unn 2

NMIAUHIIUI

2.1 n3eaiie guinset azesndl

2.1.1 1n3eile/gilnyal

10.
1.
12.

13.
14.

. TLC aluminium sheets silica gel 60 F,,, 158 MERCK

. HPLC, g'u 1100 (Quaternary), 155N Hewlett Packard

. Column HPLC 5 gm 4.6 x 150 mm , U3 Hewlett Packard
. HPLC, ;'u LC-8A PDA & RI (Preparative),ﬂ?ﬁﬂ Shimadzu

. Column PREP-ODS 20.0 x 250 mm, U35V Hewlett Packard

. LC-MS, LC 3% 1100, USE% Hewlett Packard / MSD, 3% VL, 158"

Hewlett Packard

. GC-MS, GC 3H 6890, UM Agilent Technologies / MSD, 34 5973,

U5HN Hewlett Packard

ATLATBANTOIVUIA 0.45 um. UTEM Millipore

. YANIBY mobile phase, UM Millipore

YANTDY sample, YTEN Millipore

IR spectrophotometer, 5:‘14 TENSOR 27, USHN Bruker
NMR spectrophotometer, 3 Bruker DRX 400 MHz
USHN Bruker (Uszine ine) $169

Rotary evaporator, ;'u R-114, 1)5 9% BUCHI

UV lamp, iu VL-6.LC, U3H" Vilber Lourmat
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2.1.2 ;A

1. Acetonitrile, CH,CN, MW 41.05, HPLC Grade

2. Dichloromethane, CH,Cl,, MW 84.93, Commercial Grade

3. Ethyl acetate, CH,COOC,H,, MW 88.11, Commercial Grade

4. Hexane, C.H,,, MW 86.18, Commercial Grade

5. Methanol, CH,OH, MW 32.04, Commercial Grade

6. Methanol, CH,OH, MW 32.04, HPLC Grade

7. Sephadex LH 20, U587 Amersham Biosciences

8. Silica gel 60 for Column Chromatrography %419 0.003-0.200 mm, USEW
MERCK

9. Silica gel 60 PF,,, for Preparative layer Chromatrography U41@ <45 um,
U3H9N MERCK

10. Silica gel 60 for thin layer Chromatrography 4418 <45 gm, U58% MERCK

2.1.3 Nyl lumnaaes
g o = =1 = & = Y| 1
ADNYUUN (Mesua ferrea) WUANMAITUAT AazTInoimans uwniInendodoelng

. b
draufthndnur lunisneansiudseondu 2 diu fe daunas uae daundy

AN LAZgIuTDIaAeN
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4
2.2.1 MsafauEnmsuIgNEInNaINNa

14 £
pHUMINETAIYUas U U IUnITUINMIARALBNAITUTANTRINNGT HAAIAS

¥
51 2.1 laoliswwozidoadsil

2.2.1.1 MIAAANSITYUUIN

&
vnasyuuiaads dimin 235.46 afy thuuglulanaelsiimu 1 8as (du

s 3 A o o .; = a o
nan2 1 284 2 as nses wazstmoaisazatenadalanteldanudud Wunasdun

1 L -1
weruile thvin 6.7013 ndy Ndnvazdluvesmanuilvidu driwady

2.2.12 msafauendledaiiazats

) £
daafayveunla 6.7013 nsu wudY 15% wiuealui USuas 200 om’

£ = = 3 ¥ d,l.‘ = o ° o
auliaza Wuesneu U5uas 200 cm ﬂﬂﬁ'liﬂ%ﬁ'lﬂiﬂlﬂﬂ&“ﬂlﬂﬂ?ﬂu HAZUIWITNA

" =y ' 3 ny g ar A a) a’j Y g’ 3/ =
usnlunsasenuuia 1 8as e fane Pidnagive liuensu adadrataenay Yuas

53 »
200 om’ uag thasazatesy 15% wsiuealuiy nasauendlseiateding U5uns 200

¥ 1 [ L ) o
o’ 2 a5e thasfiana ldudazdullszivonieldanududr vdswnsIudIuananInueg

Témadaasiuaizng 2.1

M1 2.1 : wamsafauendlefaiiazaisvounasyHIN

Haa S s ey dninans (n$w)
(P3u) dusdalus druafaluiy druadaludy
LnIU AALITNA 1 5% nealu
6.7013 3.1244 2.0902 0.4867
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¥ 14 3
diehawadadieniyy wag Fueakodme mnadeu lagn1svilasu Inns HWia
= ~ =3 o o Qs & P A P
1yt ool lanaslslimy : ehausding (9:1) dludgaraniou astsdeumsindouiives
a3 lagld UV Lamp (anwenandy 254 uilumas) uazyudronsades Tu lndudn udo

[ ¥ y
nhéeansou wuhdnyazued spot 139 Idnsaresdiuliuanaredy uazitesninaisios

L)

Q of

. ¥
TulSiaisinadeldswesnegesduidilua 3udoafy

2.2.1.3 misuenas lasldmaiiaaeduid lnsur Tnas i

3 [
(1) MIuenAWTanUva (Silica gel) ATIN 1

Thdwafaluduanmu-oianodive 52146 ndy wuenlneld Silica gel 13l
Fagadu oz 1w : lanae Tsfinu (10:0) unzidinlanas Isfimusuds 100% uddeday
1% oiauednalulanasTsiimy  aud 30% wiauedma Mudve Bumsiuen18ndins
20em’ §1uau 50 At irhinageuTasmsi TasnTnas Wit Taed lanaolsfimy
wfia-uefine 9:1) Wuigmandeudi asngoumnaioufivesyamslasld UV Lamp
(awendu 254 uTuwes) uasyudasnsavea i lududn uduihdrvaudon ndsnn
39 Fraction find1efuudanirlyszimeneldnanudus |dduada 5 dau 8o Fraction 1P
(1.0641 AF%), Fraction 2P (0.4310 A5W), Fraction 3P (0.2123 A%4), Fraction 4P (0.4076 ASY)

e Fraction 5P (2.1014 ATW)

} 3 1
(2) MIUBRAIBTRATLA (Silica gel) AFIN 2

11 Fraction 3P (0.2123 N5u) 910A15MAA04 (1) wwwnde lasld Silica gel Ty
fgad uas 1 1% wiiauodine TulenneTsiimu Wudse dumsfuonldnfiag 20 om’
w40 afs s lunareuTaemsiTnsinTnas e Taod wfauodme lanne-
Tsfmu (1:9) Huignanfoudt astvaeumainiouiivessamslneld UV Lamp (A1
g1Ind 254 W) unzgudlsnsadon T Indudn uduthdrvanou ndsemnsu
Fraction #indnoiu udai lilszmeneldnadud1dduadn s dau #o Fraction 3.1p
(0.0210 N3W), Fraction 3.2p (0.0081 W), Fraction 3.3p (0.0390 AFY), Fraction 3.4p (0.0054

A133) 1A Fraction 3.5p (0.0072 A5W)
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(3) mannaniv

o . af é = ar =)
1 Fraction 3.3p (0.0390 n§1) Feldnyazduvewdadvr viazawaomni-
= 4w ¥ & nyq = ¥ & g o a
HUDA : 1 FNYU ﬂiummnuaﬂ Lm’mﬂ’ﬂ‘ﬁmﬂwaﬂ 793 UAZANHAN SUUNTIUDDLIU UIHAN
14 0.0302 nfu (Mmuadums o) Tlinsieimgas Tassaddromaiingd malnins-
#1n1 (Ultraviolet Spectroscopy) BUHTUsA adn Insalndl (Infrared Spectroscopy) Hundes
unnuAng Taud alnInsa Indl (Nuclear Magnetic Resonance Spectroscopy, NMR) Ung

Mass Spectrometry M1§ANADUIWGAI A A1 Specific rotation @0 11/

3/ H
(4) MIUBARIOTANUIA (Sitica gel) ASIT 3

11 Fraction 5P (2.1014 niu) 9nnisnaand (1) wwonae 1auld Silica gel 11ud
QAdy uas ¥ 1% tefiausdma TulanaeTsiimy uaziueiauefing wuds 50% 1Huday
I 9 9/
Wueshnenidadsar 20em® w50 afe i ldneaeulasmsiiasin Inns Wi
= a P -t & e 2 o A =
e laell oaueding :lanaalsfimu (1:9) Huignmedoun aseseumndouives
115 [asld UV Lamp (rwenindu 254 nTuuns) uagqudonsavioa TW Tududin uda
nhalaufou w8903 Fraction find1edy udanh llszmeneldnnududridduads
4 ¢ AB Fraction 5.1p ( 0.0386 AFY), Fraction 5.2p (0.0246 n3W), Fraction 5.3p (0.0793

n3U) LngFraction 5.4p (1.4216 A3)

g/ ]
(5) MSUBNAIFANUDA (Silica gel) AT 4

111 Fraction 5.3P (0.0793 n§1) 1AR15NAa0s (@) 1 uenao Iaeld Silica gel (T
dagadu unz 1 1% 1efiauedima Tulanas Tafini uoziuefiouedina suds 20% s
¥z ifuasTuonénseny 20 em’ $109u 40 Ade i Minadey Tasntstlnsan Inas L1
Taoll fiauedima : lanae Tsflimu (1:9) HuSgmandend] as1aoUMTIndeuTiueyn
a5 Taeld UV Lamp (Anus1andu 254 wiluwns) waz gudaonsadea T Tuduan udauh
droaudou nE19IN5 Fraction Andein udanir‘libsmensldanududiildduada 3
79U fo Fraction 5.3.1p (0.0074 ﬂgn), Fraction 5.3.2p (0.0059 A5IUAY Fraction 5.3.3p
(0.0364 nFM) 11 Fraction 5.3.3p (Mvuadluais B) luasrsaeylassadedromailn
Hundesuunuans Tauuud mnInsaIni) (Nuclear Magnetic Resonance Spectroscopy.

NMR) ¢ 11/
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masyHuIauie 23546 n3u

r

uveialy lenaelsilimu 1 L x2)

HARS MMM 6.7013 Y

h 4

15% WE1UDA + LaniEu

A 4

(3.1244 AFN)

¥
aauana lutuaney

b 4

¥
arnanaluiy 15% W 1uoa

tanaLeTaa

Y

(0.4867 N5

¥
aaeaialuiuiss wsiuea

Y

¥
auana luTueRausFiena

(2.0902 NN

h 4

b ¥ . &
uafa luganiau+ ‘HuLﬂWﬁLlﬂ‘%Lﬂﬁ(S.ZMﬁﬂﬁJ)

¥ ]
Silica gel AgR 1

Fraction IP

(1.0641 PSY)

Fraction 2P

(0.4310 ATY)

Fraltion 3P

(0.2123 n5%)

Fraction 4P

(0.4076 ASY)

Fraction 5P

(2.1014051)

3 o < Qd
z‘l.l 21 ‘U‘Llﬂﬂuﬂ'l'i’cTﬂﬂLlElﬂfT"li'Uif]:Wﬁ“UﬂQlﬂﬁﬁu‘uu'lﬂ
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Fraction 3P (0.2123 n5¥)

F ]
o =

Silica gel ATIN 2

h 4 4 A 4 . 4 4
Fraction 3.1p | {Fraction 3.2p | | Fraction 3.3p| [ Fraction 3.4p| [Fraction 3.5p

(0.0210n5) | {(0.0081n5W) | | (0.0390n5w) | [(0.0054 n51) | | (0.0072n%)

I

mnwﬁﬂlmj (MeQH+Hexane)

My A

Fraction 5P (2.1014 n5W)

¥

Silica gel A5aN 3

' . v !

Fraction 5.1p Fraction 5.2p Fraction 5.3p Fraction 5.4p

(0.0386 NFW) | | (0.0246n51) | | (0.0793n51) (1.4216 N5Y)

¥
-]

Silica gel ATIN 4

] 1 )

Fraction 5.3.1p Fraction 5.3.2p Fraction 5.3.3p (0.0364A34)

(0.0074051) (0.0059A51) (13 B)

31 2.1 (sp)
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¢
2.2.2 NIANAUENTIUIGNENINNAYReN gazguIemenywia

£ . QJ
uwumwuﬁﬂwuﬂauﬁqﬂiuﬂizu:mﬂ1stmmwnmsmqwﬁmnﬂﬁmaﬂ uag

3
INnsBIRMMUIR waeedagl 2.2 TeeliveazSuaded

2221 ananandyaen HAEFIUTRIABNYUUTA

13
Windueen unzgusesnonyuwauds t1mdn 60171 n s iulanas Is-

kY 1
mu 380y Wuna 25y 280 2 ads n399 ungszmomsavaroianaldnieldnnudy

=h

=

1 as d ey 9t 3’ o ar o oar [~ o Y = :
1 LﬂUNﬂWﬂm“ﬂﬂU’]Uﬂqﬂ WIMUN 11.74 Asu Hﬁﬂ‘ﬂmzlﬂuq}ﬂﬂﬁa?!“ﬂuﬂ'ﬂﬂl GATRIERE]

BBo.

2222 msanauendIsd nhazae

ﬁ1Nﬁmﬁmﬁwu1uﬁ1ﬁxsﬂaaanLﬂu 2 @ diwndszinm 5 nfu dudazaay
WA 15% wsmuealutit Usytas 200 om’ Auldazary Wuenim 153705 200 e’ Ay
miawawimﬂmuammﬂu wazthunanauenluniteusnuuia | am e mm"lmnm
welduondy ﬁﬂﬂmmmammuﬂﬁmm 200 cm’ memmia are 15% wuealu
mﬁnmwﬂmmamuwmm US1195 200 om® 2 a%y mﬁwaﬂﬂ”lm;mawnu"lﬂs“mama‘lﬂ

mmwum Hﬁﬂﬂ'}ﬂi?hﬁﬂuﬁﬂﬂ‘ﬂﬂﬁhﬂ VLﬂNﬂﬂ\‘iuf’fﬂ\ﬂuﬂﬁN 2.2

TN 2.2 : namsadauendIsdazanniuaen UAzMTBIRBNY LR

HARR B ﬁymﬂ’ﬂms(ﬂ%'u)
(N3) dadaludy dwadalusy | dw afalusy
LEnL GGG 15%muoa il
11,7406 2.0624 6.9217 2.7556
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2.2.2.3 msusnais Iaeldimada Tnsun Tnas

(1) Msuondey Sephadex LH 20

¥
Wdwadaluduefauedme (6.9217 nSY) mead e maTla Gel Filtration
Chromatography Taa14 Sephadex Li 20 Dudrgady uazld wnmveaiudive iy
kY ¥
uonldnieas 20 em® §1yay 30 a%q ﬁw"!1J1nﬂaa‘u‘lﬂﬂmimTﬂmﬂmﬂ‘ﬁﬁamq Taudi
= =t & o o =1 & P o
1R lenaiedIng (6:4) 1TuSgarandeni waznInNasUNITInAs Ve ATy Tayls
UV Lamp (0819084 254 1 Tuimes) wdse1nsay Fraction  hadedu udnirlyszme
auldnnudud e wada 3 @ 9 Fraction 1 ( 1.527¢ N3U), Fraction 2 (5.1033 nsu)

Uaz Fraction 3 (0.2906 nu)

L
o

@) MIuendIwFnua (Sitica gel) Aei 1

11 Fraction 2 (5.1033 su) VINMINAADI (1) unensie 1al¥ Sitica gel $lush
995 uaz W tenia : efaueding (10.0) unzAveaeFmaruiy 100% Dudre iy
asinenldntany 50 om’ §1u9u 70 s 131"lﬂmﬁauTﬂumsv‘iﬂﬂsmiwﬂiﬁ\lﬁama
Tawil igniy ; fiauedina ©6:4) Wuipmeamaeud uazmnaaumsmﬁauﬁmmﬂqﬂms
las1d UV Lamp (Arwenandy 254 U TuuAs) YMd991n59Y Fraction findedy udail
ssmoneldnaudud 18duada s g A® Fraction 1F (0.2155 n3%), Fraction 2F (0.2130

N15%), Fraction 3F (1.5163 NFW), Fraction 4F (0.6114 NFY) 1ag Fraction 5F (2.0656 NFY)

L
o oA

(3) M3usndr0Fanu9a (Silica gel) nsed 2

o

o as 1 e <

W1 Fraction 2F(0.2130 n3u) 91nmsviaans (2) wusnde lnels Silica gel 1§inugs

as = =1 =y = oy = as

205U uag 14 wfiaueding 1% Tu'lanasTsfmm, HasiuenauemnaIuiy 50 % Hugs
v L4 Vv

¥ invmsiuon 18nSeay 20 o’ U 80 A9 ﬁﬂﬂ'ﬂﬂﬁauiﬂamsﬁﬂﬂsmimﬂ'ﬁm

at = - & e - = A et

U Taodl ey : efiauedimg (6:4) tiluignimndoud HazAsvmOUMTIAdDUTIvDIya

@310l UV Lamp (A0 1mm19ndy 254 WTUaS) 89N Fraction nadwiu uga

131'lﬂ'szmﬂmu“lé’fﬂamﬁ'uéh"l@’fa"mﬁﬁ’ﬂ 399U f® Fraction If { 0.0052 A3W), Fraction 2f

(0.1501 N3Y) AL Fraction 31(0.0121 n5y)
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(4) mausndrwlasuiinns WAL {Preparative layer chromatography)

11 Fraction 2f (0.150 n¥y) wnazaelulanae TstmutSuadndss
IﬂsmTﬂﬂsﬁiﬁuma‘iﬂﬂﬁcﬁﬁmma (silica gel 60 F,s, for thin layer chromatography) Ry
'ngﬂﬂaw (AN 15 dndiwes) uazld witauofine 1% TulanaeTsfimy Whuigan
waoud ma%ﬂﬂumsmaaumawmmsTﬂa‘lﬂf UV Lamp (AMU81998Y 254 i luwwas) ya
mwammmﬂmwmmms Unadaaisesndruefiauedme NI0ABIFANURABOA WIN1S
ﬁnﬂm%umiaaﬂmmﬁammawwm u1"hJ's'vmUm'm'm1a~aw®anmumsaaswmﬂmaﬂ,m

ANUSURIVUIR laaswiin 80 fasndy

(5) MIUUNAILUNATIA Preparative HPLC

]
o =i

washlRennisnanes ) wwende Iaylfiases preparative HPLC (215
20819 unzihazatedesnsesdouldiunieg HPLC) 10U Fraction i retention time
MY 7.387 uIf 131"lﬂszmmmmmavmﬁﬂanmmﬂimiwmumulmmmwmwuum
(diuemns o) shas e sondy ‘lflulﬂuhjmi'JilﬁE)‘UIﬂSG?f'iNﬂ’JEIL‘V]ﬂHﬂ Tundesuunu@ns-

Tepuissyer o wnInsalng (Nuclear Magnetic Resonance Spectroscopy. NMR) ¢i9 11

annzililunrimaass
Column PREP-ODS 20.0 x 250 mm
Mobile phase {A) Acetonitrile 10%
(B) Methanol  90%
Flow rate of mobile phase 8.0 ml/min
Temperature 25 “c
Wavelength 254 nm

Injection volume 1 ml
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ABN LATTIUTOIADNUUIAURS 601.71 N

L uyradalu lenas lsiimu G Lx 2)

HAAAMTAMOTY 11.7406 Ny

X 15% 51U + 1amay

E1s
AIUANA TUTFUT Ny L

(2.624 3

!

dauanaludy 15% ws1uea

l AT

(2.7556 A5Y)

¥
i luru15% iwsuon

¥
AN IuTeRaneFan

(6.9217 niu)

Sephadex LH 20

h 4

v

y

Fraction 1 (1.5276 n§) | | Fraction 2 (5.1033 n$W) | | Fraction 3 (0.2906 NTY)

¥ ¥
l Silica gel A9 1

A A

l

A Y

Fraction 1F Fraction 2F

(0.2155 ASW) | {(0.2130 NFu)

Fraction 3F

(1.5163 nSY)

Fraction 4F Fraction 5F

(0.6114 AFN)| (2.0656 nSw)

i T
Silica gel #5991 2

Y

h 4

r

Fraction 1f (0.0052 n¥%) | | Fraction 2 (0.1501 na)

Fraction 3£ (0.0121 n5W)

l Prepalative TLC, HPLC
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