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Abstract

This research. is-the-study ‘of chemicals. extracted from Zizyphus Attopoensis Pierre.
4.315 % of crude extract were obtained from Zizyphus Attopoensis Pierre-when methanol were
used as solvent. | The crude extract was primarily separated by column chromatography using 5%
methanol in ethyl acetate as eluent. From this technique, 12 fractions were obtained. The second
and the! third “fractions were . futher separated ' by column: chromatography using 5%
dichloromethane in ethyl-acetate and 20% dichloromethane in‘ethyl acetate, respectively. Two
pure compounds:were obtained:as, white erystals. The structure of these two compounds were
elucidated using 'H “NMR and “C.—NMR spectroscopy. It was-found that the two compounds
exhibit the same structure. Together with éhem Draw Ultra information, it can be speculated that
the compounds may well be.phienolic compounds. . Then we compare the spectrum of the pure
compounds with Authentic (-) Epicatechin and it was found that the NMR’s signals appear the
same. Therefore without knowing stereochemisty, the possible structure of the pure compounds
can be Epicatechin. Epicatechin is an anti-oxidant compound and it is the one of the

compositions in medicine for Diabetes.
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Q o

Y o Yy g y < v & ' o
hlﬁ U aumuimmmsa LLﬂll’JﬂLllE)UﬁﬁJ‘iNﬂ'lﬂ Lflummq:}muz
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U

a d' 4' Y

2.4 NUIVBNNEIVD9
. 5 o d a = d . A

Cyclopeptide alkaloid L“fluaamaaaﬂwmﬂmmmmﬂﬂ'lm (peptide) YUIA 10 17D
12 9ZADY IFOUAUIUVUTY (benzene) NAMHUI 1,3 30 1,4 Hadlurevina 13,14 wag 15
atomcyclopeptide alkaloid W‘leﬁs]mluﬁ‘mdﬁ' Rhamnaceae uazﬁmqﬁﬁuq Tﬂﬂwuvlﬁ"lufhu‘lu

A v A < a oA 4 9 o A a g a
wlaendu wWaesnsnuazwas UndvznuisuaniosluanyauzvosnauniFIsaulsuIU0e
' Y [ . 14

Cyclopeptide alkaloid iwy 8g5e1IN 0.01-1% veuiminisudediuiuratiledy wu
wosduhiwaigydnla ggmafuifed Anwdeu-unvesian 19 saudIsmsuenais

Tasaadrail)ue Cyclopeptide alkaloid (il 2.1) Uszneudlediuaieg fe

gﬂﬁ 201 Tasea e Tves Cyclopeptide alkaloid

1. Basic terminal. (end) amino acid (ET' WUDE A)
2. B-hydroxy-amino deid (A11199¢.B)
3. Ring-bound amino acid (?huti‘i)ﬂ C)
4. Hydroxy-styrylamine unit (ﬁ' IUYDY D)
1111991195 amino acid (AAAY (d7U808 E) 5enINdI1U800 A Las B
a151352n0Y Cyclopeptide alkaloid 1350 sMUAMBUIIAVEINTUYSZIAN 13,14 -
1182 15 -membered ring system wazdtenasuunmuianvesnitedesiifaes vie s mite
898 13U 4 (15) cyclopeptide alkaloid fi Cyclopeptide alkaloid i1 24U11A 15 DLABY HAZ

1sznoudiy 4 d1udoe Aoa 11808 A B C 1iay D
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¥
niyew o

Uszinnuos Cyclopepude atkaloid wnuluy Zizyphus oenoplia ABIIONUN IAAIY

1) 5(13) cyclopeptide alkaloid Ao Cyclopeptide alkaloid ﬁﬁ]mwum 13 pZAOU LAzl 5
d7U808 1AUN Zizyphine-A (la) . Zizyphine-B (1b), Zizyphine-c (1c), Zizyphine-F (2),
Zizphine-1 (3) t1az Zizphine-K (4)

2) 4(14) cyclopeptide alkaloid A9 Cyclopeptide alkaloid ﬁﬁiﬂ’i ahamdndszneudieas
YA 14 ozaoy tazllsznoudie 4 videdew lAln Abyssinine —A (9a), Abyssinine-B
(9b) 1az Zizyphine-D (10a) (18 Zizyphine-E (10b)

3) 4(15) cyclopeptide alkaloid-1i} 3@ amanlsENOUAIE13UUIA 15 BzADY LALITENOY
#16 4 ¥1i20800. 1AuA Abyssinine-A \(92),Abyssinine-B (9b) a2 Zizyphine-D (10a) L0

Zizyphine-E'(J0b)

Cyclopeptide alkaloids Any lu Zizyphus Tughaelod 91 Zizyphus oenoplia

13-membered ring

OCH;
0
i D,
o' s SRS G
N\ \N
o

N—H

/
K

‘gﬂﬁ 2.2 TAs9ar$ 1941 AnNYDI13-membered ring

My R funldon i

Zizyphine-A or Zizyphine(la) ‘ﬂ?%l' R 1] N,N- dimethyl-lle ynadmaensin
Zizyphine-B or Zizyphine mg: R 111 N- -methyl-lle ynndulasnsin

or N-desmthyl-zizyphine-A(1b) anamveulfendu

Zizyphine-C fivy) R (114 N,N-dimethyl-phe  1191nduveudonduy
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Zizyphine-F or O-desmethyl- zizyphine-A (2) nduvetliondu

(]

W

¢ P

: o
N L7

5\ ?g

)

O0=C >—<'
(CH;3),N
31t 24 a3 TAsaa 19904 Zizyphine-1 (3)

dy [ = ¥ o Y v = = o 1 Y o v & Y 1%
enansiuenansianulidmsunisldauienis@nwivinuu ey mbnihluldussleviiunis

laidnsdlla viedu Snnvinudlvidewadilomuasfesensddisdvetenalsynasainisiluly
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zizyphine-K (4) ywnauveuddoniu

DR

N

/’f

3] &M' AFl3. LF

@
li :"..".-.',‘....—..'-'-W-T-T'-;-t‘-' é
Lseeq ll" J")
WYy \ :\(E*mﬂidg/
RN
i )
v

e 2
Ogi.‘, y

(CH3),N

51/ 2.6 Tn59d319MAN 14-membered ring

' ' v
vy R Mufaeulifidad

Amphibine-B (5) finy R1flu R'=R’ CH,Ph, R*=CH2Ph  191ndunldensn

&z ' a Yo Y v Y =9 & 1 v o v 5% v
nansiiluwenansianubidmiunisidaunenisfinyintu leygrslmilUldussleviamunisa

laidnsdlla vieau Snnvinudlvidewadilomuazfesensddisdvetenalsynasainisiluly



mEnHeMANaIT MiszooumMmantely .

Frangufoline (6) yInauasnsn

51/#12.8 ga3 Ins9a$19909 Mauritine-D (7)

dy < a Y o [ v A = 1 gj 1 Y o ¥ 6 Y _ v
nansiiluenansianulidmsunisidauienisfinyintu leygrslmilUlgussleviaunisa
laidnsdlla viedu Snnvinudlvidawdadilomuasfesensddisivetenaisynasainisiluly

49282



18

Zizyphine-G wnndnudasnsin

Zizyphine-D (9a) my R 1lu CH, vIndaunlaensin
Zizyphine-E or N-desmethyl-zizyphine-D ?J‘Hy: RiJuH ndudensin
Zizyphine-D (9b)

dy [ = ¥ o Y v = = o 1 Y o v & v 1%
enansiiuenasianulidmiunisldanuienis@nwivinuu ey mbniluldussleviaunisi

Laidnsdlla viedu Snnvinudlvidewdasilomuasfeeensddisdvesenalsynassinisiluly
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CH;0 AN
|
H_ - | \
N /H O
/
H;C =N C-NH
o /
C—N e
4 \
0 H

317 211 gas Insead i lve Abyssinine

Abyssinine-A or N-desmethyl-mucronine-C (10a)ﬁmj R il R=s-buthyl wmnngulasnsn

Abyssinine-B(10b) W R R=i-buthyl wnndaunldensin
a151/52n00 Triterpene Anuludystinufe Betakinic acid (311 2.12) Taswyluau

180N INYDY Zizyphus oenoplia 118% Triterpenoid saponin' AY: Zizyotin (31U 2.13) 110 du

1asnduves Zizyphus oenoplia

HO

H
317 2.13 gas In39er3 19903 Zizyotin
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HaNUITBVDA R. Tscchesche, M. Elgamal, G. A. Miana tag G. Eckhardt

[ H J
damaeean laa1n01nau 131298 Rhamnaceae-XXVI

38134 (Nummularine -D), 1¥3(3§a131 (Nummularine-E) taz tasyar3uew

26

[ Jd o H d
(Nummularine-F) damasaanvsniduradifIna

Nanaldan Genus : Zizyphus, Species : Nummularia

nguiinise lglinreunedenisuondanassauazanuuzueisaniaoes 5 wila @
uAazdall 13 mat( VYA M56L0 1 % 2 Nummilaria-A; B, C 1oUNDWLo% : Amphibine-H 119
y1AsHiUA /Mucronine-D) VINARATANYDI Zizyphiss Nummularia vanmsuenlagldmadia
Taswn Il lunougarialdssdise apuiimdoutuinnnda o eadszney eadilszneu
wan 7 9anilsznou Ifasrvdeuasninlszney liisedamansed 14 mavy Faslusam
avvAiiuszn/U g ssilssneudsiialfgnguihdhmsug TWdu (Frangufoline) oy
WU (Amphibine-A) 8uNINOI U (Integerrenine) - L1AZUIYI AU (Mauritine-F) a1515enou
Snauiafimdeiivanse amaeda nes bimsghiinainnenldun samased 1, 3 uag s

Awaaylnssasedag

0
o Ph
Ph N
= aN BN
HN  IN 5
Q (CH;),N
OR
NRCH;
3:R=H
1:R=H P —
2 :R=COCH; i

Nummularine -D Nummularine —-E
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S AAAAN
ARG

dy < d‘ Y o Y] ¥ d‘ = | gj 1 Y o 1% Y _ v
enansiuenasianulidmiunisldanuienis@nwiminuu ey mbinihluldussleviaunis

laidnsdlla viedu Snnvinudlvideudadilomuasfesensddiidnvesenarsynassinisi iy
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Unf 3

AFMIAUHUMSIVE

3

3.1 msiailuazginsamiltlumsnaaes
=4

51

1. WNUea (Methanol)

En R o

R b <= (9N

dy [ d' Y o o v d‘ = | gj 1 Y o 1% 6 Y. v
enansiuenasianulidmiunisldanuienis@nwiminuu ey mbinihluldussleviaiunism

laidnsdlla vieau dnvvinudlvidaudadllonmuasfese1sddisdivesenarsynaseninistluly
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Jd a
gilnsaluazasall
1. 1AS0dUAmS (Grinding Machine)
2. vIagiruy

' vy
3. UNAUNAY
4. NITUONAN

a

5. 9NAIVANIUNYN

6. Unnes

7. vIAAUnaY

& vaoanannd

9. WIAVAS

20. gaily
21. TLC Tank

22. TLC Plate

23. UAUATEIN

24. UV Lamp

2% Lﬂém Nuclear Magnetic Resonance m’mﬁ 300 Hz i; U Advance DPX ?Jﬁﬂ BRUKER

- q' Y o [y v = = ) 1 ) 1 ¢ Y v
enansiuenasianulidmsunisldauienis@nwivinuu ey mbiniluldussloviaunisin

Laidnsdlla vieau Snnvinudlvidauadilomuasfesensdisivetenalsynassinisiluly
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3.2 YUABUNITIVY

c o ]

-~ 3 o o A 1 3 by ¥ a 9 9
1. hdedveaddsnduidudelase i udnsuiile) vualdaziBoanazainlviums
2. Aimhaunl&nnds 1 nadadisanhazaswmueaiiiuna 2 1 Tasaruaugamgi
g 47 DIR AT
1 ¥ ¥
3. psewendununintazsudiazats laskinisnsesdeansa
v ) 3
4. dvuditazaieuiszivedavitazasesn lasldiaTesssimeguamaAvzSendIuin
AIFNANI
° ci ;Y v 5 o kY d' g ¥ [ :j
5. mni ldnndadnaeanselasrimude 2-3 e ld ldesananeiunamuain
v . Y
6. MMIMIzuVA1azaIe- (olvent system) TmaIzaylumsuonasieglududam
azane fumanantawes-Iasin Innsii (Thin Layer Chromatography)
8. uonens 1fusans laolFmatianedui lnsuninng T (column chromatography)

9. Az aseadalaalfimananamilo lasaladl
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2.2 35mInaasa

¥
11919581 Crude Extract 1uFugIRIaza18uniIuea

1.

duldendumdudelasuianualdazidoauslumusangungil 45 serisaiien
Wuan 29U
v
fBY95UNTDUDIAITANADEN TABTUAIUNTZAILNTOI NINIINTBY 2 ATY
) £l & ad dy < Y
sumeRaniazarvesn lasldinTeessimogaaineisdesidumsszimeuialaonis

néudhazawesniinamgiduazannnusuauieudiugaainie

LY

¥ s/ '
o_ o (2 A

¥ v
P RATe 1-3 DNaD9nse o 17 laa s aNANeIUNIHUABONUN

N13ISMgRINIaSae

ud’ﬂl

Wimsanandeanssevisfaviazatoldasli Pear Shape Uszuial 1/3 409979

3]

[ ¥ )
i lAedsfunTetseivogaaininalaga1eavaiin 30-40 eesyalgoe
d' v o Y A 1 I v a :Y 1 é’/’ 9
ioseiagatiasatgeon lidalu Pear Shapedziia ouaa 1 AANANITIADINITINITY 01
asanadanissavssuvael wimilowfAnlaelalu| Pear Shape luiAy uaziile

o & : v o a d' o o ~
nuanani ¥ ahmTn s ranana s Meanua tas M snuash 14

v o ~ = |3 ' A o Y
MsMsEAIRIRIazA._ (Solvent: System) NivangaulunIuend1s hogdua i1

A, @ o
Tumsuang 1380675 aoau Insunas 1 W-(Colimn Chromatography)

1.

2.

9
o ar 1 < A
U1 crude extract ﬂ"lﬂ‘h'uDJ‘VﬂueﬁﬁJ'ﬂﬁﬂnﬂlﬂ'Uﬁ'li (vial) uﬁ'aa:mﬂﬁ}wmmuaa

" 3 }% [ 4
S v o s

1 ld' [l n’u‘ dy = = LY o A 1
ayaunagarved Tuiuiazdnwanands Autuiuasndsiazarwiddmnnd
d":iy = d:/’ [ a =Y dz <; 1 =t [ 1 4‘!
Tufitlozidoniumuoa @i17) fuenfaosding @WHIRINIY MUIATIAIUNDNITT LY
R (R EAS R AL R A
FAUAL TLC ¥11A 2 x 5 em NiMTyeasaafinnIsaza1ouds asuuury 2 9 lagus
azgaiianudueny
@363 TLC tank Taofinsemunsee11991alu TLC tank tazinTouuniunszanliila
nadeUsaTIdILYemsazateiinaeg Taaisuanaisazatslusandiu 1:1 ud29ean
' Y
WIomyaIaza1Ytiaf 19 Yuegiumsuenans luasanauuupy TLC
1 ] H 4 :JI Qy 4 { @
Juury TLC fe3ouldauman (ank) dsnaliumsazasndoui ldaszi solvent

front Ni1vuAld
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ananisnaaesiiiatumsiuen idifuediels Srannsausnidifugaadanu uaneh
Sasrauinaniu TLC tk uszundniazmeiisidesms uddda liuonidugan da
o '1131'7‘11ﬂmﬁuﬂ?aaﬂﬂ?mmﬁaﬁmzmmfuq

siuri TLC lunageumsganduias UV finnuennady 254 i Tuwns

vwry TLC li/¥ondae developing solvent Iag21audu TLC asuunszan Md@ayy
developing solvent fheliausin i luguuunsuidanudou (ot plat) 7
ganiszam 50 oA %:ﬁ'ommﬁumitﬂﬁﬂuuﬂmﬁmmgﬂﬁsﬁﬂsﬁu

I¥szuudinazanefint 181019 lumsuenaisaremaiinneduii lasun Innsidl

A g 3 a v | d" =
msuenasneg lusudian Tammatia aeduiilasiaTnnsi (Column chromatography)

1.
8.
2

10.

11.
12.

v & 3 U @ [ o/ o 3’ @ ¥
SR (column) 19 41A9 (stand) 11aEA2Y (clamp) FUADANY IHAIRINAUHY

Mmassyneanilag1d $anna Carlo ERBA (No. 483337)

'
v

Fa3anuea-60nsy Tduangimiud sz oudaiiasmenaugsanusanu lidiiy

9o v _d

Fe1aoeneaui lngvoagisazale hiauda

q

MEAN LA nENEIsaZaendTasaeau nd SR veeF anweali s eu laome
Y T ] "q Yt A '
T avainiing Taelllnlisesuannionesenined
o A aa =) 1 1 @ L4
flaufumrFanuealiGevotidue Taanis b ankydrous MegSO, g lunoaun
P=} [ EY A .Aaa 9 @ o I~ Y Y
wiguasanaveuluviadunaiiaa. 50 Naaads - asaToaleAdNIaa1oanioeLan
9 '
naufuganinanuItiann dszmeasazawesn Tl nnilnldansananoiuinay

[

v
VFanlaasrpau 1ao doaiinisad v Ianunall

]
I

fi
[ L [ v
grdnneaunildazota lasdindeasazawegmiloasadaneuIiiosiiga
:/’ ] 4 - ks o '
nniuldmsazaedill iweldldansAdoinisseniinnosuinaunuaisazaroionn
v JY v = 1) aq ¥ o
NARsUNAIUIALAIYs TN AIRTIenTBT AN gU N 1¥a1ud 1A
o 1 ~ [ 4 [ [
Fimsasaedoums luudazuiaiioonvinaedinials TLC lesdlsudumsaianenui
' 0 v
a15isdeamsdelioenu 9199zdeunuANulvIveIAITaZAY
FONUIE5 NG 04A1TLLEN0BNNLEY  INTIATUNAIUTUUENDDNDINVIANIN NS LB
ORI TIRY RN 2
d‘d 1 9 Y o v o
sawasiteguvamaduvindunay udahmsszmedihazaseon
A Y a = Y 0 v v Y ) Ay Y < vd
e ldmsuSaniogluvindunan himsdaudeaihminash ldesnuuazinylugiou

& o a I'd 9 ]
LW@‘VI'Iﬂ'I'iﬂ'i’)i]?f’E)“IJLlafa‘i’Jlﬂ‘i'l%;’ﬂ?‘i'ﬂﬂiﬂﬂi'liﬁﬁﬂﬂvlﬂ
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= < > = >
ﬂ’li'}lﬂi'lzﬂTﬂiiﬁi?lﬁ"‘iﬂ“ljﬂ"ﬁ

a a & o a 7y ad Y1
MRz Iasaadumnsuiagninuonld wihinmslingieddie3s 19 'H-NMR uay

i Y
“C-NMR spectroscopy oM lasaadevesdisiu

dy [ dl Y o [ [ d' = 1 gﬁ 1 Y o [ 6 Y - o
enansiuenansianulidmsunisldanuienis@nwivinuu eyl luldussleviaiunisi

Laidnsdlla vieau Bnvvinudlvidaudadllonuasfese1sddisdnvesenarsynaseinistluly
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UNH 4

NanN13I28

U 4 Y o w A 1T v ad 1y v o
4.1 Naﬂ1§ﬁﬂﬂ!ﬂﬁﬁ)ﬂﬂufﬂaﬂlﬁﬂiﬂiﬂﬂ'lﬂnﬁﬂ1§!!‘liﬂ'3€lﬂ37n'd$a'lﬁ

1 v v
19197 4.1 LA R MINYe M aiAane1 (Crude Extract) lHFUAM a2 10N IUO

o/

IMazate TuinaIeeeans NHiipa1sann % Conversion

niuea 5.0-kg 215775 g 4315

4.2 HaMIAAMIMSZUMMazaaivnzay lmamsna 3ugoemanianT 1A
4 AN 4 =1 d‘ o Y 9 a
azaneuMoan umAtianTiaEes Insutinas el liEnesaematia

poaulasIInnI I

4.2.1 HANIMIZVUFIMaTaBNMIIZaNTIa saNAF UM
R o 3 3 a. a 4
Woasafavindunmiueaniimsnagouatumnilniuawed asuiInns
v '
Tavinisquinnuiluinvegs suumitazatgaie widissuuahasmenmanz aulu

b v
SN IUIRINIUATIU AT ANAFUNUNIMO AUT AT LAANA1T 19N 4.2

M19197 4.2 LaaITEUBR M azae Nz au lumsIEn @ LepgUsIA1TaNA

Vv
FUAINIDL A1 THOR

mMsanaTuAINIaza1e szUUMIMaraeNmzaN

wnuea 5% MeOH : 95 % EtOAc (10 ml)
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4.2.2 wanistendeszuudahazaeivisnza
Rimsiosanmsuenvesdudeslumsanadlomanainwaas  IasunInns i

Tasdanaananlal naaauAI8sed UV 1z Developing reagent uadail

M319T 4.3 uaaaRamsIEn s aRademAiaRuawe TasuiInns il Tasnsdaunadien

Wi nageudeid UV finmueinau 254 uag 366 w1 Tuas 1azNATOUAIY Developing

reagent

awanaTuMIavennIvea
P Han1saeLnn
[ b U = oy
Faneaatla iluuapfimiany
9 v = =1 ;
NATOURILNT UV N Muans e 399
4 :
ANy RAAN 254 W MRS uazsIn T tail
[ Ed
NATOUNIGT UV N AMINAIaAIIATHLY
ATuleIAEY 366 M1 IARS ue Titsang i tail
4 4
] IugadiaTaRs WAUTUIU 3 90
NATOUNIY Developing reagent
uaetsing il tail

g GO

1) 2) 3) 4)
d' 1 ' v Y a a 4 =1
MR 4.1 LEAIMSLENVBIAIUTRIVDIAITANARIEmATIAN WA 1asu1 InnsH
1) danalaemsuesdieaular  2) naaeudIused UV Annuenau 254 i Tuwas

3) NAARUALSIE UV NA110012A0U 366 U1 11NAT 4) NATBUAY Developing reagent
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4.3 HAVDINIHENTINGOUDNAITANAIHTHINMHOA (Crude MeOH Extract)

Mamananeanilasuiinns ¥l

Crude MeOH Extract 1511?1?!1 20.01 ¢

Column : Lfsf’uﬁhﬁ,mﬂ{ﬂmd 4 cm., 17 65 cm.

Stationary Phase :  Silica gel Y93 CARLO ERBA (NO. 453337), 800 g

Eluent system : 19NapzTan (EtOAC) Lﬁummﬁ]u%ﬁ'wmmuaa(MeOH)

H [~ [ :/‘
M1519N 4.4 (1AAINSINY Effluent-I9N15 LN T 1S ARG UILNIUDA

Effluent
Eluent R
YIAT (IHUVINAZ'20 ml)
100 % EtOAc 1-37

1.% MeOH : 99 % EtOAc 38-83

3 % MeOH : 97 % EtOAc 84-98
5% MeOH 95 % EtOAc 99-115
10'% MeOH: 90'% EtOAc 116-126
20 % MeOH': 80 % EtOAc 127-135
30:% MeOH : 70 % EtOAc 136-145
40 % MeOH .60 % EtOAc 146-156
50 % MeOH.: 50-% EtOAc 157-169

@ qu 9 @ 1Y o o A (4 v R ayyag 1
HINYHA VUANIINULNANTUNIVDIAIRATUADANY L'Ll’t’)\‘]ﬂ?ﬂﬂﬂﬂﬂﬂlﬂﬂi?%dﬂqﬂlﬂﬂﬂﬂ

o a g Y o QY a a ¢ = y
“V'I'lﬂ'lﬁ@]i’Ji]ﬁE)‘lJf\'ﬁ“V!Lﬂ‘Ullﬂ’\]Wﬂﬂ@aﬁuﬂiﬂmﬂuﬂﬂumlﬂﬂi Tﬂilﬂi‘ﬂﬂﬂw 1La33u

1 v Ao a 4 = A @ P! = 1Y v .
AIUYDYNUNAUDINULIOLYDT TﬂsmT*nfmvdmuauﬂuuazﬁmmmsmuauﬂu"lﬂ 12 fraction

v

-}
JU

€
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A191971 4.5 LAAINS S EIUeRe LN laUBIaTaia(Crude Extract) lugumnivon

Fraction | Effluent Weight o
p Code No. ANHMZVBIAS
No. ¥Iah (2
1 1-3 ZA(SB)-MeOH-p.24/F (1-3) 12.4 mg YT MAaDIFY
2 4-7 ZA(SB)-MeOH-p.24/F,(4-7) 0.34 Yo dadinang
3 8-14 ZA(SB)-MeOH-p.24/F,(8<14) 0.99 yoaudadihaady
4 15-20 ZA(SB)-MeOH-p.25/F (15-20) 0.14 yoeudadiiaa
P
5 p ¢ gl ZA(SB)-MeOH-p.25-26/F(21:31) 97.7 mg Yo IFImasenuaa
#1sazatedimatesl
6* 32-72 ZA(SB)-MeOH-p.26-27/F,(32-72) 0.28 v
AZNDUUBUNU
4
T* 73-86 ZA(SB)-MeOH-p.28/F.(73-86) 75.8 ‘mg v audadhaaldy
g* 872109 © [ ZA(SB)-MeOH-p.28-29/F(87-109) /| ,72:6 mg yoaudedima
9% 110-136 |~ 'ZA(SB)-MeOH-p.29-30/F,(110-136)- | 2.1 mg SRRt
10* 137-141 ZA(SB)-MeOH-p.30/F, (137-141) 58.9.ng /| / veudadiimamaos
S :J
YoUITUIAD
11% 142-148 |, "ZA(SB)MeOH-p.30-31/E,,(142-148) 0.93 )
[UUDDNUA
12% 149-169 ZA(SB)-MeQH-p.31/F,,(149-169) 20.42 voaudadthaiad

Hueyn - * 1‘1:]“Llﬂ"l‘iLLUﬂﬁ?ud@UﬂTﬂJﬁﬂngﬂmdﬁ effluent Mnilounu

4

os/’ o ! ' ~ ° ' 9 a L4 o A v ¢
mﬂuummuﬂas‘nﬁui%11m1mmﬂﬂﬁf)mamﬂuﬂﬂaauuiﬂiuﬂwnsw\lm'e)“lw la

a a a 4 o 1 l} {1 o v 1
nsusans  lumsuenensuSgnsisezidemhdiudesiivhaulauninisuende nanfel

= A a Jd = Y 1 a 1a 1
NITANAAN MIDAVINNULAEDT Iﬂilﬂi'ﬂﬂ?’]“/‘llmﬁﬁ'liﬂ'iﬂuﬂﬂvlﬂ\ﬂﬂ Llﬁﬁiwﬂilﬂmﬂ"ﬁ@gﬂ']ﬂ




ZA(SB)-MeOH-p.24/F,(4-7)

ZA(SB)-MeOH-p.24/F (8-14)

ZA(SB)-MeOH-p.25/F ,(15-20)

Crude MeOH Extract

ZA(SB)-MeOH-p.25-26/F(21-31)

ZA(SB)-MeOH-p.28/F(32-72)

ZA(SB)-MeOH-p.28-29/F.(73-86)

£

PN 4.2 UHUAINITHENUDY Crude MeOH Extract

ZA(SB)"MeOH-p.28-29/F(87-109)

ZA(SB)-MeOH-p.29-30/F,110-136)

ZA(SB)-MeOH-p.30/F, (137-141)

ZA(SB)-MeOH-p.30-31/F,(142-148)

ZA(SB)-MeOH-p.31/F ,(149-169)
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4.4 MsMIATSUIENS (Purification)
(4
Tun 192111 ZA(SB)-MeOH-p.24/F,(4-7) Ilag ZA(SB)-MeOH-p.24/F,(8-14) ¥ ENAD
el ldesuSans iewinguanniumiees TasinInnsudy
4.4.1 HaMSUENEIUEREMUATIINZA(SB)-MeOH-p.24/F,(4-7) A2UNIIHISTULAIMN
a v a a 3 = v a
avaeimuzandemalinfiuaees Insinlnanuazmsuenasalamaiin

aoau IasanInna il

HANIMIIZUUANAZ NN ZA(SB)-MeQH-p.24/F,(4-7)
g o o a a o
({10111 ZA(SB)-Me0H-p.24/F,(4-7) 1¥imsnadovatumaiaiuawes  lasunIn
9y .
asl Tasmmsduinnuiiuiupsszandiasaisang nialsesuuaniazaeimue

aulumsuendausoonInTivTe ZA(SB)-MeOH p24/F,(4=7) traras 1ARva 15197 4.6

M3199 4.6 LARIsEUVAaza RISy i 138N ZA(SB)-MeOH-p.24/F,(4-7)

A1TANAF NN THIA

sHoas sEUUMIRIazaneNIvIT ey

ZA(SB)-MeOH-p.24/F,(4-7) 5 % MeOH : 95 % EtOAc” (10 ml)

NaNSLENAUAIIZUUAIR AL AN TUUDY ZA(SB)-MeOH-p.24/F,(4-7)

FIMSHIININTUENUDS ZA(SB)-MeOH-p.24/F,(4-7) aromadianiuaees 13

k4
TnnsH Taedunaainaular naseudle3ad UV 1ag Developing reagent lananail
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3197 4.7 LAAINANITLEN ZA(SB)-MeOH-p.24/F,(4-7) daumaiiniiwawes lnsuilnns i

Tasmsdunageanlan nageUaesid UV Nanueinay 254 uag 366 U1 Tuwas was

NAFOUAY Developing reagent

1334 ZA(SB)-MeOH-p.24/F,(4-7)

N1INAIaal

Han1IanNa

Junaddeantian

LA A
L“ﬂu tail VA0

9 [ - e 1 <
NAFUAIYNT-UV 1 ud]u tail LATINITOUDIUHU
mmanﬂﬁu 254 uﬂumm maﬂmmwmﬂu 3 IAIN9
9y [ -
NATDULAIYNT UV N

AYeAAY 366 W1 TAS

=4 1 =
mmm‘UﬂNﬂmﬂ 2 AR NLAYY

NABUAW Developing reagent

1 <
!ﬂu tail A TINITOUDIUN U

asatlatelioniln3 9o

C

—

q

1)

3) 4)

d' 9 a a 4 =
MW 4.3 LAAINITUENVDI ZA(SB)-MeOH-p.24/F,(4-7) dromatianiuawes 1asu Innsv

1) dunalasmsvesdisandm

2) NAADUALSIT UV NAmenau 254 w1 luwas

3) NATDUAITIA UV RANue1InaY 366 U1TUmAs  4) NATDUAIY Developing reagent
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Han131endueay ZA(SB-MeOH-p.24/F (4-7) grumainasauiilasu Innsii

ZA(SB)-MeOH-p.24/F,(4-7) : 1N 034 ¢

Column : zt?uvhgménmq 2.5 cm., 817 62 cm.
Stationary Phase :  Silica gel Y99 CARLO ERBA (NO. 453337), 13.6 g
Eluent system . lpfiaozdan (Et0Ac) ivanuiluddmmiuea(MeOH)

M15197 4.8 LAAINITIAY Effluent Tun13uten ZA(SB)-MeOH-p.24/F,(4-7)

Effluent
Eluent i -
PIAGN (DVUVINAS9.2 ml)
100% EtOACc 1-25
1% MeOH : 99% EtOAc 26-31
2% MeOH : 98% EtOAc 32-37
3% MeOH: 97% EtOAc 38-43
4% MeOH :96% EtOAc 44-49
5% MeOH.. 95% EtOAc 50555

o g 3/ v Y a a J = Y
‘Vl1m56\5iﬁla’mjmimﬂuhlﬂmﬂﬂaauumaﬂmﬂuﬂﬂumwes Iﬂilﬂiﬂﬂi'lwlmﬁi'n\!

1 1 t:'z: a 4 = d' A [ Y o r_-:l
ddesitnavesivmwes 1asu Innsinmilounu laaeil
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M13197 4.9 1AAINTIIUAIUGesTILEN TAUBY ZA(SB)-MeOH-p.24/F,(4-7)

Fraction | Effluent Weight o
4 Code No. anYaIzYaLEs
No. YIAN (g
{ludhazas
1 1-2 ZA(SB)-MeOH-p.36/F (1-2) -
szmeenn llvua
2 3-10 | ZA(SB)-MeOH-p.36/F,(3-10) | 022 yoaudadmaoatu
14
3 11-18 | ZA(SB)-MeOH-p.36/F,(11-18)+{,_15.9 mg yoaudaiiimanns

P a a o =
ranenyvia  Effluent Y9N-19-55 ‘(]'Iﬂfﬂﬁ'ﬂi'.li]ﬁﬂﬂwaﬁ?ﬂlﬂﬂuﬂﬂumwﬂi Iﬂin‘li‘ﬂﬂi']ﬂu%’)

lainuhiigiseemnasadiuiosnniazatonaqdve b ldinissiu Effluent fana1nld

v [ E4
HieMnTssuaugesNNENIIn ZA(SB)-MeOH-p24/F,(4-7) 1Audn | viniurhau
gosfiaulaninisugndesumaiinnoduilasutnasiiie 1A laasusans Tash za
(SB)-MeOH=p.36/B5(3-10) 1#in3upnne 1ieaning vinitawes Iasui Ingsiludaaunsa

) LT¥)
Mmsuen ¢

4.42 WaM3ILENAIUEDENIAANTIN ZA(SB)-MeOH-p.36/F,(3-10)3:6108N1TH1TT VU
0 a Y a A é = v a
Mazalefiingauaemailaiwaies InamlnnsWgasmstignaisaamaiin

podutilasinlnas i

NANITNITZUUAMIA I NHUICANUDY ZA(SB)-MeOH-p.36/F,(3-10)

! ) o a a 4
(11911 ZA(SB)-MeOH-p.36/F,(3-10) wnihmsnagoudlematanuawes  Iasuiln
£ H
a3l Tasimsguannuiiudavesszuudahazaeaie wudszuudhazaisimany

aylumsuenaiugesmauniiued ZA(SB)-MeOH-p.36/F,(3-10) uaaa 1dasn15197 4.10



MINN 4.10 vanssuuAnhaz ez aulunisuon ZAGSB)-MeOH-p.36/F,(3-10)

gIsanaATHIIMHoa

sHaas sTuufImazaemnz ay

ZA(SB)-MeOH-p.36/F,(3-10) 20 % CH,CI, : 80 % EtOAc (10 ml)

Nﬁﬂ?illﬂﬂﬁ?ﬂi&’ﬂﬁﬁ?ﬁzﬁ'lﬂﬁmiﬂzﬁu

MMIANTINNIENVET ZA(SB)-MeOHp.36/F,(3-10) Aumaiiafiuaiwns 1asud

kY
Tnnswl Tasdunadedarnadeudiesad/ UV uaz Developing reagent lanasail

193197 4,11 AleraWam Ion ZA(SB)“MeOH:p 36/F,(3-10)- Arewmaiinfutaies 1nsu1Inns
A TaonisAunadawaalar naaoumeusid UV fina1uenanan 254-uas 366 U1 lumas Lag

NATOUAY Developing reagent

@153 e ZA(SB)-MeQH-p.36/F,(3-10)

2 HANITUDA
Funadiaanilan My il Mivdotoou
p72 @ d‘ o/ = ]
NARD UMW UV N Hariu tail 09
p; . i
AMUIIATU 254U LULUAT uatlsanggansalate 3 gadeiu

NATOUAIWTIT UV 7l -5
U51ngansarlate 2 yamniv

ANUEIINAU 366 U1 11UAT

g < .
NATOUAWY Developing reagent I U tail uazﬂsmmﬂ 334
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1) 2) 3) 4)
MNT 4.4 LAAINTUBNIBIZA(SB)-MeQH-p.36/F,(3-10) Aadmaiiafiuawes InsunInns i
1) Faunalagn1suosdren s 2) NAADUAE5AT UV Nameanau 254 w1 luwas

3) NAAUAIETIE UV-IATeana 366 4 TUliaT 4y NAaeUAI8 Developing reagent

HAMSUBATIUIDY ZA(SB)-MeOH-p.36/F;(3:10) Saamananeaul 1A NN

b
ZA(SB)-MeOH-p.36/F;(3-10) ;' 311N 0.22" ¢

Column 1 sﬁ'uvhugméfﬂan 2.5 em., 8N 62 em.
Stationary Phase : | Silica gel 493 CARLO ERBA (NO: 453337),8.8 g
Eluent systent . asaeTsimu (CHCE) wiunwiEidad e RiaosFen (EtOAc)

M3197 4.120 88 51 -E ffuent lunstion ZA(SB)-MeOH-p.36/F,(3-10)

Effluent
Eluent ~ .
VIAN (INUVINAL 9.2 ml)
50% EtOAc : 50% CH,CI, 1-6
55% EtOAc : 45% CH,C], 7-11
60% EtOAc : 40% CH,CI, 12-17
65% EtOAc : 35% CH,CI, 18-22
70% EtOAc : 30% CH,CIl, 23-27
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M15197 4.12(A0) 1LAAINTTAY Effluent 1UMI51ON ZA(SB)-MeOH-p.36 F.(3-10)

Effluent
Eluent =%
YIAN ((NUVINAT 9.2 ml)
75% EtOAc : 25% CH,CI, 28-33
80% EtOAc : 20% CH,CI, 34-38
85% EtOAc : 15%CH,Cls 39-44
90% EtOAc : 10% CH, €1, 45-49
95% EtOAc/i 5% CH.Cl, 50-55

a 4

o =g 9 o dY a = 9
'VI1ﬂ15ﬂ53ﬂﬁ@ua15ﬂlﬂﬂqﬂ%1ﬂﬂﬂal]u@')ﬂ NAUANHIOLEDT Tﬂﬁlﬂi‘ﬂﬂi’lﬂllaﬁﬁ')“

£
=

1 v pap a o oy A @ Y
AIUYDINUADUDINULGLE BT Iﬂill'li‘ﬂﬂi']ﬂ'ﬂ&ﬂllﬂﬂﬂu‘lﬂﬂﬂu

M3190 4.13 Lanamissaudugodnuen tdun ZA(SB)-MEOH-p.36/F,(310)

Fraction Effluent Weight B
3 Code No. ANYUSUDIAT
No. Y (@)
1 1-10. ZA(SB)-McOH-p43/E(1210) [ 220mg | wowdsfiniewsou
2 11-16 ZA(SB)-MeOH-p42/F,(11-16) 0.06 Yoaudadinios
3 17-22 | ZA(SB)-MeOH-p.42-43/F,(17-22) | 22.8 mg yoaudaiitna
4 23-55 | ZA(SB)-McOH-p.43-44/F (23-55) | 9.2mg | wowdsdheadu

4 a a 4 = 1

ieguinmaiiafiuaes Tasu1Tnnsilues ZA(SB)-MeOH-p.42/F,(11-16) uddneu
Y A a 2 o a d Yy Y a 1 13 2 a
dafirzusgnitai lamszimlasedineads maln H-NMR uaz  C-NMR  adnuim

o3 Tasu1Inns1H Yed ZA(SB)-MeOH-p.42/F,(11-16) UHAIAININT 4.5



1) 2)

3)

40

4)

£INT 4.5 LAAINTHENUBT ZA(SB):-MeOH-pA2/F;(11-16) Mrompalaniumions lasun Inns

1) duna TagMmsuesdoantm 2) NATBUAWTIH UV nnuenanau 254 ur Tumas

3) NAAOUAIBTIT UV NAT1ie1Ina1 36641 THmAs . 4) Madoua 10 Developing reagent

i td
M3197 4.14 LaaRNHEN AL R 4030150305

Qc'

Fy

SHEaT WInn %Conversion %Conversion
R * %k
(g) MoUAYMS*ANanIY REUAURI0E19NY f
ZA(SB)-MeOH-pA42/F (11-16) 0.06 0:2998 % 0.0278 % 0.3529

* 41TANANOIUND 20.01 g

** 52YURINIA 1080 95 % EtOAS 5 % CH,Cl
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=
MAN

(SB)-MeOH-p.24/F,(4-7)

4.6 LHUNINITHINUDY ZA

YNN-O,, 7811 JNN-H, RLYPLEBDEUT LUCLEW[L] LIt

(s$-€0)" d/vy-€+'d-HOPN-(AS)VZ

(@C-L1) /Ty d-HOSN-(GS)VZ (9T=I W 4/zH d-HOPN-(S)VZ

(01-1)' /¢¥ d-HOPN-(S)VZ

(81-11)*4/9¢'d-HOSN(dS)VZ

(01-§)°4/9¢ d-HOW-(9S)VZ

(z-1)'3/9¢ d-HOSN-(dS)VZ

L) A/pT d-HOIWLS)VZ
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4.4.3 NAMSUENEIUEDIMAUATDIN ZA(SB)-MeOH-p.24/F (8-14) F28M5H132 UUAIN
saefimanzaudlamaiinfivawes lnsinInnnd  wazmsuspmsaemaiia

poauilasanInas

HANIHIIZUUAINAZAI8AMINL AUYBI ZA(SB)-MeOH-p.24/F (8-14)

4 o o a a <
(19111 ZA(SB)-MeOH-p.24/F,(8-14) uvhmsnageudlgmaiafivawes  lasunTn
9y v
a5l Tasimsguainaudiudrvesssuniiazaleasg wuhszuudnihazaisimung

aulumsuendiudesmauniives ZA(SB)-MeOH=p.24/F (8-14) 1ead 1dAIA13 199 4.15

3197 4.15 udadIzUURas MU E Ul mMsian-ZA(SB)-MeOH-p.24/F (8-14)

aSANAT N LA
sTaas L ssinsanaya e iivins as
ZA(SB)-MeOH-p24/F,(8-14) 5% MeOH: 95 % EtOAc (10 ml)

NﬁﬂTiLlﬂﬂﬁgl”llﬂﬁ’ﬁ$UUﬁ3ﬁ1ﬁ$ﬁWﬂﬁLﬂM1$ﬁM

NINIHIITINITUYNYOY ZA(SB):MeQH-p 24/F;(8-14) femailanuaees Tasin

[

I = [ 1 Y v i Y dy
3 Tasdandarnmilarnaaetsies 1d-UV iiay Developing reagent 1ANAsai
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M131971 4.16 LARAINAMSTHEN ZA(SB)-MeOH-p.24/F,(8-14) omatiafiumwes InsuiInns
il Tasmsdunadisnlar naaeudiesd UV iaue11nau 254 uag 366 U1 Iuwas 1ag

NATOUAY Developing reagent

331 ZA(SB)-MeOH-p.24/F,(8-14)

MINAaDL Nan1Iadtng

v
Funagrganla Thetail F1ie1a9199

N uMesIF- UV i )
5 W il waziiiungalats 3 90
AueINaU-2544 Tuins

TR0 URIBTIE UV 1 ,
0 duasalate2 ga lulsing il
ANUEIREY 366 U1 TS

<
NAFIUAW Developing reagent muﬁ‘ﬂm‘gﬂ 339 wazily tail

C

1) 2) 3) 4)
MWA 4.7 LAAINTUONYDI ZA(SB)-MeOH-p.24/F,(8-14) Aromailaniuawes Iasuninnsil
1) dana Tasnisueadtsalal 2) NATBUAWTIF UV 111ue1IA0U 254 U1 TUILAT

3) NAFUAILIIF UV AnNu1nau 366 U1 TUwas  4) NATDUAY Developing reagent
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HAN3UENEIULDY ZA(SB)-MeOH-p.24/F,(8-14) Sumaiinnoaui Insu Innsw

ZA(SB)-MeOH-p.36/F,(8-14) : 11110 0.99 g

Column : durdgudnan 2.5 om., 812 6.2 cm.
Stationary Phase :  Silica gel ¥99 CARLO ERBA (NO. 453337),40 g
Eluent system . 1pTanzdian (EroAcuANUTUTIA I8N IUea (MeOH)

M15197 4.17 UAAIM AL Effluent T1N1518N ZA(SB)-MeOH-p.24/F,(8-14) Tudummivea

Effluent
Eluent Y
I (NU¥IABL 9.2 ml)
100% EtOAc 1-18
1% MeOH.: 99% EtOAc 19-28
2% MeOH : 98% EtOAc 29-40
3% MeOH : 97% EtOAc 41-51
5% MeOH: 95% EtOAc 52-62
10% MeOH :"90% EtOAc 63-73
20% MeOH : 80% EtOAc 74-84
25% MeOH.: 75% EtOAc 85-129
30% MeOH : 70% EtOAc 130-140
40% MeOH : 60% EtOAc 141-151
50% MeOH : 50% EtOAc 152-170

o P Y v dY a a k4 =) Y
‘V]1ﬂ'l'iﬂi’J%ﬁi’J‘Uﬁ'l'i‘V]Lﬂleﬂi)'lﬂﬂ?JmJuﬂ’JEJmﬂuﬂ‘ﬂumlﬂﬂi Iﬂiiﬂiﬂﬂ‘i'}ﬂ a3y

Y
o

(] 1 Ao a a oy A A @ 9
AIUYDYNUNDVDINULALYDT Tﬂilﬂi‘ﬂﬂﬂﬂmﬁuﬂuﬂuqﬂﬂﬁu
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M99 4.18 LAAINTTINA MDD 1AL ZA(SB)-MeOH-p.24F (8-14)

Fraction Effluent Weight i
4 Code No. an¥aEZ UM
No. VIAN e
1 1-12 ZA(SB)-MeOH-p.53/F,(1-12) 0.50 youtfadiima
g a uy
2 13-73 ZA(SB)-MeOH-p.53-57/F,(13-73) | 95.8mg | ¥BuUITIAAUAL
3 74-170 ZA(SB)-MeQH-p.57-60/F (74<170) 1.82 yoaudadiima

] 1 E4
0NN INAIuEOTNRLENIIN. ZA(SB) MeOH-p-24/E,(3-14) Auda antiuiaiu
gesnaulininsunasasomaiinnodnilnsiinns dlieldldasfusans Taerh za

(SB)-MeOH-p.53/F,(1-12) ¥11msiignae

4.4.4 HANTIEAIUHPEMIANDID ZA(SB)-MeOH-p.53/F, (1-12) Suntsssuuihazaeh
mangadematinmafinfieees - Tnsninnsilidzmsuendisdapmaiinnedani
TasanInns v
donthdaudesilenlafie: ZA(SB)MeOHp 53, (1-12) u1imsignsoims1zgNasIn

a 4 A o Y a o \9
nuawes g nas 1w Jesilnasensgnings

NANITHITEUUADTAZAINMY IS HUUD ZA(SB)-MeOH-D.53/Fl(1-12)

({19111 ZA(SB)-MeOH-p.53/F;(l-12) anmmsnaaeusomailafiuaess  Iasuiln
v )
a5l Tasshmsguarnudiudnvesszuudahazateaisg wudszuuaiazaienmang

aulumsuenaingeen1auniives ZA(SB)-MeOH-p.53/F,(1-12) uand lAnen1519ii 4.19
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M3197 4.19 uaasszuuainzatsimuzaylumsuon ZA(SB)-MeOH-p.53/F (1-12)

MTANATUNMIUDD
sHaes szuvAMazaeMIzay
ZA(SB)-MeOH-p.53/F l(1-12) 4 % MeOH : 96% EtOAc (10 ml)

Nﬂﬂﬁ!!ﬂﬂﬁliﬂizﬂﬂﬁ”mgﬁ"lElﬁmﬂﬂzﬂll

MININDIAINILENTB-ZA(SB)-MeOH-p.53/E,(1-12) Arwmaiiniiuawes Insin

v
Tnns il Tnedunaanattiar naaeudv5ad UV iaz Developing reagent l@nasatl

M99 4.20 UAAIHAN15HEA ZA(SB)-MeOH-p.53/F,(1-12)-Aramaiiniuiaiwes IasunInas
A Tasmgdanadloamlan naaplsiosed UV NA1Ns19AR 254 Las 366 11 IUWAT Las

nATOUAIY Developing reagent

@153 ¥ia ZA(SB)-MeOH-p.53/F,(1-12)

MsnaEall Wan13ainm

Faunaaganila 1 tail FWAD9149)

Nag UM UV N
5 151 tait flazilsanganstlare 3 ga
AVITINAN.254 W TN

naToURISITUV.T
il tail naz1ls1ngyansatlats 2 ga

ﬂ'NJJEJTJﬂ'Su 366 W1 TUILAS

iy tail wazisIngansalane

NATOUAY Developing reagent ayo i - o
2 3AadUIA0 NYATLNADY
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NN 4.8 LAAINSUBAUBT ZA(SB)-MeOH-p.53/F,(1-12) Arehaiiniviaiees IasuiInas i
1) dunalagnsleanieallm 2) NAAB1A85E UV innugnnay 254 w1 Tumas

3) NARPUAIITIE UV NANNITINAN.366 11 11InT, | 4) NATDUAE Deyeloping reagent

HANTUEN A IUEDY ZA(SB)-MeOH=p.53/F (1-12) gaeinailsaeaniilasyuilnng 3

v
ZA(SB)-MeOH-p.53/F (1-12) \:~" #In1n 0.50 g

Column : Lﬁ'uphugfué'ﬂan 2.5 cm.; 81362 cm.
Stationary -Phase :. CSilica gel 4994 CARLO ERBA (NO. 453337),20 g
Eluent systemm . L 19Fa0sEan (BLOACNNANMTUTAR 8N 11D (MeOH)

M15197 4.2108A N33R 1 Effnent 11inasiieon ZA(SB)-MeOH-p.53/F (1-12)

Effluent
Eluent S g
VIAN (NUVINAT 9.2 ml)
100% EtOAc 1-25
1% MeOH : 99% EtOAc 26-36
2% MeOH : 98% EtOAc 37-42
4% MeOH : 96% EtOAc 43-47
6% MeOH : 94% EtOAc 48-53
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A1513# 4.21(A0) 1A INISAL Effluent TuAsuen ZA(SB)-MeOH-p.53/F (1-12)

Eluent

Effluent

4«
VIAN (NUVINAY 9.2 ml)

8% MeOH : 92% EtOAc 54-75
10% MeOH : 90% EtOAc 76-80
12% MeOH : 88%. EtOAc 81-86
15% MeOH : 85% EtOAc 87-97

o

NINITATIVADUEATN

[l 1 d'd a o e =} v Y o dy
TIUYDYNVNAUDINIULIDLYDT Tﬂ‘iu'ﬂ‘ﬂﬂ'ﬂﬂﬂmﬂﬂuﬂuqﬂﬂﬂu

M15190 4.22- LAasmissandseaiuen 1909 ZA(SB)-MeOH-p.53/F (1412)

[
=)

< Y v oy a. a 4 = [
Lﬂ‘UvLﬂﬂ']ﬂﬂ'ﬂﬁil“ﬂ')ﬂlﬂﬂuﬂﬂulﬂlﬂ'ﬂi Iﬂ'ﬁlﬂi‘ﬂﬂi'\‘w a3y

Fraction Effluent Weight o
7 Code No. anyUTVIIANT
No. VIAN ()
1 2-8 ZA(SB)-MeOH-p.78-79/F,(2-8) 0:35 youdadima
2 9-16 ZA(SB)-MeOH-=p.72/F,(9-16) 99.1/mg yoaudeadiiniaiag
3 17-30 ZA(SB)"MeOH-p 72/F,(17-30)"| 40.0mg | woaudsdrhmrauas
14

4 31-60 ZA(SB)-MeOH-p.74-75/F,(31-60) | 252mg | woaudadthatawdu
5 61-97 ZA(SB)-MeOH-p.77-78/F(61-97) | 40.4 mg yoaudaiintady

111Y1N5TIEINGDINUENIIN ZA(SB)-MeOH-p.53/F,(1-12) 1duda vimimiaau

1 a o ' a [ o 4 { a = o
gosfianlainmsuenaedomatianednilnsun Innsiive ¥ IdasiuSans Tanh za

(SB)-MeOH-p.78-79/F (2-8) M11N13118n60
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4.4.5 HAMIEIULREMUNTINNZA(SB)-MeOH-p.78-79/F,(2-8)0 381 TZUUMIMazay
d' kY a a a d =, Y s o d
minzaudamadinmaiiafiuawes Tasinlnanuazmsuenasmematinneans

TasaInns

HANITHIIZUUAINAZAWNMUIZAUUDI ZA(SB)-MeOH-p.78-79/F (2-8)

i o o a a 4
Wi ZA(SB)-MeOH-p.78-79/F (2-8) yimsnageuMsmalniuawes Iasin
Y .
Tnas il Tasimsduamanuidudivesszuudadiazatoasg wuhszuudiazaien
mngau lunsuena g0 sMUATIVET“ZA(SB)-MeOH-p.78-79/F,(2-8) UeAq 1AAIRA15 190

4.23

M19199 4.23 LS srpdaiiasmeNinu Iz au N 1suen ZA(SB)-MeOH-p.78-79/F, (2-8)

A3ANOY NN IUDA

sHaas seRUAIRIaz eIz a N

ZA(SB)-MeOH-p.78-79/E,(2-8) 5% CH,CL1195% EtOAc_(10 ml)

HANILEAATIEI I DR IR a2 AT UNINE AL

MM AU INTTUENUDL ZA(SB)-MeOHpI8-797F,(2-8) aw Tavdunad gl

9
naTeUABTaUVlaz Developing reagent Ifnadail
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' 3 a a 4
M15191 4.24 HAAIHAMTHON ZA(SB)-MeOH-p.78-79.F (2-8) Algmatinniuawes lasunln
a5 Tasmisdanadisandar naaouAesIdE UV 1011001180 254 1ag 366 W1luwas

b4 3
UAENATBUAI Developing reagent

1551 ZA(SB)-MeOH-p.78-79/F,(2-8)

LA e HaNIITUNA
o/ 9 . " P~}
Funaaraartian (T tail 118999199
Nadoudasiad-uv 4 (11 tail udaTITO T UNA
& 3
AMNEIINAU-254 00 TUIRS wingAasalate 3 99

NadoldesId UVH
0 i1 ilnagifsmgyansstlane 2 90
A081RaU 366 U1 INIUAS

gy fa .
NATILAID Developing reagent WMUTUIN 3.99 wazdly tail

|

1) 2) 3) 4)

¢

AN 4.9 LAAINTHENYDS ZA(SB)-MeOH-p.78-79/F,(2-8) dnumailafiumwss Iasun Inns i
1) duna Tagmsuosdlroala 2) NAFUAILSIT UV NAnuenau 254 w1 Tuwas

3) NATOUAILTIT UV NANUINNAGU 366 U1 TUINAT  4) NATOUAIY Developing reagent
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HANITUENAILUDY ZA(SB)-MeOH-p.78-79/F (2-8) daematanedui asuinns 1

ZA(SB)-MeOH-p.78-79/F (2-8) : v m1in 035 ¢
Column : duruguINa1e 2.5 cm,, 819 62 cm.
Stationary Phase Silica gel Y99 CARLO ERBA (NO. 453337), 14 g

' E4
Eluent system lanaslslimu (CH,CL) wuanuudidsietasydinn (BOAC)

M1519% 4.25 UAAINITAY Effluent Tunsuon ZA(SB)-MeOH-p.78-79/F (2-8)

Effluent
Eluent b N
VIAN ((DUVIAAL 9.2 ml)
100%CH,Cl, 13
10% EtQAc: 90% CH,Cl, NG
12% EtOAc:88% CHICI, 15-20
15% EtOAc: 85% CH,CI, 21225
20% Et0A¢ 780% CH,CL, 26-31
30% EtQAc): 70% CH,Cl, 32437
40%BtOAc +60% CH,CL, 3843
50%EtOAc :-50% CH,Cl, 44-49
55% EtOAc : 45% CH5CL, 50-54
60% EtOAc : 40% CH,CI, 55-60
65% EtOAc : 35% CH,CI, 61-65
70% EtOAc : 30% CH,CL, 66-71
75% EtOAc : 25% CH,CI, 72-76
80% EtOAc : 20% CH,CI, 77-82




M193197 4.25 (719) UAAINTIAD Effluent TUAITUON ZA(SB)-MeOH-p.78-79.F (2-8)
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Eluent

Effluent

4«
YIAN (IDUVIAAL 9.2 ml)

85% EtOAc : 15% CH,CL, 83-87
90% EtOAc: 10% CH,CL, 88-110
95 % EtOAc ;5% CHsCl; k=

116-131

100 % EtOAc

o = d Y w g Y a o = g
‘VI'lﬂ’liﬁ‘i’JﬁJﬁEI“Uf:ﬂi‘Yllﬂ‘U\lﬂ‘U'Iﬂﬂ@ﬁi]'llﬂ’lﬂﬁ]ﬂuﬂﬂumlﬂﬂi Iﬂiuﬂ‘ﬂﬂi']ﬂua’ﬁ?u

v
Yo A

dudosninaveiniawes 1asu Inny avieunulaned

M15197 4.26 LaAIMIsTINAINIIBNIEN TAU0 ZA(SB)-MeOH=p.78-79/F (2-8)

Fraction Eiffluent Weight I :
. Code No. anyMeURINT |
No. YIAN (@)
1 155 ZA(SB)-MeOH-p.82/F (1-55) 7.7 mg yo e dy
2 56-62 ZA(SB)-MeOH-p.82/F,(56:62) 51.5mg vouadivans |
3 63-74 ZA(SB)-MeOH-p.82-83/F,(63-74) | 28.8mg yoaudedihaanea |
4 75-89 ZA(SB)-MeOH-p.83/F (75-89) 47.8 mg Yoaudadthanauea |
3 90-131 ZA(SB)-MeOH-p.83-84/F(90-131) | 73.1 mg yoaudamimia

Lﬁeﬂ%1nnwﬂﬂﬂﬁuLaLﬂa§ TasunInnsHvee ZA(SB)-MeOH-p.82/F,(56-62) udIfou

Y A a 2 o a Jd 8.3 a 1 13 & a 4
‘UN'VIﬂS‘Uif!'l’lﬁ‘t]\1NWVlﬂ'JLﬂi'leH'ITﬂ‘Nﬂi'Nﬂ’JU WmAUA H-NMR 1ag "C-NMR 9Inuialeoy

Tasun TNNTIW Y99 ZA(SB)-MeOH- p.82/F,(56-62) AAIAININT 4.10



wh
W

FO-O-0O-0

1) 2) 3) 4)
NG 4.10 LRI SHEPADa ZA(SB)-MeOH-p/82/F,(56-62) Aagmaiiafiuaiwes Iasuilnns i
Tasuaaann1z’56, 58, 60,62
1) dunalagsueadisaudm )y neaeURIeiaE-uY finueindn 254 u Tumns

3) NARBUALTIT UV AAING1IAATY 366 U1 1414 | 4) NAEreUAI0 Developing reagent

4 L a =4
A519N 4.27 uaainin was R UDITIUIEND

U
. Wniin | %Conversion (g %Conversion
Snﬁﬁ‘]j o [ I3 v @ 1 A R -
(g AU*FAITAAANIIL- | (NIUNVAIDYIINY

ZA(SB)-MeOH-p.82/F(56-62) /| :0.051 0.2549 % 0.0236 % 0.3529

. * EsAaNAneIy Wiln 20.01 g

** 32UUAINIAZATBAD 95% BIOAC): 5% CH,Cly
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NN 4.11 UHUNINTUENTDY ZA

(SB)-MeOH-p.82/F,(56-62)

[

ZA(SB)-MeOH-p.24/F,(8-14)

-

ZA(SB)-MeOH=p.77-78/F,(61-97)

ZA(SB)-MeOH-p:74-75/F (31-60)

ZA(SB)-MeOH-p72/F.(17-30)

ZA(SB)-MeOH-p.72/F.(9-16)

ZA(SB)-MeOH-p.53/F (1-12) ZA(SB)-MeOH-p.53-57/F,(13-73) ZA(SB)-MeOH-p.57-60/F,(74-170) I

ZA(SB)-MeOH-p.78-79/F,(2-8)

ZA(SB)-MeOH-p.83-84/F,(90-131)

ZA(SB)-MeOH-p.83/F (75-89)

—

ZA(SB)-MeOH-p.82-83/F,(63-74)

ZA(SB)-MeOH-p.82/F,(56-62) ————®

ZA(SB)-MeOH-p.82/F.(1-55)

BC-NMR

v
o

'H-NMR U@

%}N@B'I}’JEJ

Tdasramlnsea

11
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45 wamsmmaauiﬂﬁﬂ%ﬁwmmsﬂ%qﬂé

u'fmﬁ]1nmsn?qﬂ%(quamﬁmfuﬁﬁnym:ﬂlm NMR spectra 1UAZWARIAY 5990
(A UBINENaIIAY)
4.5.1 #a 'H-NMR %04 ZA(SB)-MeOH-p.82/F,(56-62) (ﬂ1w;;4.13)

M151971 4.28 UAAINITAATIZN IATIA3 19909 ZA(SB)-MeOH-p.82/F,(56-62) 310 'H-NMR Spectra

6(ppm) Type of peak | Integration of peak Available
functional group

6.91 Singlet ] lilspouvnsieez Isunan
6.7 Singlet 34> Tdsannwearvoz Isuan
5/89 Singlet A Tisaouveaenz Isuan
4.55 Singlet 1 C-CH-O-
4,12 Singlet 1 C-CH-OH
2.55 a,b quartet 2 Y-CLL Y|

4.5.2 Ha" C-NMR 404 Z A(SB)-MeOH-p.82/F,(56-62) (11W4.14)

M151971 4 29 HTAINTIATIZN [ATIA319Y09 ZA(SB)-MeOH-p.82/F,(56:62) 910 "C-NMR Spectra

) (ppm) Available functional group
20-40 A1 UoY 1 AIv0e -CH.fioglueyclicfii“0- ogluas
60-85 a13 UBL DT TR0y luevalic 71T -0- oglua
90-100 ASIou-3 é‘hﬂmmaazismﬁﬂﬁﬁﬂﬁvcyclic
110-145 AMTUBY 6 71 B3 -C=C- lu3ez T511dn
150-160 Asueu 3 fFrvoerses TsuAnfinafucyclicHadiufafu-OH

91NY03AN1 Spectroscopy 1ATIH319UDI ZA(SB)-MeOH-p.82/F,(56-62) HIa 130
A1auA 18910 'H-NMR Spectra 8¢ "C-NMR Spectra Wunziiluaisiiivg Insead1eves
vy loas<ns1:XMLFault xmlns:ns1="http://cxf.apache.org/bindings/xformat"><ns1:faultstring xmlns:ns1="http://cxf.apache.org/bindings/xformat">java.lang.OutOfMemoryError: Java heap space</ns1:faultstring></ns1:XMLFault>