinuaadnuasseanssinunzieria ndallss Tamfluntsenvisaaiunsoin i wamnduen

o ' ~ o o - A A = oo
‘;Tﬂ‘]:f’fﬂﬁ‘ﬂ[ﬁl”lx‘l“]ﬂ?‘ﬂmiuﬂﬂslm Lﬂumﬂ\l’]ﬁliﬁ’wuﬂiﬂ Lﬂﬁ‘ﬂ\‘]ﬂﬂiuﬂ’]?ﬂﬂ‘]ﬂqqﬁ‘]ﬂ



28N19ALNUNSIAE

38nsaiiunisiiall

BueNans alnmiu (NMR spectra) 31manzsfldannsiag Mercury Varian 400 Spectrometer G
400 MHz §w5u 'H uasii 100 MHz 4wy °C - Ayrynos Budiuens ilddndeiulusnensecsian
@zmﬂﬁ'maﬂﬂgﬂu CDCl, 7 8, 7.26 ppm LA 8, 77.00 ppm 22 @ulnma3u (UV spectra) Fiasziile
mmﬂ?:ﬂ\ﬁ Varian Cary 50 Probe spectrophometer laan$ aulnmsu (IR spectra) ?Jmmw“lé’mmﬂ%q
Nicolet Impact 410 Fourier Transform Infrared Spectrophotometer L@ @LlUnma3u (mass spectra)
AiArzilEanieses Micromass LCT (LC/MS) TasildmAtia Electrospray ionization  NM9MHUITUIL
WASANLNNZ (Specific rotations) aLm’]xﬁvLﬁmmﬂ?;m Perkin Elmer 341 f-gmm@ul,u@qd"mi@wﬁWLﬂ%q

NAANAANLNA Electrothermal 9100

aswunualanaas Emericella variecolor Mwnziagaluluannisinaq Malt Czapek-Dox (MCzB)

o

FRGALTe Emericella variecolor MWNZIRENUUAIMITUAN Malt Czapek-Dox g nuundivasily

v k4
o

wan 7 Ju Wikruaduiiugudnats 8 mm anduldingun

%

¥ 1
AlAaluaANIZIAL 250 ml N4

[
o

MCzB g 100 ml (x 203) wziaes tnassagiunnguugiiaaiungn 2 now Nguugiied. neeq
wenuasLasidulaaanainiulne linsya1wnsas Whatman no.1 litindsa (16 L) wasidule (1.53

Y
nn. aaguuEnden)

sumetAe WiaAaeAresssmenuLEenudelinnaesuiedinnnani (118.9 g) antanin
Angl LWEA WaTWA (500 ml x 5) Tuaedamslalin  s2mednsans 1aga waTdnm N8 lAN1TaRAINNAL
THreeuded@unaani (1.53 g) nisnmaeat (116.6 g) afnsasatusIuea (500 mi x 5) lud1edans
Toln  wdsaInnITIeLNaIUea) 1Bn1n (70 g)

anmvdule (1.53 nn. reetiminden) Aremanuea (2 L x 5) wdasemefaniazans liaaauds
Aumnan (128.38 g) dnmaeduidinmnanmqe e wadme (2 L x 5) way wsuea (2 L x 5), Inel
AU MAIaNNNITTImasannazanaeanly, lha1sannneny wia weTmnm (77.5 g) kaznngnn
NENLLNENUARA (48.54 Q)

o a a Y dl v da’ ¥ aa
WEINANIAAANENL LaTa e 1aadulasliannnismnziassly MCzB faadaniiaa
[ % a v o o ] v [~3 d! v b

AaaNlATuN NI WA 312 andudiuuen  Agreandaanndluuen 23-44 @9ldainnistzaag 15-
20% 1854 WaTWA (EtOAC) TIaniiu ARe1aaNdNanimu-1sa wadmn lHansdsenas 1 (48 mg) 1
299093119 A191e9udeanngdouuen 45-52 Galfannnnsassing 20-25% EtOAc Tuanid fiagl 15-
20% 1088 WATWNA (EtOAC) TLENITU AMEIUEINANLENEU-L0TA LATLNG 1oans1lsznay 2 (15 mg) Wl
NANAT  TIeudnannsssmedaunen 53-63 @eldannismzaae 25 % EtOAC Muanwy a1silszney

3 ATNAUBANNT WAIAINN1INIeY WHanssenas 3 (15 mg) iWuresudedwans  luszudnanisszime



LENANTARAVENY L03A ULOTINA IDINIAEN MCZB daedaniiaaneduillasintnnailld 330
Sdudauuan  &rsreauderildanndounen 34-48 Saldannnstzdae 20-25 % EtOAC lwania doel
Jaaudy aNTL-1e3a wedne Tdanslsznen 9 (4 mg) Whaesdaddy  Aeeudeldanndauuen
49-52 Galdannmisazdng 25-30 % EtOAc lwanimy @revedndy lenimu-lesa wedma walila
a13tszney 5 (4 mg) Wuaesudaddu Faresudanldanndauuen 81-110 aeldannnsaedas 50 %

¥

EtOAC Tulaniau Aeaeanan Langu-lesa wadmn i laansilszneu 10 (7 mg) lureaudadda

ANSLNuNUlaNnuas Emericella variecolor Mwnzsagaluluainisinad Czapek-Dox (CzB)

o

FRGLTe Emericella variecolor MWNZIAENLIANMNIUEN Czapek-dox NgasmaRviadiiiungn 7

v [% '
o a A

Fu Wlfunmduniugugnats 8 mm aniuldinduinsialiasluaaamwiziass 250 mi A5 CzB agj 100

1o

ml (x 211) quu'gmm‘tmghﬂg uﬁﬁ@mugﬁﬁﬂuﬂumm 2 1Aau ﬁ@qmugﬁﬁm. N9BIUENTNAEN
wazidilaeananniulaeldnseanmnses Whatman no.t lEHnAeN (14 L) waziduly (1.30 nn. 289
‘f&mﬁmﬂﬂﬂ)

suimetAs e sr L Eenudaldninaeuiedrinnnas (87.45¢g) anmnIn
pagl 1a3A LaTme (2L x 5) Tuasdamslafin  suwmednsanm 1034 wadme AalfnisanAnus 16
yasufe@rinmani (790 mg) miﬁm?m@g' (85.38 g) anpsaAleNEIUaa (2 L x 5) Tua1sdaninlain
PANANNNITILVELNEIUDR) 16n1n (56.68 g)

anaduly (1.30 nn. PRV dlan) Faeuanuea (2 L x 5) wdaszinssianiazans louaaunds
Avpnas (41.95 g) ARPURUTaRTNANaRN e 183 waT e (2 L x 5) kA W8UBA (2 L x 5), 1ag
AR NAIaNNNITEeiarinazaneanty, 1Hd1saianeny 1ia weTnm (26.27 g) WaZNINENA
NEULNENUBA (13.46 Q)

LENENTARAVENL 1aFa uaTinm TeadileaiilFannnsmsiaesli CzB #aedanniaamadan

TAsunnna W18 280 ansdugnuuan  n199zivtdulen 36-48 @lFannnisTEfas 20-25% EtOAC lu

EnLEw N1 IHAN9UT2NaU 1 ANATNAUBANNT  UAIAINNITNTAILAZANALNAUALIUDINAN LENIEH1-LA DA
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NNTRANANTINENUA LANLAALKNE (Astraeus odoratus)

PUAALNZAINaIdntnu 2.20  Alanfu @uiinidlan)uualdasiaaaudatinldud ludana
azane1e] Al THun 1aniey 1ea WaT e uaY IWNIUEA ATNANAL  szmEsaNazafa Lt
LNZAUUTN THR1TARANENULENIEY 9.49 NS ANFANANLIULATA UATING 16.27 NFU LAZAIANA

PLNLLNAUAA 119.46 NFu AlAzianslsznauiseld TLC way 'H-NMR

Lendauainvenuiesa wedmalagl4ianaareduillasunnnad Taelddavinazanadei
Hexane, Hexane : EtOAc, EtOAc, EtOAc: MeOH, MeOH mua1au 16 130 andudauiean  Wiun
Fiameailaeld TLC wae 'H NMR annsfugndudauuaniisiansilsnanadiendsiusinunsnidn sty
& 23 dauuen dsaasudaildanndauuani 15-22 deldannnnsazdag 25 %EIOAC limanimy dagans
NANLENITU-laBa WeTma 14 Ergosterol (4 mg) Wlumzneu@an  dauuen 27-30 d9ldannnisazdae
30% EtOAc hulaniti unnnuanlng semi-preparative reverse phase HPLC Tmﬂﬁﬁgmmm?{@uﬁ LU
IN9AEUYT H,0:MeOH (20:80) lauds MeOH dmannslua 3.0 mi/min wazmsaadnlnald UV it
ﬂ?llu 220 uaz 254 nm 14ans Triterpene 1 (4 mQ) ﬁLfJ@’m%‘ﬁmﬁu 21.5 w17, ergosterol peroxide
(11.3 mQ) ﬁwmmiﬁmﬁu 27.5 U7 LAY 5,8-epidioxy-(3/,5a,8a,24R)-ergosta-6-en-3-ol (6.8 mQ) 17{
AL 29 Wnf dauuen 31-34 G9ldannnisTzdng 40% EtOAc lwanimu dhanuenine
semi-preparative reverse phase HPLC Im?;lsl‘ﬁdv{]ﬂ’]mﬂg@uﬁLL‘LI‘LIm?LﬁF;IuVT H,0:MeOH (30:70) 4]

AU MeOH #791n1911a 3.0 mi/min - wazmmasalaald UV - fd09maau 220 uay 254 nm 16&13

Triterpene 2 (4.8 mg) MaaIN1IANLAL 19.5 WA WAz Triterpene 1 (24.2 mg) NIANIANLAL 23 W7

dauuen 43-46 deldannste@ae 50% EtOAc  lulanimu Wannuening semi-preparative

reverse phase HPLC lng/lddpniawnasuiuuuingineuwsi H,0:MeOH (30:70) Tllaunis MeOH &3

1 |
a

1714 3.0 mi/min wazamadalngld UV 1aamat 220 way 254 nm t@@1s Triterpene 3 (4.45 mg) #1

NANNIANLAL 25.0 W7 wae Triterpene 4 (3.8 mg) AIa1N1ANLAL 30 W%



N5AATZNONENISTININ

n1TnNAdau ﬂ’lﬁNLﬂuﬁHﬁi'ﬂL‘ﬁﬂﬁ

Nn1megaLANLluNEFaItad (cytotoxicity activity) dmsuanaiufiaaanzizeay 5 1in
1sznaufae BT474 (breast), CHAGO (lung), HEP-G2 (hepatoma), KATO-3 (gastric) waz SW620
(colon) IpeAEN139RA MTT (MTT [3-(4,5-dimethylthiazol-2-yl)2,5-diphenyltetrazolium bromide]

colorimetric method) (Carmichael et. al., 1987).

mewmaquﬁfﬁmﬂa%w
ynmInAReLAYa uN1HUgaTN B. subliis ATCC 6633, S. aureus ATCC 25923, E. coli
ATCC 25922, P. aeruginosa ATCC 27853 waz C. albicans ATCC 10231 Imeidd microdilution 390

Tunalulaslawmaiilannime 96 g



NAakazanlsguan1sIas

asiuwnualanaas Emericella variecolor ﬁLW’lngﬂﬂu"lu’mWﬁmaQ Malt Czapek-Dox (MCzB)
nsugnAnsaRAviENY 1e3a ueBnm readulosildannnismnziaesli MC2B #aedaniiaa

padiillasantnneWlE 312 &rdudauuan  vinnnsusnaesudeanndauuen 23-44 dsldannnisazdag

15-20% 1854 wadme (EtOAc) luaniy Ineni1sdnafingueanduianau-1esa wadmm leansdsenay

1 uaeuded@ana:

m.p. 228-230 °C;

[a],” +8 (CHCI,, ¢ 0.3);

EIMS (EI 70 eV) m/z 370 [l\/|+, 53 %], 355 (23), 327 (32), 257 (12), 246 (15), 203 (29), 189 (100), 175

(24), 161 (40), 147 (52), 135 (40), 121 (45), 107 (60), 95 (50), 93 (48), 81 (42), 67 (28) and 55 (24);

Aoy (CHCL) (g) 245 (5617) nm;

max

V... (KBr) 3435 (br.s), 2945 (w), 2855 (w), 1745 (m), 1649 (m), 1563 (m), 1411 (m), 1264 (w) and
1022 (w) cm’;
d, (CDCl,, 400 MHz) 5.94 (1H, d, 4.4 Hz, 2-H), 4.97 (1H, dd, 4.8 and 4.8 Hz, 6-H), 4.75 (s, 1H, H-
24),4.73 (1H, s, 24-H), 2.89 (1H, d, 12.0 Hz, 4-H), 2.71 (1H, dd, 6.8 and 7.6 Hz, 1-H), 2.31 (1H, m,
5-H), 2.26 (1H, m, 18-H), 2.11 (1H, m, 5-H), 2.09 (1H, m, 1-H), 2.06 (1H, m, 8-H), 1.97 (1H, m, 8-H),
1.90 (1H, m, 16-H), 1.87 (1H, m, 4-H), 1.75 (3H, s, 25-H), 1.57 (1H, m, 13-H), 1.54 (1H, m, 16-H),
1.50 (1H, m, 9-H), 1.48 (1H, m, 17- H), 1.46 (1H, m, 12-H), 1.32 (3H, s, 21-H), 1.31 (1H, m, 13-H),
1.30 (1H, m, 17-H), 1.28 (1H, m, 12-H), 1.26 (1H, m, 10-H), 1.20 (1H, m, 12-H), 1.17 (1H, m, 14-H),
0.90 (s, 3H, 22-H) and 0.84 (3H, s, 23-H) ppm;

d. (CDCl,, 100 MHz) 173.19 (20-CO), 150.16 (2-CH), 148.12 (19-C), 138.74 (7C), 125.28 (3-C),
123.68 (6-CH), 109.61 (24-CH,), 54.43 (14-CH), 49.63 (10-CH), 47.59 (18-CH), 45.85 (15-C), 42.64
(1-CH,), 41.15 (13-CH,), 40.37 (8-CH,), 39.17 (12-CH,), 37.92 (11-C), 34.85 (4-CH,), 27.69 (16-
CH,), 27.35 (5-CH,), 24.13 (22-CH,), 22.27 (9-CH,), 21.03 (17-CH,), 19.98 (25-CH,), 15.98 ( 21-
CH,) and 15.57 (23-CH,) ppm.
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andaya 'H, "°C, gHSQC, gHMBC, gCOSY, TOCSY uaz NOESY inlszylidnanstsznay

5

178 stellatic acid  4RYANIINYUITUILUAIRUNIZTE stellatic acid Auenld [OL,™ +10 (c 0.3,

CHCI) Tisenpdeaiusaeuliniewin [Quereshi et. al., 1980 [0L],” +13.5 (CHCL, ¢ 0.3)] ¥l
gutulAdnans 1 Aa stellatic acid

nsdnsaesufieanndanuan 45-52 deldannnistzdag 20-25% EtOAC luanuan dae 15-20%
Ta LaTWA (FtOAC) lulaniai fogednastaniau-asa wadmem taaislszney 2 (15 mg) lunand
217:
m.p. 167-168 °C;
[a],” -84(CHCI,, ¢ 0.1);
ESIMS: [M+H]" 397.3421;
A, 325(967), 345 (864) nm;
V... (KBr) 3427 (br, s), 2956 (s), 2871 (s), 1654 (w),
1553 (w), 1459 (m), 1382 (m), 1370 (m), 1241 (w), 1158

(w), 1127 (w), 1111 (w), 1058 (m), 1039 (m), 983 (m),
969 (m), 834 (w), 802 (w) cm’;
"H-NMR (CDCl,, 400 MHz): 56.56 (1H, dd, J = 1, 5.2 Hz, H-6), 5.38 (1H,dd, J = 1, 6.2 Hz, H-7), 5.19
(1H, m, H-22), 5.18 (1H, m, H-23), 3.63 (1H, H-3), 2.47(1H, ddd, J = 2.8, 4.8,14.0 Hz, H-4), 2.27
(1H, dd, J =12.4, 13.6, m, H-4), 2.07(1H, m, H-12), 2.04 (1H, m, H-20), 1.98 (1H, m, H-9),1.92 (1H,
m, H-2), 1.91 (1H, m, H-1), 1.90 (1H, m, H-14), 1.72 (1H, m, H-16), 1.64 (1H, m, H-11), 1.64 (1H, m,
15), 1.58 (1H, m, H-11), 1.50 (1H, m, H-2), 1.47(1H, m, H-25),1.35 (1H, m, H-15), 1.32 (1H, m, H-1),
1.28 (1H, m, H-16), 1.25 (1H, m, H-17), 1.24 (1H, m, H-12), 1.03 (3H, d, J = 6.4 HzH-27), 0.93(3H,
s, H-19), 0.90 (3H, d, J = 6.8 Hz, H-28), 0.82 (3H, d, J = 6.4 Hz, H-26), 0.82 (3H, J = 6 Hz, H-21),
0.62 (3H, s, H-18) ppm;
"C-NMR (CDCl,, 100 MHz): 141.37 (s, C-8), 139.77 (s, C-5), 135.56 (d, C-23), 131.94 (d, C-22),
119.57 (d, C-6), 116.26 (d, C-7), 70.44 (d, C-3), 55.68 (d, C-17), 54.54 (d, C-14), 46.21 (d, C-9),
42.80(d, C-24), 42.80 (s, C-13), 40.73 (t, C-4), 40.45 (d, C-20), 39.05 (t, C-12), 38.35 (t, C-1), 37.00
(s, C-10), 33.07 (d, C-25), 31.93 (t, C-2), 28.30 (t, C-16), 22.99 (t, C-15), 21.09 (g, C-27), 21.09 (t,
C-11), 19.96 (g, C-26), 19.65 (g, C-21), 17.61 (g, C-28), 16.27 (g, C-19), 12.04 (g, C-18) ppm.
andiaya 'H, °C, gHSQC, gHMBC, gCOSY, TOCSY waz NOESY vz lidnansilsznay
2 e ergosterol anmaiiauiisndeya °C NMR fufinaswlilag Abraham waz Monasterios,

1974 uway [al,” -130.7° Temeuldlae Pruess, Peterson, uaz Fred, 1932 inlweiueulsdn

=
d17U92nau 2 AR ergosterol
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Tuseminannesymedanuen 53-63 deldannnstedng 25 % Et0Ac luanua anslszney 3
AZNALAANNT UAIAINNITNIRY Waansdsznay 3 (15 mg) iuaeuda@mvans
m.p. 219-220°C;
[a],*-38 (c 0.1, CHCL);
EIMS m/z 494 [I\/I+, 8%], 451 (6), 434 (16), 423 (16), 363(100), 347 (12), 333 (14), 307 (10), 293 (8);
A, (CHCL,): (€) 385 (10167), 294 (12953), 270 (42563), 250 (36428) nm;
v (KBr) cm™: 3447 (OH), 2921, 1746 (C=0), 1637, 1559, 1470, 1423, 1369, 1236, 1077, 1018,
and 828 cm ';
1H—NMR(CDCI3,4OO MHz) &, (ppm): 1.23 (3H, s, CH, -17), 1.31 (3H, s, CH,-18), 1.89 (3H, s, CH, -
23), 2.08 (3H, s, OAc-25), 2.35 (3H, s, CH,-24), 2.72 (1H, s, H-20), 3.17 (1H, d, J = 8.0 Hz, H-15),
4.31 (1H, dd, J = 3.2, 11.2 Hz, H-19b),4.55 (1H, d, J = 11.2 Hz, H-19a), 4.63, (1H, d, J = 8.0 Hz,H-
14b), 4.76 (1H, s, H-22b), 4.81 (1H, s, H-22a), 6.83(1H, d, J = 8.4 Hz, H-2), 6.90 (1H, s, H-25), 7.26
(1H, s,H-5), 7.66 (1H, d, J = 8.4 Hz, H-3), 13.14 (1H, s, 1-OH) ppm;
"C-NMR (100 MHz, CDCI) 8 (ppm):183.2 (C-13), 170.0(-OCCH,), 162.2 (C-1), 152.5 (C-10), 151.6
(C-11), 150.3 (C-7), 141.4 (C-21), 138.0 (C-6), 135.1 (C-3), 120.3 (C-5), 116.2 (C-12), 115.5 (C-9),
114.9 (C-8), 112.8 (C-22), 110.8 (C-2), 109.1 (C-4), 76.1 (C-14), 66.7 (C-15), 65.5 (C-25), 63.8 (C-
19), 57.8 (C-16), 42.4 (C-20), 24.8 (C-17), 22.4 (C-23), 21.3 (-OCCH,), 19.8 (C-18), 17.4 (C-24)
ppm.

andeya 'H, °C, gHSQC, gHMBC, gCOSY, TOCSY uaz NOESY vnliszyladnansisznau
3 A 14-methoxy tajixanthone 25-actate A nNIsnfsaumsLdays 'H uar "C NMR fufisnenuly

Tneimnuzfade (Pornpakakul, S warAnsy 2005) Mnlitiudulassainaslsznay 3 16

Tuszninanisszwe eaudefildanndauuan 71-75 a5ldannnnsmzdng 25-30 % EtOAG i
LENEU A9AERINANLENITL-1a58 waTnm nn 1 ldansdsznes 4 (10 mg) Wureudeddu
m.p. 207-208 °C;
ESIMS m/z 321.08 [M+Na]", 619.16 [2M+Na]", 917.25 [3M+Na] ;

A, (CHCL,): (€) 270 (9611), 280 (9387), 303 (4865)420.07 (3859) nm;

max (



1"

V... (KBr) 3430 (br), 3087 (w), 2933(w), 2845(w), 1665 (w), 1625(s), 1598(s), 1558(m), 1493(m),
1456(m),1363(m), 1327(s), 1263(s), 1226(s), 1167(w), 1131(w), 1054(w), 1011(w), 941(w), 882(w),
842(w) cm’;
"H-NMR (400 MHz) 13.08 (1H, s, OH-1), 7.56 (1H, s, H-4), 7.45 (1H, d, J = 1.6 Hz, H-7), 7.06 (1H, s,
H-2),6.78 (1H, d, J = 2.0 Hz, H-2), 4.02 (3H, s, OCH.-6), 3.98 (3H, s, OCH,-8), 2.42 (3H, s, CH,-3)
"C-NMR (100 MHz) 187.48 (s, C-9), 182.98 (s, C-10), 165.25 (s, C-8), 162.94 (s, C-6), 162.61 (s, C-
1), 146.93 (s, C-3), 137.67 (s, C-10a), 132.30 (s, C-4a), 124.80 (d, C-2), 120.00 (d, C-4), 115.20 (s,
C-8a), 114.76 (s, C-9a), 104.71 (d, C-7), 103.93 (d, C-5), 56.61 (g, OCH,-6), 56.05 (g, OCH,-8),
21.97 (g, CH,-3)

andiaya 'H, °C, gHSQC, gHMBC, gCOSY, TOCSY waz NOESY vz lidnansisznay
4 A8 1-hydroxy-6,8-dimethoxy-3-methyl-9,10-anthraquinone fafhuansszneufisimesulinaunti

Tne Waser, uazaniz, 2005 wazannisiwleumaudeys 'H dunseauldnudnsenndesii

Tuseminannesyimedanuan 101-125 aeldannnnsszdag 30-35 % EtOAC Tutanimy
a19UsEnaL 5 ANAZNAUAANNT NIBIAZNAULATANNAILIBINANIENTU-1a5a LaTmnm i ld
a13tsznau 5 (38 mg) uaesuiaddu
m.p. 224-225 °C;

HRESIMS m/z 315.0843 [I\/|+H]+, 651.1464 [2'\/|+Na:|Jr (calcd
315.0868 [M+H]', 651.1478 [2M+Na]');

OH O OMe A (CHCL): (€) 282.96 (12984), 308 (3890), 408.97 (2685);
v, (KBr) 3432(brs), 3004 (w), 2921(w), 2851(w), 1732, 1632(s),

1592(m), 1552(m), 1486(w), 1420 (w), 1340(m), 1270(m), 1217(w), 1154(w),1117(s), 875(w), 795(w)

nm;

'H-NMR (CDCL,) 12.88(1H, s, OH-4), 7.69 (1H, s, H-8), 7.58 (1H, s, H-1), 7.07 (1H, s, H-3), 4.09

(3H, OCH,-7), 4.03 (3H, OCH,-5), 2.44 (3H,s, CH,-2) ppm:

C-NMR (CDCI,) 187.56 (s, C-10), 182.03 (s, C-9), 162.60 (s, C-4), 151.90 (s, C7), 147.65 (s, C-2

and's, C-5), 144.94 (s, C-6), 132.47 (C-9a), 127.78 (s, C-8a), 124.32(d, C-3), 120.23 (d, C-1 and s,

C-10a), 114.62 (s, C4a), 106.58 (d, C-8), 61.89 (q, OCH,-5), 56.69 (q, OCH,-7), 29.70 (q, CH,-2)

ppm.
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andiaya 'H, °C, gHSQC, gHMBC, gCOSY, TOCSY waz NOESY vin sz lddnansilsznay
5 Aa 4,6-dihydroxy-5,7-dimethoxy-2-methylanthraquinone mﬁmmqumm Barba et. al., 1994
FGauenl@ansnuazilaen Chamaecrista greggii

dauuen 143-165 F9ldannnsTedan 35-45 % EtOAC Tuanuau vinnsusnselFldansssqns
fiatl reverse phase HPLC Tt lfimsuenifluignieieieud vinlslansilsznen 6 (12 mg)
ﬂnfaqLﬁq@ﬁm;w;mﬁmmmiﬁmﬁu (retention time) 17 W1
m.p. 229-230 °C;
[0]”’, +171° (¢ 0.1, CHCL,);
HREIMS m/z 679.3629 [M+H]" (calcd 679.3635 for
C,.H:,0,);
Ao (CHCL) () (287.98, 22971.4), (434.99, 8848.5) nm:
V... (KBr) 3549(br), 3473 (br, s), 3415(br), 3233(br),
2957(m), 2924(m), 2866(w), 1718(w), 1665(w), 1616(s),
1569(w), 1443(m), 1412(m), 1378(m), 1311(m), 1278(s),
1200(w), 1164(w), 1098 (w),1040(w) cm'1;

'H-NMR (CDCI,,400 MHz) &, 12.32 (1H, s, 1-OH),
12.01 (1H, s, 8-OH), 7.57(1H, s, H-5"), 7.37(1H, s, H-4"),
7.03(1H, s, H-7"), 5.72(1H, d, J = 5.6 Hz, H-11), 5.21(1H, dd, J = 7.2, 15.2 Hz, H-23), 5.12(1H, dd, J
= 8.0, 15.2 Hz, H-22), 5.03(1H, s, H-7), 4.77(1H, s, H-6), 4.00(1H, m, H-3), 2.43(3H, s, 6'-CH,) ,
2.33(2H, m, H-12), 2.26(1H, m, H-1), 2.21(1H, d, J = 14.8, H-14), 2.21(1H, m, H-12), 2.17(1H, dd, J
= 1.6, 11.6 Hz, H-4), 2.08(1H, m, H-2), 2.01(1H, m, H-20), 1.90(1H, brd, J = 13.6 Hz, H-1), 1.82(1H,
dd, J = 6.8, 13.2 Hz, H-24), 1.71(1H, m, H-16), 1.68(1H, m, H-2), 1.66(1H, m, H-15), 1.63(1H, dd, J
= 11.2, 14.0 HZ, H-4), 1.45(1H, dt, J = 7.2, 12.8 Hz, H-25), 1.33(2H, m, H-15), 1.31(1H, m, H-16),
1.23(3H, d, J = 9.2 Hz, H-19), 1.29(1H, m, H-17), 1.00(3H, d, J = 6.4 Hz, H-21), 0.89(3H, d, J = 6.4
Hz, H-28), 0.81(3H, d, J = 6.8 Hz, H-27), 0.79(3H, d, J = 6.8 Hz, H-26), 0.55(3H, s, H-18) ppm.
“C-NMR (CDCl,, 100 MHz) & : 193.42(s, C-9'), 181.19(s, C-10"), 162.38(s, C-8'), 153.54(s, H-1’),
148.57(s, C-6"), 147.41(s, C-3'), 140.99(s, C-8), 139.32(s, C-9),135.94(s, C-2'), 135.24(d, C-22),
133.40(s, C-5a'), 132.24(d, C-23), 126.03(s, C-4a’), 124.20(d, C-11), 123.98(d, C-7"), 121.09(d, C-
5), 115.09(d, C-7), 113.77(s, C-8a’), 110.89(d, C-4), 110.89(s, C-1a") 78.05(s, C-5), 73.62(d, C-6),
66.42(d, C-3), 55.87(d, C-17), 50.87(d, C-14), 42.78(d, C-24), 42.53(s, C-13), 42.00(t, C-12),
42.00(s, C-10), 40.30(d, C-20), 35.40(t, C-4), 33.04(d, C-25), 30.51(t, C-2), 29.45(t, C-1), 28.64(t, C-
16), 24.20(q, C-19), 22.88(t, C-15), 22.19(q, CH,-C6"), 20.68(q, C-21), 19.94(q, C-27), 19.60(q, C-
26), 17.62(q, C-28), 11.62(q, C-18) ppm.



wazlianslszneay 7 (8 mg) uesuded@ninainisinuiu 26 i

m.p. 242-243 °C;

m/z 695.3594 [M+H]" (calcd 695.3584 for C,H,,0,);
[o],” +172° (c 0.1, CHCL,);

.. (CHCL): (e) (274.95, 15975), 292.06, 18424.5),
493.06, 9443), 515.04, 8094), 529, 6837) nm;

v, (KBr) 3546(br), 3476(br), 3412(br), 3236(br),
2951(s), 2924(s), 2863(m), 1723(w), 1595(s), 1415(s),
1336(s), 1308(s), 1263(s), 1194(m), 1161(m), 1122(m),

1092(m), 1034(m) cm’;

"H-NMR (400 MHz, CDCl,) &, (ppm): 13.48(s, OH-5),
12.48(1H, s, OH-1"), 12.25(1H, s, OH-8’), 7.43(1H, s,
H-4’), 7.06(1H, s, H-7), 5.72(1H, d, J = 5.6 Hz, H-11), 5.17(1H, dd, J = 7.2, 15.2 Hz, H-23), 5.13
(1H, dd, J = 7.6, 15.2 Hz, H-22), 5.03 (1H, s, H-7) , 4.78(1H, s, H-6), 3.99(1H, ddd, H-3), 2.37 (3H,
s, Me-6’), 2.25(1H, m H-12), 2.15 (1H, m, H-12), 2.15 (1H, m, H-14), 2.06(2H, m, H-4), 2.04(1H, m,
H-2), 1.92(1H, m, H-20), 1.83 (1H, m, H-1), 1.75 (1H, m, H-24), 1.45 (1H, sept, J = 6.4 Hz, H-25),
1.36 (2H, m, H-16), 1.28 (2H, m, H-15), 1.25 (1H, m, H-1),1.24 (1H, m H-17), 1.23 (3H, s, H-19),
1.00 (3H, d, J = 6.4 Hz, H-21), 0.88 (, 0.81 (3H, d, J = 6.8 Hz, H-27) , 0.79 (3H, d, J = 6.4 Hz, H-26),
0.55 (3H, s, H-18) ppm;

"C-NMR (100 MHz, CDCl,) 6. (ppm): 189.50 (s, C-9'), 185.85 (s, C-10’), 157.46 (s, C-5), 157.11 (s,
C-8), 153.51 (s, C-1"), 147.28 (s, C-3'), 141.07 (s, C-8), 140.91 (s, C-6"), 139.29 (s, C-9), 136.17 (s,
C-2’), 135.23 (d, C-22), 132.25 (d, C-23), 128.51 (d, C-7’), 125.76 (s, C-4a’), 124.26 (d, C-11),
115.03 (d, C-7), 111.72 (s, C-5a’), 111.32 (s, C-1a’), 110.80 (s, C-8a’), 110.24 (d, C-4’), 78.17 (s, C-
5), 73.61 (d, C-6), 66.41 (d, C-3), 55.87 (d, C-17), 50.87 (d, C-14), 42.78 (d, C-24), 42.53 (s, C-13),
41.99 (t, C-12), 40.30 (s, C-10), 35.42 (t, C-4), 33.03 (d, C-25), 30.56 (t, C-2), 29.41 (t, C-1), 28.62
(t, C16), 24.20 (g, C-19), 22.87 (t, C-15), 20.67 (g, C-21), 19.92 (g, C-27), 19.59 (g, C-26), 17.61 (q,
28), 16.52 (g, Me-C-6"), 11.62 ( g, C-18) ppm.

daya 'H, "C NMR 2ea13dszney 6 ieddnlnmeaivaesanstsznaumislsznaudeadiuaes
TuananiluuaussAd i (anthraquinone) wasiiluamasans dauuauss Al WUANHU AR
7-hydroxyemodin ~ daya 'H, °C, gHSQC, gHMBC, gCOSY, TOCSY kay NOESY @1:130LHaN e

U

Tumnasssanslsznavlanagldneanas



= (COSY and TOCSY correlations
4N HMBC correlations

#"X NOESY correlations

HRMS m/z 679.3629 [M+H]" vinlinsugnsiuianaaesansilsznan 6 Aa C,H,O, C NMR
udnaliudnanstszney 6 8 43 Asueulsnausag 7 WEARSLEY, 6 sp -FAUATLeY, 7 sp -
wilsdanfuey, 3 sp-Aramefuidansuey, 7 sp-wletdafuan, 11 sp-Aramasuizansuen, uaz 2
prfuefiap1fueu (7 193.42 and 181.19 ppm)  MIAILANALIURUSZAAIN °C NMR 1K 11 Wusze
wignsluianalesanslszney 6 Uedind 19 f«’iﬁmuﬁawmﬁuﬁzﬁj ﬁqﬁumgﬂiﬁdﬂmiﬂizﬂﬂu 6
Usznauduaarianun 8 29 Selszneudoy 3 semedueusmARlLY, 4 ctesaiasens uazEnuilid
Anannsdenifussninueussailuuuazdifiesas s dayn HMBC WURAMNANNUEIENIN H-6
TadiuaiEsenfias 3 Tesdauneusmeitun Tlimaudniu C-5 uay C-6 TesaiRtsetfidanse
iy C-2' uaz C-3 resueusmedluudaifuniasriuezneneendiay  uananis fa3)n NOESY
WLANMNANAUSITNIN H-6 UAT 4-H, uaz 331918 H-6 uaz Me Ul C-10 i@ nnsnszyawisland
we9819Usznau 6 MHAsuanslugldeun  andeyansalninsalntl awwnsaagdlfdnanslszney 6
{fugnslval Tneazsaiiadn evanthrasterol A msideseriuTesdauuensm Al luuLazdILaIRe s es

¥
A o

HANAnUTAR8ARITIL sirosterol Tauan lin1aIn9T Sirococcus sp. (Ayer and Ma, 1992)

HRMS m/z 679.3629 [M+H]" Minlinsugasluianasesansilsynay 7 Aa C,,H, 0, C NMR
uadnaliindnansilsznen 7 8 43 Afuaullsenausag 7 WiaA15UeY, 6 sp-lBAUATUIAN, 7 sp -
wWlsdanfuew, 3 sp-AramasuiTanfuen, 6 sp - lalaAnfuen, 12 sp-AamafuisANsuey, way 2
AnsUatiannfLieu (7l 193.42 and 181.19 ppm)  NIIANUIUAIUIURLEEAAIN “C NMR 16 11 Wusze)
wigmsluianazesanslseney 7 Uddingd 19 ﬁququﬁ@mﬂaﬁuﬁ:@i ﬁqﬁu@qﬂiﬁdqmaﬂi:ﬂ@u 7
Usznaudneawiavan 8 29 Tatlsznaudag 3 1918LaUaTARTLY, 4 TR S LATENUTINT

NAAINNITEANTUIEUINUOUS AR IULLATALRESREs  Taya 'H uwar "C NMR aa9a19tszney 7 §



= COSY and TOCSY correlations
N HMBC correlations

#" X NOESY correlations

¥

da3a HMBC WUANNANTUSIZUING H-6 18949UAIRL0ALAT 3’ IDIAIUUAUITIAT LY 11

$MsU9niL C-5 uay C-6 InsdiResafMiausadniy C-2' uay C-3' vasuausmadluwiauaslag
fuaTAaNRaNTIaY  1aNANNT Ta3)a NOESY WURAMNANWUEIEUIN H-6 WAL 4-H, WAz 39194 H-
6 uar Me U C-10 Mldaunsnszyawislainiaasanstszney 7 lassuanslugildnsuu  andays
neaininsalnl anunsnagdlddnansdszney 7 dluanslng Tpeazatdadn evanthrasterol B
Fsraaudefildandauuen 181-214 del&annnnstedae 50 % EtOAC luanumu dnel 13a uad

wm i IHansdsznes 8 (110 mg) iuaesuda@waes



m.p. 194-195°C;
[a]”, -76° (c 0.23, CHCL);
M. (CHCL, ): (g) 245 (26928), 255 (33475), 270 (45646), 280 (39579), 300 (13253), and 400 (9002)
nmj;
v, (KBr) cm™: 3486 (OH), 3073, 2976, 2883, 1797 and 1738 (C=0), 1645, 1571, 1474, 1345,
1244, 1046 and 1026 (C-O-C), 898 and 820 cm; EI MS m/z+440 [M, 14%], 409 (14), 398 (8), 371
(44), 333 (100), 283(46), 271 (22), 255 (56), 242 (8), 225 (56), and 59 (39) nm;
'H-NMR (400 MHz, CDCL,) &,, (ppm): 1.34 (3H, s, CH,-17), 1.39 (3H, s, CH.-18), 1.82 (3H, s, CH,-
23), 2.28 (3H,s, CH,-24), 2.37 (1H, s, 16-OH), 2.44 (1H, s, 15-OH), 2.63 (1H, dd, J = 10.8, 14.0 Hz,
H-14b), 2.69 (1H, s, H-20), 3.16 (1H, dd, J = 1.2, 14.0 Hz, H-14a), 3.70 (1H, d, J =10.8 Hz, H-15),
4.31 (1H, dd, J = 2.8, 10.8 Hz, H-19b), 4.41 (1H, dd, J = 2.0, 10.8 Hz, H-19a), 4.53 (1H, s, H-22b),
4.77 (1H, s, H-22a), 4.98 (1H, d, J = 4.0 Hz, 25-0OH),5.34 (1H, s, H-25), 6.72 (1H, d, J = 8.4 Hz, H-
2), 7.19 (1H,s, H-5), 7.49 (1H, d, J = 8.4 Hz, H-3), 12.54 (1H, s, 1-OH) ppm;
"C-NMR (100 MHz, CDCI ) 8, (ppm): 184.3 (C-13), 160.3(C-1), 153.1 (C-10), 151.9 (C-11), 149.5
(C-7), 142.5 (C-21), 138.5 (C-6), 138.3 (C-3), 120.8 (C-8), 119.1 (C-5),116.8 (C-12), 116.3 (C-9),
112.3 (C-22), 109.9 (C-2),109.2 (C-4), 77.7 (C-15), 72.9 (C-16), 64.5 (C-19), 63.2(C-25), 44.8 (C-
20), 32.0 (C-14), 26.5 (C-17), 23.6 (C-18),22.6 (C-23), 17.4 (C-24) ppm.

andiaya 'H, °C, gHSQC, gHMBC, gCOSY, TOCSY waz NOESY vz lidnansilsznay
8 e tajixanthone hydrate anmefiauifiandena 'H uaz °C NMR fuiinaeulflasanizdide

(Pornpakakul, S wazAnuy 2005) nnldeusuinsaas1eanslsznay 8 14

LENANTARAVENY L03A LOTINA ID9NIAEN MCZB daedaniiaaneduillasintnnailly 330
Sdudauuen  drsreauderildanndaunen 34-48 Saldannnisardag 20-25 % EtOAC lwanim dael
YRINGN LENTU-L05A LaTnm tRanUseney 9 (4 mg) uaesudaddu
m.p. 239-240;

HRTOFMS m/z 299.0561 [M-H]™ (calcd for [M-H] ™ 299.0557);

M. (CHCL)(g): 278 (20085), 307 (7888), 435 (8448); v, .. (KBr) 3430(br), 2954 (w), 2924 (w),

max max

2851(w), 1732 (w), 1625 (s), 1566 (m), 1486 (w), 1456(w), 1397(s), 1263(m), 1208(w), 1156(w),
1125(w), 1046(m), 970 (w), 760(m), 717(m) nm;

'H-NMR (CDCl,) 12.43 (1H, s, OH-8), 12.05 (1H, s, OH-1), 7.52 (1H, s, H-5), 7.28 (1H, s, H-4), 7.00
(1H, s, H-7), 3.96 (3H, s, OCH,-3), 2.37 (3H, s, CH,-6)
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13C-Nl\/lR(CDC|3) (125 MHz) 191.06 (s, C-9), 181.96 (s, C-10), 161.99 (s, C-8), 156.75 (s, C-2),

148.37 (s, C-6), 139.68 (s, C-3), 133.08 (s, C-1, C10a), 129.50 (s, C-4a), 124.13 (d, C-7), 121.10 (d,

C-5), 113.66 (s,C-8a), 110.52 (s, C-9a), 109.50 (d, C-4), 60.67 (g, OCH.-3), 21.93 (g, CH,-6)
antiaya 'H, °C, gHSQC, gHMBC, gCOSY, TOCSY waz NOESY vz lidnansisznay

9 An 1,2,8-Trihydroxy-3-methoxy-6-methylanthraquinone (u?@%@mﬁmﬁﬂ dermoglaucin)

FaveaudeilFanndauuen 49-52 Geldannnsszdng 25-30 % EtOAc Tuanum faeaednas
@nEu-sa weme Ml laanslszney 5 (4 mg) iWuaesudaddu

Freansufafildanndaunen 81-110 deldannisazdae 50 % EtOAC Twianimy Faaeanas
@nEu-wsa wedme nlilaanslsznen 10 (7 mg) dunandeny
m.p. 201-202 °C (dec);
[a],” -72 (CHCI,, ¢ 0.24);
HRESIMS m/z 427.2050 [M+H]" (calcd for C,;H,,0, 427.2120);
V.. (KBr) 3418 (br,s), 2961 (s), 2929 (s), 2874 (m), 1711 (s), 1668 (s), 1457 (m), 1385 (m), 1376
(m), 1243 (s), 1222 (s), 1151 (s), 1108 (s), 1094 (s), 1055 (s), 964(m), 939 (m), 903 (m) nm;
"H-NMR (400 MHz): 7.26 (1H, d, J = 10 Hz, H-1), 7.00 (1H, s, H-6") , 5.87 (1H, d, J = 10 Hz, H-2),
4.65 (1H, d, J = 9.2 Hz, H-1"), 4.02 (1H, d, J = 9.2 Hz, H-1"), 2.65 (1H, d, J = 19.2 Hz, H-11), 2.48
(1H, d, Jd = 19.2 Hz, H-11), 2.31 (1H, d, J = 10.4 Hz, H-5), 2.20 (1H, d, J = 15.6 Hz, H-12) , 1.62
(1H, m, H-7), 1.59 (2H, m, H-6), 1.45 (1H, d, J= 15.6 Hz, H-12), 1.43 (3H, s, H-9"), 1.29 (3H, s, H-
10", 1.23 (1H, m, H-7), 1.20 (3H, s, H-13), 1.11 (3H, s, H-15), 1.06 (3H, s, H-14)
“C-NMR (100 MHz): 204.52 (s, C-3), 200.54 (s, C-4"), 167.79 (s, C-8), 155.61 (d, C-1), 147.88 (d,
C-6"), 129.91 (s, C-7"), 126.37 (d, C-2), 110.00 (s, C-9), 84.20 (s, C-3), 67.32 (t, C-1"), 55.76 (s, C-
2"), 53.72 (s, C-8), 51.33 (t, C-11), 51.33 (s, C-5’), 46.59 (d, C-5), 44.50 (s, C-4), 41.71 (s, C-10),
38.27 (t, C-12), 31.00 (t, C-7), 28.40 (q, C-15), 27.80 (g, C-9'), 22.36 (g, C-10’), 21.34 (g, C-14),
19.04 (q, C-13), 18.63 (1, C-6)

HRMS m/z 427.2050 [M+H]" vinlimsnugasTuiananesansisenay 10 Aa C,H,,0, H-NMR
18941319znan 10 meﬂﬁl,ﬁuﬁmnanmz%ﬂﬁm%qﬂi:ﬂ@ué’qa 3 Tsmenlaiadiud 5, 7.26, 7.00 uag
5.87 ppm, ﬁ’wmﬂ'm%@‘ﬁ 5., 1.43,1.29, 1.20, 1.11 way 1.06 ppm, Tsneuaesuidauiseiueandiaui

8y, 4.65 uar 4.02 uazlismauneaniaunatind@niu Csp” 71 8, 2.65 wax 2.48 ppm
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*C NMR 22981915200 10 uaasliifiuind 25 anfueu Galsyneudag 3 Arfueiiaanfuen 7
8, 204.52, 200.54 WAy 167.79 ppm, 4 nfuanaeslaaiiud 5. 155.61, 147.88, 129.91 uay 126.37,
ppm, 4 ANSLBIFAT 8, 28.40, 27.80, 22.36, 21.34 and 19.04 ppm, 5 ANSUAUIE AR 8, 67.32,
51.33, 38.27, 31.00 LLa% 18.63 ppm, o RTRr TG sty 8, 46.59 ppm, UAT 8 AaMaS I AR
8. 110.00 (OC-OH), 84.20, 55.76, 53.72, 2x 51.33, 44.50 uaz 41.71ppm. daya 'H, °C, gHSQC,

gHMBC, gCOSY, TOCSY uay NOESY anunsnimansaluanavasanstsenaulifiagildneansil

gsiuwnualanaas Emericella variecolor Miwnziagaluluavnsiuaa Czapek-Dox (CzB)

v v dgl . . dl z [ dl a v |
BARLTA Emericella variecolor NINNZLAENLIUAN1TLIN Czapek-dox W@MMQN‘M@QL‘UHLQM 7

v v
o

Fu Wldruaduiiuguinats 8 mm aniuldvinaunsnliacluaanmiziaas 250 mi 17 CzB ag 100

[

ml (x 211) LW’]ngmm‘ﬂma%ﬂ@q uﬁﬁ@qmmﬁﬁﬂmﬂmm 2 1Y ﬁfqmmﬁﬁm. N9B9UENTNAEN
wazdulaaananniulaeldnseanenses Whatman no.1 l&niaes (14 L) wazidule (1.30 nn. 299
ﬁmﬁmﬂﬂﬂ)

sumetAs A srswenuLEenudaldninaeuiedrinnnas (87.45g) anmAnIN
Aael 108A WaTme (2L x 5) Tuaedamsiatin  sumednsana 10sa wadme naldn1sanaausu 16
2a9udaBNANa AN (790 mg) mi‘ﬁlmﬁaﬂgj (85.38 g) @fMAAILLNEINEA (2 L x 5) Tuaedansilain
PRIANNITILLNEILNEUDR) 5nn (56.68 g)

anadule (1.30 nn. g8t dlen) paeia1uea (2 L x 5) kaaszmsfianiazane laaaguds
Frmnas (41.95 q) AR AR RN INa AN dat 1eBa ueTn (2 L x 5) kA WaUea (2 L x 5), 1ag
AU MasaNNNITTImeRanazaneenty, lHansataveny 198a weTinm (26.27 g) WaznINEnn
NENLLNEN AR (13.46 Q)

LENENIaRPNENL 1058 waT e TeadulaslFannnamisiasslu CzB edanaanadul
TasunInns W& 280 sndudauuen  nnssvmadiunen 36-48 Galdannnsszdne 20-25% EtOAC T
W@NLTU M IEA3UI2NaL 1 ANAZNEURENNT UAIAINNIINIDILAZANALNAUAILUDINANLENITU-LOD A
waTnm 18 a1silsznen 1 (12 mg) lureaudedany Faraaudeildanndauuen 49-56 aqldarnnnss

A8l 25 % EtOAC LN AogadpasLaniau-lasa wadmn ansilszney 2 (10 mg) unanling
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nsuenasiNunualaniinikng (Astraeus odoratus)

?ﬂuﬂ@:ll Astraeus LﬂuL%m’Wlﬁ‘::Q@Mﬁwm ectomycorrhizal %l\‘imgﬂuamqummé’@ugﬁmmﬂ
wuneuguuaziewty wuldinllvalan Tweds wu 3 aliduaz 1 variety : Astraeus odoratus Phosti,
Watling, M. P. Martin & Whalley (syn. A. thailandicus; Phosri hazAns, 2004); A. asiaticus Phosri, M.
P. Martin & Watling (Phosri et al. 2007); A. hygrometricus (Pers.) Morgan (Morgan 1889; Ito 1959)
Wwas A. hygrometricus var. koreanus V. J. Stenek (Stenek, 1958; Kreisel, 1976; Imazeki taz Hongo,
1989). quﬁﬂ?xmﬁﬁ'uj A. hygrometricus (8Ld3n1Luile a13n 16 gild) wanann uaz AAALATLALI)
Was A. pteridis (ﬂuﬁ‘mmﬁ@ wae Canary Islands) (Robert 2003; Baseia and Galvao 2001; De
Roman et al, 2005; Phosri et al. 2007). Tm&ﬁﬂﬁﬁ@ﬁmﬁ&mm Astraeus hygrometricus WAL A.
pteridis laun Pinus, Pseudotsuga, Alnus, Eucalyptus Way Castanea @914 A. odoratus WAL A.
asiaticus $189WIWL Al Dipterocarp (Trappe 1967; Malajczuk WazAnLE, 1982; Phosri WA
AUy, 2007).

H9nennudn  Astraeus  wuansisenaulungw steroids  (Takaishi, Y. uazAmuy, 1987),
triterpenoids (Takaishi, Y wazAndy, 1987; Stanikunaite, R. azAndy, 2008), , glucans (Chakraborty,
[. hazAny, 2004; Maiti, D kazAnde, 2008; Chakraborty, I. hazAns, 2007), WAL proteins (Maiti, S.
LazAnLE, 2008) WAy volatile compounds (Kakumyan, P Las Matsui, K. 2009)

Tunn9998 UAANNZAINAIWIALEIL 2.20 Alansy (fiwﬁﬂLﬂﬂﬂ)mumiﬁ@uﬁﬂmﬁqﬁﬂﬂm
lusarinazanese] ol T ianimn 183 uednm uaz wmues MUAFL  szvefazansiiug
Winnzauuiie ldasananeuanidy 9.49 nfu @nsaiAveNLeEa weTmm 16.27 NFN Lazansanna
VUNLLNEUEA 119.46 NS mnzsianstsznavineld TLC waz 'H-NMR

LenduaianeLiesa wedmalaglddan1aaneduilasuntnnsil Tnelddarinazanedail
Hexane, Hexane : EtOAc, EtOAc, EtOAc: MeOH, MeOH mnuansw 1& 130 anfudauian  191un
Sianeailagld TLC wa 'H NMR anntugndudauuaniisiansilsznanadiandsiusinnnsmidn o su
& 23 dauuen dsaasudaildanndauuani 15-22 Geldannnnsazdag 25 %EIOAC limanimy dagans
NANLENIIU-10TA WaTmm 18 Ergosterol iumnznaugeng

dounan 27-30 aldannniasedag 30% EtOAc  lhanimi dnunueniag semi-preparative
reverse phase HPLC lnelddnniaiedeufinuuingiieust H,0:MeOH (20:80) lulaufls MeOH &
An7l1a 3.0 mimin uaznadalaeld UV Ainendu 220 uaz 254 nm léans Triterpene 1 faannnarin
ViY 21.5 mﬁ, ergosterol peroxide ﬁLQ@’]ﬂ’]?ﬁmﬁu 27.5 U WAL 5,8-epidioxy-(3[3,5a,8a,24R)-

ergosta-6-en-3-ol MAIANTTANAL 29 U
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Ergosterol Triterpene 1

Ergosterol peroxide 5,8-Epidioxy-(3,5a,8a,24R)-ergosta-6en-3-ol

daunen 31-34 39lfannnisreaae 40% EtOAc huaniau dnnnuening semi-preparative
reverse phase HPLC Iaglddpniawnaauiuuuinginewi H,0:MeOH (30:70) Tlaunis MeOH &3
n1slia 3.0 mi/min wazamadalaald UV Adaeaau 220 waz 254 nm 1@a1s Triterpene 2 Na1nain

AU 19.5 W way Triterpene 1 Alda1n13AnAL 23 WA

Triterpene 2

daunen 43-46 39lfannisrzaae 50% EtOAc lulaniau dnnnuening semi-preparative
reverse phase HPLC lng/lddpniawnasuiiuuuingnawi H,0:MeOH (30:70) Tlaunis MeOH &#3n
N34 3.0 mi/min waznzaadalagld UV Adaeaan 220 was 254 nm 164dn3 Triterpene 3 Aaa1n151in

iU 25.0 W way Triterpene 4 Aa1N1sANAL 30 WA
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HO"

- -
- -

Triterpene 3 Triterpene4

'
=

fnemnszazinaredinrnislidugaaneunazinnisuanansuunue lavizeaminmn s s
=3 e X o = dl % ° 1 a A d‘ vy v L o/ zl/ v o o/ 3|
VATAANLTTY “’Q\‘]ﬂ\‘lﬂ\‘m\‘]’]u‘ﬂm‘ﬂ\‘m'ﬁlﬂﬂiﬂ‘ﬂﬂ‘ﬂﬂuqﬂLW@@giﬁﬁlﬂH@ﬂ?Uﬂ‘)u@NUy?m muugjqwm\uﬂu

1 al ! Yo o a ' -dl 4 = dl =3 1% 43 ¥ 1 c
@mqmmﬂﬂmummuumumunumiﬂ WaldaunsnAnEasn LM@LN']:?ZW'N%H1®@EI’N@NH?M

sanazlfANEgMENIe TN nTesasiuen Limantiudae



#gUnan1539e

nsisanelElnzennsil 1dvansAnsansmunyue laviessniuln Wy Emericelia variecolor
”Lummmwm,gm Malt Czapek-Dox broth (MCzB) Lhas Czapek-Dox broth (CzB) Waz@&19Ld wnualayl
YRUAALNNE Astraeus odoratus

douaimLesa ueTmnTesdauTnaeuazidulasEulnl £ variecolor il uandaedantian
paanillAsnnna W Tneldfaninazans wnwmy, wnau-1e5a wedme, 1wia uedwnm, wia Ledmn-1u
YNUBA UATIITNLEA PINAIRL thdauusnuwinliuiqna arefiuanlfandauaiaeda wedmmann
W&l leun stellatic acid (1), ergosterol (2), m@n@:u xanthones 2 1A [14-methoxy tajixanthone 25-
acetate (3) WA tajixanthone hydrate (8), 813§ anthraquinone 2 1A [1-hydroxy-6,8-dimethoxy-3-
methylanthraquinone (4) Wag 4,6-dihydroxy-5,7-dimethoxy-2-methylanthraquinone (5)] Laz&1391im
T 2 13a [@15Usznay (6) kaz (7)] 49UNITLENANTANNAIUANALETA LeFAANNaelE 4.,6-
dihydroxy-5,7-dimethoxy-2-methyl anthraquinone (5) Lka¥ dermoglaucin (9) az LL@zmﬁa’Luﬂuﬁqmﬁm

[413U3enau (10)] @alAs9a519817uane I madneantl

asiwnualannuanlaanidulasiniwiziaaslu MCzB

HsC CH,

HO

ergosterol (2)

14-methoxy tajixanthone 25-acetate (3) Tajixanthone hydrate (8)
OH O OMe OH O OMe
OH
PO I
O O
1-hydroxy-6,8-dimethoxy-3- 4,6-dihydroxy-5,7-dimethoxy-2 —

methylanthraquinone (4) methylanthraquinone (5)
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a191sznay (6) fa13Usenau (7)

gsunualannnanlaainiiiasg

OH O OH
900
Me OMe
O

Dermoglaucin (9)

A13Usenau (10)

=~ - & - ) ~ X X
UDUEN ﬂW?LLﬂﬂ@qﬁ‘LNLLVIU@VL@VIﬂﬂQ?WLﬂuIﬂiV‘IVI E. variecolor MNNZIAeN AN SN ELagNLian

Czapek-Dox 18 stellatic acid (1) a2 ergosterol (2) an@nsanaLdulevinti
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ANTENZAN T UNLA IaTa N AN ZALALA 88NN NI AU URINTDLEINENT LH

1 ¥
an9sznavlpsimnasiuain vl 4 ala LazaNTUssNaUAFLIAUANNIILNULAY 3 TRA A9l

cal [% [~
’&'I‘ELNLWIU’QVLQVWILLEITIVI,@I‘Q']T]LM@ILN'\%

ergosterol (2) Ergosterol peroxide

Triterpene 1 Triterpene 2

Triterpene 3 Triterpene 4

% = v & PRy o y = ' = o >
ansvianuanuanlfaniaene inanuldi Ifnesunsdouaasnisdnewintu daee
Nezaznaveslasanislidugaasnaunazinnisuanaismunue lavaeamiamnzldiadaanysnl &9
o = Ry o = ~ vy v - > =8 < a
fansiunsesinsdellanunineaslddeyansufouanysnl  surisacld@ngranisionnaes

~ o " 2w
anauen leaniusneg
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