unfl 3

NITNAKDA

3.1 AFnasnmaos

3.1.1 Thin layer chromatography (TLC)

tm?ug chromatoplates 1mu?d silica gel GF254 (type 60)
for thin layer chromatography Art. 7730 woaufwh E. Merck, Darmstadt
+Ju adsorbent waw adsorbent 3U nswmoviandu 60 du? ueangUdsgeun 150
du? Lo 2-3 wafl inld Desaga spreader AUsulnudnansmun 0.25 u.u. LAfou
AQUNLELUNIYUI A 20X20 oy, dqéhqésaﬁﬂﬁquﬁq waz1Jnniu acetone azlm
chromatoplates 5 ueu Usoulwuns 30 unfl uav activated ugougamgfl 105°C

30 wafl 1Fulalu desiccator

asﬂquéqéﬁquﬁnﬂqasawuﬁﬁﬂaﬂ 1duaon capillary gedisamasuu
chromatoplate Wi<annuousnsUszanm 2 o, winegminaMseuam 1.5 du. Usou
W ua2guaslutauna (tank) Afustasulovesstarfiaeany 150 du? ﬂndﬂﬁhuﬁﬁ
Haariaazarofudiluaufia s sfufvasaaneovuu 1 du. 81101000 M1lvuma ¥all
grrouds UV fpaasuaanfu 254 nm. @4 plate azifosuds uFiandidnsaeduidudu
amsing nsiflan s fiviis x1 Surtis = ghioustin lalrow 1 noad g Munsaflussy 1odine
dnsaziNn weak complex M iodine 1Juffmas n¥orunrsfrTazRYy 25% HZSO4

udsouflpempn 110°C

3.1.2 Quick column chromatography

9¢ sintered glass funnel wos 4 194y column 1§hdﬂﬂu6haq4
10 ou. g4 9 9. Uanumruanawes funnel donaa WUyt 18491 1aguneandiy 04
sudn sAuduun 1 fmaond msudoMu water pump 1fogm column maumrauMUyesnm 80

uy. woaUson mfun column 1aTmuldnsaoun funnel woWME21TLU 214NTEAIYNTDY
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whatman tues 1 vudhunsae 19 silica gel 60 Art. 7729 for column
chromatography woiu§f¥n E. Merck, Darmstadt 1Ju adsorbent wuadunu
hexane auifu slurry inasuunszawnsoslu funnel wsontfuganay water pump
ausfarinaza v naunlaees silica gel UsUinwduuariFou uargalslifu 4 ou.
Wadnsfazuon (USuam 10-25 nshy) smazatumau chloroform 7w beaker swuam
150 du° 4 silica gel #fimifluathasly (1fotWansadou) 1uﬂ§uﬂmﬁbuﬂén
UsouW chloroform seivuus Tyuws silica gel flgndnsiafounAatiasunfi
vo4 column Aim§usils nalvturh ﬂnﬂbﬁ%unwsnﬂunraqﬁnngatﬂuﬁuuuéntﬁafhuq
A2 adsorbent Wii§vu 153d hexane 10u eluent YmuSu hexane 210 oh as
UNNS ¥ AUNS DI9WUU W DuTiagARIY water pump awdnsazanuvumann column 84

y g - [] - -
WWlsuw sy 095U U2 s onUtaTTNaZ AT UEN 4 9 arumoIn sauiSnasifiuariu

3.1.3 Column chromatography

1vaoauniouinddiidne Ldudaduonans 2 du. waa 30 o 1w
column S1danoyumaoauns suaniduthguonans 3.5 ou. flanvunuazanafivaan
Mamaroliiats1oon Hmminfidy  condenser Josthnasunnuas adsorbent ann
ms elute A7y hexane MU ether Ustudnq®o4i column fifUsUSMsanasInavos
d15azaty lumsinfun column 1§1inuldd @Yy hexane R4lUrou wrontfmio
colum maudlaeiganinan 1B hexane ninflod® aud®lalosorniAd dnsau
8 maut Envoound® UsUMA1 U wadn silica gel 60 Art, 7734 for column
chromatography (19U§uam adsorbent slogns 30:1 Anud i) U hexane au
1Ju slurry 1n1d column wsoufuUsoumitariazanuivaoon au adsorbent \alan
#8180 UaouWnssolU auinfoarinazaiuayivflo adsorbent 1.5 <. iAfloy
‘silica gel damLfluaMu (lwUSinaaioufldn) maudnsfnosnisuun Tsu silica gel
flans L pfiovogfiaslu column UsUAI WL Suu 1A MMUARIUL ua% elute siau hexane:

3
ether 80:20 (dny1dauinuUSunms) Lfudnsazanunfane 10-25 o,

011297
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3.1.4 Preparative thin layer chromatography (PTLC)

\nfun plate Tmuld silica gel 9fimifluamumufidvia TLC plate
S 60 nsn Legafulandu 120 du? «nl8 Desaga spreader FUSUMTR213UA
0.75 uu. tASouvnuEuuUAIEunR 20%X20 ou. LA chromatoplates 3 weuw A4vumna

Ualuouflgomg 105°C 30 wnfl 1fwl9'lu desiccator

azatudnsauttaiiazanufliiddn lduaomuadd B Wiasdoonun1fn
vou gaansazanufifidnsdaman 30 un.  Adansasuw chromatoplate wiiduunufl
18nfldn UMt uAe (Lani) 9 ethyl acevste : benzene 20:80 (dhsa
danlauUsanns) ussgey Oadtauna soaustayinaratofugafiasesurliosnas 1on
plate aanyvuvs U1l0doq UV Aaranuaandu 254 mm, faafdlddh 1oquehiuna
gu1m 20%20 oy,  9q4vfuun plate mBow plate JusponuaennzUseaam 2 N,
wusay 25% H,S0, vildeuflgpmpn 80°C azUsanguoufislasnysfifidns waludes UV
Ananuonandu 254 nm. Snpfsfodn dudmumstauiivosdns gadaufiflan s 14

yanduy unzdtnauiartazatoflazanudnsiu o 1anfddn

3.1.5 Paper chromatography (PC)

WS s asa svmadamne uaznyportu - TausfaifunasyHon

gramolud

n. NIsTiAstsmmna  L9RUADaT NL AW IVMENI AYOUATLNIN 18D

nszamunsos (Whatman tuos 1 sunm 9x4L oy.) ﬁﬂnﬂauuu163uq S du. 11
tﬂ#OQHQﬂUﬁﬂuﬂﬁQﬁﬂsﬂﬂ éqruutﬁhuﬁasaﬂﬁqqﬁu 4 Jdu. 1aFundsazadveanii-
MIANIATIIH Tmuuady glucose, galactose, arabinose, xylose wa: rhamnose
atneaz 0.5% Tmurfwa¥nlu 10% isopropanol 1flaJosmh bacteria IARITARLANY
damamasganiUfout Aoutudns U0t unmsansruon dutnAnonans 10 oy,
g1q 48 oJu. éaﬁuﬂhﬁﬁuﬁhﬂﬂazaqu n-butanol-benzene-pyridine-water (BBPW)

Iudnsadon 5:1:3:3 TpuUSineas sifiunisriauuu descending Udou ity nazany
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Fuoonuonnsemy TeufslaUszanm 18-24 o L9100nUIYTIIUNY WUAIUANSRERNY
‘aniline hydrogen phthalate #vin3uueinnisasane phthalic acid 16 n¥y u
aniline 9.2 ﬂu? n-butanol 490 ﬂu? ether 490 ﬂu? uneifn 20 du? WA

1Wouflgamgf 105°C 5 wafl staumbsdishiamnaas tOumfamia. Wsnauns wsedandaon

. nﬂrﬁxnrﬁzﬁh$mazﬁﬁu Wﬁhssnﬁunvaédﬂmtﬁuqﬁuwuﬂn 21%28

gy, A0Mudeatntdmisaineoy 2 dn.  sunuiUAINE 2 YL AYoen BuRE e d
QYRR TUNL AN URRzIAMI e 3 2. Naunszawifugunsanseuan 1 Juslouanudis
a9 W ldud s unars snseuen Vdunn duenane 17 eh. g9 32 Ju.  dafldnsy
a¥anu acetonitrile : 0.1 M ammonium acetate (pH7) 7:3 oygs 1 ohu.
sftfun sriauvy ascending Udouauﬂhﬁqazaqyﬂuauﬁqfsﬁbﬁﬁndqvauuu 1 oy, 101
oonI 1M uNa ﬁuﬁau 0.1% ninhydrin 7w acetone wW~lWouflgamgd 105°C 2-3

u R ﬁﬂuwd4ﬂﬂn?ﬂasﬂiua507qngtﬁuﬁﬁqa

3.1.6 Ion exchange resins (#ouunion cation wsr anion 29n81n

a1y TausaLAunt sUfUBRasiolud

19 Amberlite resins IRA;400 (C1) wosu$¥n BDH Labaratory
chemicals Division Poole England 10w anion exchange resins nou'ldsos
udnay 4N NaOH f319Ansfu ansnauiln deionize aumuagNERn e (AsaanIy’
phenolphthalein) uAuss9aslu column fukngudnany 4 o, w12 60 o,
Turiaua L fuafufun s1in column chromatography AduUSumans 3.5 wun. o

resins 1 nsw 1o deionize 1Ju eluent

19 Amberlite resins IR-120 (Na) 10w cation exchange
resins wdmau 4N HC1 Aal9mnafu ansmauifq delonize aunum chloride (msas
mIvdnsarany silver nitrate) Us 59834 column 1dUSunmidas 7 un.  #lo

resins 1 nsu 19Wn deionize 1Ju eluent
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3.1.7 (p¥osfionas L aflsthen

ans Al laun hexane, ether, chloroform, n-butanol,
acetone, ethyl acetate, methanol #a% n1iJuvfln commercial grade mos

Wamandurondi ane
wamiaonivalTnuly Fisher Johns melting point apparatus

UV spectra Uuilneauimfpe Double beam spectrophotometer

Model 220A wosu$¥n Hitachi, Japan.

IR spectra dﬂﬂnﬁQULn§a4 Shimadzu Infrared Spectrophoto-

meter TR-440 waqufvn Shimadzu Corporation Kyoto, Japan.

NMR spectra Vufinmauim¥os Fourier Transform NMR
Spectrometer Model FX 902 woiu§¥n JEOL JAPAN # 89.55 MHz &msu lH-—NMR

wazf 22.50 MHz dmsu 13C-NMR

Mass spectra Wufinnauinfoq MS-21-490B wasu$¥n Dupont

Instruments U,.S.A.

GLC spectra Unfinmauinfoy Gas Liquid Chromatography

Model 3700 wosu§¥n Varian Techtron Pty, Ltd. Melbourne Australia.

quﬂqdqq ﬁ aaniAfos Atomic Absorption Spectrophotome-

ter, AA-5 Varian Techtron PTY, LTD. Melbourne Australia.

3.2 n1ydim (Extraction)

Wi 91 Ws 118 auvafunas L Buauaasn dmsaustafiazaqusin g 9 & scheme

# 2 uazudmiuanisatmaylumasaad 1
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seheme fl 2 misatalustadaunanautarfiazanusng 9

lusn48n ¥ ansfatmanmia (1)
(Thunbergia laurifolia Linn.) vosuds@imna
ether
a158zany ether nannflivde
FELNUUNL. lmethanol
ansfadmmay ether l : l

Ay iufluadifuaien
Anyazany methanol nanflivda

l?s LMD UM lffﬁ'

an sAatmnae r l

methanol (I) dnsfammaamda (11 mnflindto

Ay 1 nfluafsin ) X
o udiBLma




Aasaaf 1 msafnlusn1dmnay ether ugs methanol (I)

atonEd ﬁqwﬁnﬁg;qqﬂﬂuﬁﬁ ether : methanol (I) v
tnss Usanas (8m5) | mundasddms Woastdum | USunas (8as) [Wmtnan sfidmn wlov1dun
(ns) (rAY

1 357.0 | 4.0 13. 74 3.9 3.5 36.30 10.2
2 334.0 440 12.06 | 3.6 3.5 33.25 9.9
3 378.0 L.y 415.53 L.1 4.0 4D .06 10.6
L 322.0 4.0 12.80 3.9 3.5 30.42 9.5
5 | 280.0 4.0 10.30 3.7 3.5 24,30 8.7
6 388.0 5.0 16.10 .2 4,0 41.07 10.6

vau  2059.0 ¥94 80.53 3.9 §94 205.4 9.9

ot
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3.2.1 nasafanay ether

annlusna8mumanae ether 1auldin¥oq soxhlet 1d1a81aMh
dyzanm 1-2 #eav nyoadrsazanufadmls ndild ether sonauuws azlmdnsd

afmaan ether Admwms ivflun S18uqi9y 80.53 nsy (3.9% aanluuns 2059 nssy)

3.2.2 psafdmmay methanol

vnormnludlatanoy ether uasl\Uadhilonau methanol Ymuss
ﬂﬁwaﬂuoﬁuﬁbnﬂréﬁhﬁqb ether szivwls methanol sonmauimfos rotary
evaporator flgsmpfuszanm 50°C azad sdimaan methanol (I) #nwmzivflua
Rsf1 205.4 NS (9.9% aantuuma 2059 ns) waadatordrsTlURzanuludiaeaay
14 9 mn scheme f 3 ussusfiuwwnoonlafammsasfl 2 dastnLQuna srmao s fasio

i

n. azaltvdansatmann methanol (I) m2u n-butanol sudns
. ] (]
azatufanquan 1fousnt ondauflazanvuasluazanulustariasanudoonaantu toadau
AazanulUseinunqut Aoy rotary evaporator azlmdnsadmmann n-butanol

Anwee influa Bt 101,41 ny (4.9% sanluune 2059 nsh)

9. Yronansatnann methanol (I) fMlslazmquiu vo n. W
araquifu methanol fgamgsvios TPuAEMsuuuL Ruatuiuge n. arlsdnsatmaan
methanol (II) &memeiTuansinfluadifmnaion 41.69 nsd (1.1% annluums 2059

nsy)

A. Yatondsafmann methanol (I) Malararuluee v. W
aranusoy methanol uazrMmIrusouisudauu water bath i1fouuntondausradu
uazldazanulu methanol soufloonanniu 1AL AuaMuMYD n. selsdasfazany

methanol (III) 22.27 nu (0.6% 1 nluurs 2059 ash)

1. azanudnsfaranulu methanol (1) #1ldazanuiu methanol
Souluve A. maudindu TAulSLfluatuiuge n. azledasfszarodn dhwme 1Jubos

wSedifmna 7.8 neu (0.4% aanluuns 2059 nsw)



scheme Al 3 udmeimsuundnsfldnnaay methanol (I)- Aaufaritazanuiag

ansfafmmoy methanol (I)

n-butanol
a1syazany n-butanol fifinae
ST muuﬁq methano];
avsfAazanulu n-butanol (ﬂQmMGQMOQ)
(15 nflu28s)
ansaranu methanol (II) d4dtwﬁa,
S LNUUNA | methanol

(51)
ansfazanuln methanol (II)
(85 wflurfdmnfieN)

d158za1y methanol (III)

T & LRUUNAS

ansAazanuly methanol (IV)
(Ans wfluafdmna)

8 indo

i
(F1N)

l

Ansazaudl

. o
T8 LVULU

ansflnzanulunin
(294uT4TmaY

.

Asfintlo

¢e



pisnafl 2 ansfladmmay methanol (1) azaruAaudYIazatusEg v
ed dm¥nansflazany dmtnasflazane Jfrmlhé'\s-ﬁasmu Vantnansflazane Jmﬂ’rlé'wﬁazmu
AT methanol (I) n-butanol methanol (II) methanol (III) Wansu
(nsN) (Nx) (ns4) (N30 (N3
1 75.60 39.57 15.54 10.25 3.60
2 111.72 61.84 26.15 12.02 4.20
R EY 187.32 101.41 41.69 22.271 7.80
* * * *
L.9% 1.1% 0.6% 0.4%

* . o - . .
A lUos L IuER1Aluume. 2059 Asy

€¢
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3.2.3 navafmnaun

Iﬂﬂqm:éﬁﬂm:qqn‘lus-'m&nu.ﬁ'-a'inumn uazsannaniu (aaay

ether uar methanol uay) #amolud

n. Axlustdaunanaodindu nyoenslndnyasaru@ionaaten via
J8n 2-3 A¥qy aufvotdtsaranuanial sandnsazaufinsoela sz inelafioon
1arsfazanotn (1) dmome i Tuvosudsfimng 17.28 nsw (17.28% aanluuns

100 ns™y)

o. aunnluinsdiatanay ether uar methanol uaa naudandy
it mpuBuamisuee n. azlpansfazanofa (II) dnvme iuvosudaffwmna 9.26

ATy (9.26% aanninlu 100 nsw)

3.3 pasuwundns (Separation)

3.3.1 dquflafmaay ether

wondnsflazanulu ether 30 nsi oonidu fraction sha q A2y
A8 quick column chromatography 99 silica gel 60 Art. 7729 Ju
adsorbent uan elute m7u hexane, hexane:ether, ether, ether:chloroform,
chloroform, chloroform:methanol uaz methanol mn"siu Ry 2I9R0UUARY
fraction may TLC sawn fraction Aimfloutuignnauih uaad TlUnduausri e sy

inBoUssanm 20 B Suldlnwangudiy HafelaWnnadn Maudnsluansaad 3

wrarsfiaaannissan fraction 41—55 umasaafl 3 Wanaudn
Ay hexane wmun?aau‘wumms mﬂmﬁtﬂu'zﬂﬂumj anudnivanqe methanol mfwun
wrifudns (1) fdmvneiundngUionfens mp. 148-154°C 316 fafnsw adnsd
azmu"lu ether flivfla 50.53 nsh wuunTnui8ifiuat arlanfndns (1) Bn 533
faAnss Honsaadounay TLC imuld hexame:ether 1:1 wudnidu 2 andouindon
fuoy g93/1an s Al afansslUuonivslaig column dasfmimdoncvuon 1¢ silica gel 60

Art,7743 20 ‘ns' uaa-elute -pqu hexane:ether 90:10 (Fumnfaar 10-25 -alu?
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masnafl 3 nsuundnsfazanulu ether extract 30 nsW maud8 quick column
chromatography ‘¢ silica gel 60 Art. 7729 ifiudnsazany
fraction s 200. du?
Eluent fraction e dns
(BmsadauTauUsinas) Zuosdnsazand|  szivuinde 20 ﬂu?
hexane 1- 4 18 1R infosdou
hexane 5- 9 mfoqun Washusduuna
hexane 10-17 \m&o100u Watufivfos
hexane:ether .
99:1-96:4 18-29 | infloa i indos
95:5-94:6 30-40 | iufles WLV IUERR
93:7-90:10 41-55 Lusosindos | ufngUioani i fua
85:15-60:40 56-70 gaud WulBda1ou
55:45-10:90 71-82 LBuaten Wtsistn
ether 83-90 \nfosdou Yt indos
ether:chloroform
90:10-50: 50 91-95 | 18uaien stadistn
40:60 96-100 | imfosdou NI T PRV AR
30:70 101-110 | 18unien NENTLDE
20: 80-chloroform 111-116 | inflesdon | uhistindios
chloroform:methanol
90:10 117-120 |- inffos Wshfinttos
80:20-50:50 121-127 | inffeq dahifindoq
40:60-methanol 128-134 | inftoqdow WsiBindos
|
{
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annms1Y TLC msaadou fraction sins U?Aﬂ@%ﬂ fraction fl 11-12 udmagm
nax R 0.36 fmuniOudns (2) fraction f 13-30 damaidudns (1) use
fraction # 31-32 udnsganan Rp 0.34 Amualiidudns (3) Saladas (1) W
uunAauAs LBluatuBn 16 afe san fraction Ainfloutiieanaumi usaenuinmau
methanol azlmans (2) 1JuelngUionBunn 120 Oa8nsd &1y (33 90 QAadnsu

warPefidauyoqdns (1) A lduonoanan nfudn 140 Q88NN
3.3.1.1 nsasaadnmunzvoedns (1), (2) use (3)

aannisnedoutfu Liebermann Burchard reagent Usang
sndasfs (1), (2) uaz (3) WAdruaUdouidugigun dnsfsdnntdasaiulafu
hexane, ether, chloroform, usz methanol sou AMAMEMNINIUNIWUAEYOYR

na spectra sng o Sesolud

a1y (1) £ mp. 148-154°C, R_. 0,36, MW 414 use

£
412 (aan MS Wﬁ’M+ A m/e 414 wazfl m/2 412) mqu;ﬂﬁ 1 vy 1H NMR
(8,CDC1,) A chemical shift fl 0.60-2.37 (c, CH, CH,, CH,),3.52 (b,0H),

5.08 (m,-HC=CH-), 5.32 (m, =CH-), mangufl 5 w1 46, =

C NMR (§,CDCl,)
% chemical shift f 11.87-56.89 Usang 41 peaks (C, CH, CH,, CHj),

71.74 (C~OH) 70,98 (C-OH), 117.46, 121.63, 129,28, 129.32, 138.17,
138,27, 139.46 uaz 140.71 (C=C) pangUdl 2 win 4y 3 GLC 9 retention

time 25.40, 28,40 uar 32,16 safl maugU? 20 win 53

fns (2) mp. 149-158°C ; R 0,36 ; MW = 414 uas
412 S Wi M mfe 414 uaefl m/e 412) AuagUfl 7 wih 475 UV W Apax
(ethanol) 4 202 nm. ; IR (KBr) (cm 1) 3450 (OH), 2970-2900 (CH, CH,,.
CHy), 1465 (CH,), 1390 (CHs), 1060-1070 (OH) uax 980 (ﬁ)c=c:§) gy
49w us 3 THNMR (8,0DC1,) 4 chemical shifts Al 0.7-2.31 (e, CH,
CH,, CH,), 3.52 (b,0H), 5.09 (m,-HC=CH-), 5.35 (m, =CH-) maugud 12

v 49 3 13C NMR (G,CDCI3) fi chemical shifts 4 11.86-56.89 Usang



27

36 peaks (C, CH, CH,, CH3), 71,77 (C-OH), 121,64, 129.30, 138.25 ua:
140.74 (C=C) mangufl 32 mua 56 3 GLC fl retention time 25.39 uax

28.90 uqﬂvmqusﬂﬁ,zi i 53

d1s (3) mp. 145-155°C ; Rf 0.34 ; MW 414 ussx
412  (san MS MY A m/e 414 uar m/e 412) pangufl 8 win 47 3 UV n
Ay (ethanol) 4 204 mm. ; TR (KBr) (em 1) 3450 (OH), 3000-2900 (CH,
CH,, CH,), 1465, 1390 (CH,, Cli;), 1107-1040 (OH), 974 (§20=CCp) ana
;08 35 w57 3 THNR (6,CDC1,) f chemical shifts i 0.55-2.4 (c,

CH, CH
13

5: Citg), 3.62 (b, OH), 5.16 (m,-HC=CH-) mangufl 35 win 58 P

C NMR (6,CDCl3,‘off resonance) fl chemical shifts # 11.89-56.19 Jsang
40 peaks (nowrn off resomace, C, CH, CH,, CH,), 71.09 (d, c-0H),

117.49 (d, =CH-), 129.52 (d, =CH-), 138.16 (4, =CH-), 139.57 (s, =C)
mwugﬂﬁ 38 W1 60 ; GLC f1 retention time 28.30 usz 32.12 wuq# mugie 22

w53
3.3.1.2 Hydrogenation

¥aiondnsy (1), (2) use (3) ‘Wi hydrogenation 19
ethyl acetate (Jusavinazany wusz palladium on charcoal (Pd/€) Ou

catalyst udafmsndoyanis spectra wosdnsfiin hydrogenation +u v Famolud

d1s (1) 1931y (1) 80 AaANTN 1da1luganNURANYUA A
23 an  Afmomiandsoaytugan LAu ethyl acetate 15 95 uax Pd/C
8 Nadinsu 14 magnetic'bar a1luean dananwasnlogniva 1daqnﬂﬁﬂyuvnagn7nu
tiaunad hydrogen yﬁﬁnﬂqwaaﬂﬁqnqd waausauoen via 9 M 2-3 avs 1 fon
o Alugangnumifuan usa81ussame hydrogen 14lugnTanodunas damaomin-
e YwasdluFfiun magnetic stirrer AalaUsennm 15 du.  nyolton Pd/C oon

wqéq7asaquﬂiﬁﬁﬂrs1wu1dﬁnﬂﬁasaquoann?awda Faf L wnnudn sxlaudneas usa
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ANUANIMNA0 methanol dwmalvidudns (4) 1y NMR (6,CD013) fl chemical
shifts 9 0.54-2.,37 (c, CH, CHy, CHy), 3.52 (b, OH) mangudl 6 win 46

wRan NN ses2adounay TLC Usangidu 2 am 4 Re 0.61 umz 0.35 mausM

g1y (2) davs (2) 50 DaAnsy \Wvfn hydrogenation
pauSns LBty 10 PA/C 5 NaAnsy azlmdas (5) TH NMR (8,CDC1,)
chemical shifts # 0.65-2.2 (c, CH, CH,, CHy), 2.52 (b, OH) mangudl 14
wua 50 13C—NMR (6,CDC13) fl chemical shifts 12.01-56.52 Jsang 29
peaks (C, CH, CH,, CH3), 71.39 (C-OH), 7.81 (C-OH, trace), 121.68 uaz
124,79 (C=C, trace) mqu§Uﬂ 4 w145 ; GLC retention time 29.22

uaz 31.24  wafl maugufl 26 vun 54 ; R 0.35

A5 (3) 9815 (3) Smau S0 Nafnsy rin
hydrogenation 1¢ Pd/C 5 Qafinsu azlmans (6) 8 Rf 2 fq vy Rf UK
A5 (4) Mo 0.61 uaz 0.35 ; GLC 4 retention time 28.54 uaz 29.88 wnfl

AUl 42 win 62
3.3.1.3 PTLC w9315y (4) use (6)

a1 sy TLC wosdis (4) uar (6) wuanfl 2 anuun
vnathmoeflazyin PTLC s &4 n1suundns (4) wae (6) Ymuyin PTLC #abla-

ud

\
A

d1s (6) 9Ans (6) Sman 50 NaAnsy wunise PTLC
1su?lY ethyl acetate : benzene 25:75 1{u devéloping solvent lmans?d
Rg 0.61 smaw 10 Qa§5§w fvun i dudns (6A)'1H NMR (8,CDC1,) 9
chemical shifts | 0.88 (m), 1.26 (m), 1.52-2.38 (c) mangufl 15 win 50 -3
GLC # retention time 28.47 wafl sagudl 43 win 62 1flosanndnsfusunmioy
snn farth T3¢ MR Taile danansfg R 0.35 Ad e 30 Aadnsh fwuniv Ty

A1y (6B) by NMR (G,CD013) 9 chemical shifts # 0.69-2,31 (c, CH, CH,,
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CH,) uax 3.60 (b, OH) Rangufl 36 vwun 58 3¢ wr (8,CDCYy, off

resonace) | chemical shifts | 12.01-56.90 Usarig 26 peaks (nowrfn off
resonace, C, CH, CH,, CH3), 71.31 (d, C-OH), 126.31 ua:z 142.66
(s, 2C=C]) maagufl 39 w1 60 ; GLC # retention time 28.47 wafl maugudd

44 yyn 62

Turtuae L fluaii lauundns (4) 60 Aadnsy 1Tudns7ia
Re 0.61 dqﬂﬁqnﬁqﬂb«Rf wo1d1s (Gal fAsmau 20 AxANYH Ammuaidudny (4A)
Basandns  (4A) uws~ (BA) 1drmautu uaadalura lH NMR (¢,CDC13) |

chemical =hifts f 0.88 (c), 1.26 (s) uar 1.54-2.27 (c) mangufl 15 v

50; 13C NMR (6,CDCl3) fl chemical shifts A 11.48-56.90 Jsang 46

peaks (C, CH, CHZ’ CH3) 125.33 uasz 143.61 (¢=¢) ifosarnfiUsunomiounnn

peaks #4f intensity stn faudmalugud 33 wmia 57 d2udn 7 Re 0.35 1a

13

32 feAnsy dmunvidudns (4B) C MR (8,CDC1,) f chemical shifts 4

12.01-56.87 Usang 44 peaks (C, CH, CH CH3), 71.31 (C-OH), 71.39

2’
(C-OH), 126.31 uaz 142.56 (C=C) pangudl 3 wun un

3.3.1.4 Jaya spectra ®©94 authentic samples

g-sitosterol mp. 137-8°C ; R 0.36 ; MW 414
UV W AL, (ethanol: fl 203 nm. ; IR (KBr)(em ) 3430 (b), 2940, 2880,
1465, 1387, 1038 uar 960 mangUd 10wwn ug i or (8,CDC1,) 4
chemical shifts # 0.68-2.31 (c, CH, CH,, CHy), 3.52 (b, OH), 5.35
(m, =CH-) mingufl 18 ‘w1 50 3 13C NMR (G,CDCla) fl chemical shifts 1
11.99-56.79 Usang 26 peaks (C, CH, CH,, CHj), 71.77 (C-OH), 121.64
(C=CH-) uav 140.74 (OC=CH) maxngufl 29 win 55 ; GLC f retention time

28.88 wafl mangufl 24 wun 53

stigmasterol mp. 169-170°C ; Rf 0.36 ; MW

412 ; UV W X__ (ethanol) fl 203 mm ; IR (KBr) (em™) 3350 (), 2970,
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2900, 1465, 1390, 1065, 1030, 980 unr 969 mraguf o win 48 ; 'H MR

(6,CDC13) 9 chemical shifts f 0.70-2.30 (c, Cﬁ, CH,, CH3), 3.51 (b, OH),
5.09 (m,-HC=CH-), 5.30 (m,)C=CH) s-iugudl 16 wmin 51 ; 13C NMR
(§,CDC1;) £ chemical shifts f 12.05-56.87 Usang 24 peaks (C, CH, CH,,
CH3), 71.77 (C-OH), 121.64 (>C=CH), 129.25 (-HC=CH-), 138,25
(-CH=CH-) uaz 140,72 ()ngH—) mangud 30 w55 GLC 9 retention

time 25.38 wuafl maugufl 23 wiv 53

stigmastanol lmaan hydrogenation waq

- (ethanol)

B-sitosterol w§o stigmasterol, Rf 0.35 3 MW 416 ; UV n A
# 202 nm ; IR (KBr)(cm 1) 3450 (b), 2900, 2890, 1470-1460, 1380 uas

1050 mangud 11 wvn 49 TR (8,CDC1;) & chemical shifts A 0.65-

2.31 (c, CH, CHZ’ CH3) waz 3.58 (b, OH) mquzﬂﬂ 17 W1 51 3 13C NMR

(8, CDC1,) % chemical shifts fl 12.01-56.54 Usang 26 peaks (C, CH, CH,,
CH3) wa: 71.39 (C-OH) mﬂuzuﬂ 28 w1 54 3 GLC l retention time 29.18

Wl maugudl 27 we sy

a-spinasterol R. 0.34 ; MW 412 ; GLC A

retention time  28.22 wnfl maugudl 25 ww 53

ergosterol mp. 160-3°C ; Re 0,35 ; MW 396 ;
N owr (8,(DC1,) fi chemical shifts A 0.63-2.45 (c, CH, CHy, CH,),
3.61 (b, OH), 5.20-5.57 (c, C=CH-,-HC=CH-) mangdfl 37 win 59 ;
B¢ nr (6,CDC13) fi chemical shifts # 12.09-55.80 usang 20 peaks
(C, CH, CH,, CH3), 70.44 (C-OH), 116.32 (JC=CH-), 119.59 (CC=CH-),
131.98 (-HC=CH-), 135.55 (-HC=CH-), 139.77 (}C=CH-), 141,26 (}C=CH-)
mqugﬂﬂ 40 v 61 '
Aszléergpstenol \ns1n hydrogenation wos

ergosterol, R. 0,31 ; MW 400 ; TR (8,CDCL,) % chemical shifts 7
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0.69-2.31 (c, CH, CH,, CH,), 3.57 (b, OH), aaugufl 37 wuh 59 B¢ ar
(8,CDC1,) A chemical shiffs fl 12.81-56.83 Usanpy 24 peaks (C, CH, CH,,

CHy), 71.27 (C-OH), 126.31 us= 142.66 (3C=CJ) aaugudl 41 win 61

3.3.2 dauflafmaae n-butanol

nsneaosfl 1 azatvdrsfazatulu n-butanol 3.22 nsy mau
methano) 20 du? Wi qun water bath suaratovum nyoquR21fudtsazany
Zdmaaion 4Pl Wanudn axlanfnldguiFu uar g8 infusuiudns iviluafdamna
1o 1 HouuAnd v ammaonivian Usﬂngiqamnnﬁaqniq 340°C oy livaouivan
araulaflufl uasneznowsn aMudnsazaiy silver nitrate udmednfl C1°

+
prnouas L Bundivloafudnsazaney sodium coboltinitrite wdmegnf K

nasneaosf] 2 Waiondasflazaiulu n-butanol 6.84 ndu U
* - ~ - LA
azanutu methanol  fvtalwusaAsqnfannflge ny 04dn sazatuuaURou 1 anudn

iﬁuﬁnﬁnwmsLﬂuoﬁuﬁbﬁiﬁﬂunq7ﬂﬂaaqﬁ 1

n%vﬂnaa4ﬁ 3y oiraisflazanulu n-butanol 25.04 nsy W
. * * . Vo .
aranumay chloroform uwa: methanol maussU uaqasaqudqﬁtwﬁaoununﬂ
nsosarsazanudn uaawondmay activated charcoal nsosunatfiudnsazanofindas-
L U & v v . v .
20U WUsstquaﬂoﬂqazﬂquaan§4ﬁ417ﬂunnuﬁﬁinuﬁnﬁhumsxwﬁauﬁwu%uannmaaqﬂ 1
* * oo
wUitondnsaeany chloroform uar methanol #AlAvasunnn hydrolyse Tmuifin
3 3 -
methanol 20 @u° uwaz 2N HCL 3 o3> ¢ ether adrmansSunooonannthnia
v . * . .
Jaoulnansazany ether mnuéin dquflazanulu chloroform azlmdnsivwfluaou
“ . ; * . -
Al maLon wardaufaraiuly methanol 1981 s ivflua S wnaduudneos L nfoofunfu

Miuanalu scheme A 4

* - LY w -
vuruflani s vdsaAsandn tpuudlau sodium sulfate Asifn
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scheme fl'4 AyUnisneaosfl 3

#15fazanulu n-butanol

*
chloroform
Aa1sarany chloroform fadnao
*
+ methanol . methanol
+ 2N HC1
a5 ivfluaguBiimnalL ou
Y
* )
8158281y methanol 8l inao
+ methanol _ Jﬂ, nyoA
+ 2N HC1
4

nfin** l 1

Arsaearuda  Hsflintio
+ 1

+ charcoal
AN, NYD3

A sazanul mlosdon

Trivy

*%
ufn

Y Ivg chloroform uss methanol #A19fvlwIsaAaaminnqe
nsAmILazHafalaMu sodium sulfate lsifa

x ufngy 18 uazfnfusudn s infua@imnaten indouty

udnfflasannisnaaoad 1 nasd hydrolyse éﬁvﬂzaﬁu

methanol us294fudnd 1oss1n methanol efhfwu

oy Y1 WMazanuudniioonunaay
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nsneaoafl 4 watondrsflazanuln n-butanol 45.60 nshy s
ararumudindu nrotuaaifudnsazane uq1U7stu1deaanTmuﬂﬂ'rotary
evaporator laufnivfioulunisraaesfl 1 Yutudns infloaBifmnaton Wi ien
Radivllo  Mluazanuvdh Wazanomae chloroform* nyos L fudnsazany uaadald

] i v o
senglasfiviiazatvoon azladns iwiluadfmnaten

nisnaaasfl 5 Waiondnslazanulu n-butanol smiau 11.42 nsyy
U hydrolyse mau 2N HCl Tmui8ifluafufulunsnanosfl 3 1auSndhweet fuaiy

fUlunasnaaaaf 1

nsneaoefl 6 WalodrsAlsranyu n-butanol 9.30 nsh 0
wonisy quick column chromatography ¢ silica gel 60 1T adsorbent
uSH elute M9y chloroform, chloroform:ethyl acetate, ethyl acetate,
ethyl acetate:methanol, methanol, methanol:water us: n-butanol:acetic
acid:water (BAW) .fu fraction az 50 du? Wauwnar fraction lUmyasdou
mau TLC sauwanflivfloums szivivdnsaraivoanauivfoUssanm 20 ﬂu? Fafiala
Wanudn Frudnslumsaafl 4 srsdnsflasanmssan fraction 13-15 mau
hexane warmnu&naay methanol lanfAngUifufena 10 AAANTM Re uRz mp. van
wmnsauanidudns (1) daualinann fraction A 85-138 fdrwme iufoulalunns

naraed 1



pagnafl 4 s uunansPazaauly n—butanol 9.30 nyy naU quick column chromatography 1¢ silica gel 60 Art, 7729
\fudnyazany fraction az 50 ‘2]&1:.3
Eluent Frumzans ;
(Fyadaulnudsunns ) fraction SUBEER PR L] szivunla 20 <Jdu.
chloroform 1- 4 \vfosoou ULEIRY LR IR R
chloroform:ethyl acetate ,
100:0-90:10 5- 8 o dou UBERR LR R 2 R |
90:10 9-12 o1 203 18189 C
90:10 13-15 g ooninfos HAngUL Favudn s Ad f._\-‘\\;/ .
90: 10-80: 20 16-19 #1- nlloa A5 1udluafivn 2\ ¥
70: 30-40: 60 20-32 ¥Un Ay «uflya8dn \
40:60-10:90 33-44 tvSos00u Ay ivfluafindoa 2
10:90-0:100 45-57 1vfiaa Ansiuiluafindoa
ethyl acetate:methanol.
100: 0-90:10 58-61 1 Lo Anyinfluafidn Lo
85:15-40:60 62-70 LA dasivfluafida
40: 60 71-8% o uBngUs SuuarSivfusiudn s&lmna
40:60-30:70 85-91 o1 uﬁnzﬂtﬁuuaz&wﬁumm s&lmaa
30:70-0:100 92-120 Yoou ufngy L Tuun =8 infuuvudns Slmna
methanol:water
80:20-50:50 121-138 DGR ufngd 1 Fuun =8 infusdudasiamna
139-158 Ynoou A1y Lvfluaflmna

BAW = 4:1:5 .

he
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Aisaafl 5 AyUnsneRos 1-6 wosdnsfazanuly n-butanol

NI NARDY M.y © NITNARDA
(N$N)

1 3.22 pnufnily methanol

%
2 6.84 Anudnily methanol

* *
3 25.04 wunimunisaeanuifu chloroform methanol use
Wandu mugaMu

. *
4 4.60 wonYmumsazanufuand chloroform mans s
5 11.41 hydrolyse mau 2N HC1
[ 9.30 wunimy quick column chromatography
§IH 101.41
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3.3.3 daufazarulu methanol (II)

msnaaoadl 1 WaiondrsAezanuin methanol (II) un 2.02 n¥
L d * A « L4 - L d
ararumqy methanol nypalsdnsazaru@iwmaaton Hal2vanudn 1au8ngdi Suuae

gU inBusunfiuans influa@ifen auvflowlunisnnaosfl 1 Taade 2.3.2

msnmaosfl 2 Wiiondrsflaranulu methanol (II) 340 Nl
21 hydrolyse mau 2N hydrochloric acid iduiBuamutunasmanosfl 3 lueo

2.3.2 laufndnuee Ruatuiuflaan nnnsnaosd 1
3.3.4 dquflazanulu methanol (III)

msnaasfl 1 Wt ondnsflazatulu methanol (III) 1.77 nsw

uqﬁﬂgﬂunqsﬂﬂaaaLﬁutﬁuqﬁbnﬂsﬂﬂaaaﬁ 1 Tua9e 2.3.3 1auatduiBuany

nsnaaesfl 2 dUidsAazanulu methanol (III) 3.02 ns™ an

AL ANNISNARDS Lot Bluafutunasnaaeasd 2 %uﬁaib 2.3.3 1ouat gl fluaty
3.3.5 douflazanuluiandu

nsneaadfl 1 datondnsAddenauifa 2.02 sy smzaamia 15 ﬂﬂ?
nsotuandnyaeanuffmnafflaun 1 fn 2N hydrochloric acid 3 du? 1917
pauw water bath 20 wafl Aovpouse Y ldlmiaune unasuaaafials lausindlou

nsnaaosfl 3 Liage 2.3.2

nsneaesdl 2 Wit onansfdtnaufa 0.86 nsh umwon&Aaunasan
#fu activated charcoal nyovlpdnsasanufimnadon seavolaifnoon azlaudn

s U1 Tadugud indunvudn sl mn aoou
3.3.6 pasuundnsfatnainilusnsdnnqoda

s funsnaaot Ju 3 noumauii nouus i dun snsanes L Auatudns
Aatmnauia (1) noufldost RuaMudn s azanuflddnaudinunss uRznougsmaumaRea

fuansfadmmauria (IT) Faflsnuaz 1 Sundamalud
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nsnaaosd 1 W ondnsAdadmnaufa (I) martnasneaosfaso

(1) azaruvdnsfAadmnsoa (I) 1 nsu nausfq 25 du? nyodls

Arsazanulaflwnaion Waisazaufdnedou cation wae anion she 4 Maudes

Tmasaafl 6

mis1fl 6 udminasvmdou cation uar anion
cation reagents Na
.H
Pb - 6N ammonium acetate + 1N potassium chromate -
Hg++ stannous chloride solution -
.++
Cu 0.1N potassium ferricyanate -
Fe 0.5M potassium thiocyanate -
Mn++ 6N nitric acid + sodium bismuthoxide -
.}_*.
Zn 4N sodium hydroxide + dithizcne solution -
Ca++ 0.1N ammonium chromate + 0.4N hydrochloric
- acid wA2tu1gHivadin guq nfiR Sy
kt 6N @tetic acid + sodium cobaltinitrite 4+
Mg++ 4N ammonium hydroxide + sodium dihydrogen
phosphate -
Na+ zinc uranyl acetate solution -
anion
SO, 6N hydrochloric acid + barium chloride A ladnAgaz g
1&nvioy
Cl 6N nitric acid + silver nitrate solution +
NOS conc. sulfuric acid + ferric sulphate -
Poi 6N nitric acid + 0.5M ammonium mélybdate -

(2) viams acetylate ansffamamauifr (I) Tmotddn sdduns

v v .
UsnAanmin 3 nsi unluari8um wastenu sodium acetate Msapanmla 2 nsy
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L 3
1484 ueanMInaN ouam 50 <. 4Bn acetic anhydride 20 du? reflux wu
- * 3
water bath wu 4 dy. u82inasiu beaker wunm 100 oy, ﬁu::a&ﬁuﬁ#ad
Auafafale 40 uafl nyovlmmsnowmuauBinnaion Aarsnenounsuia Wt oanznou

Al rean ol azanut Sugdudastolud

- azaqumay ether 1flaszivelddnriaraculnansiufluag-

LR

- araqumqy ethyl acetate iflosziveuldimylaszaunasnn
1By ether asly azlpmznouguiviwaa nyoslsncnow nae Bunfimaa 1o
ﬁ; & W -~
nrnouflunazanu ethyl acetate BSnasawfls uavsziviuowosam 18n ether Bn dns

' - o o :
Ara1uazgu Ny o lRAn s tufluafivan sl eufiAns e AWNS 04

-~ ' -
- sranumqy chloroform fose imelaarinacanvoon 1ndns

1vfloa81vfoq

(V) ] -~
- mzanumqu methanol ifovevuladaiiaearuoonindny

wnfluaBimna

(3) ¥arondnsatmmnaua (I) 0.5 nsy azaqwifn 0.5 du? J
nadownnsnozfiu Tauld PC sfnifunt snadounisiage 2.1.5 19 acetonitrile:
0.IM ammonium acetate (pH7) 7:3 1Ju developing solvent  wuanfifuas

Rf ' U histidine, glycine, serine ua: methionine

(4) Yapondnsazanufimn amino acid wavlunmdounnifanamo
1nud PC siniQumsnadauaissfaeo 2.1.5 ¢ BBPW 5:1:3:3 1Ju developing
solvent WAzAYINAOUAIWNITWHANSRzany aniline hydxogen phthalate~ﬁ%nﬂ7
naaoadnafy wsliudow developing solvent 1Uu phenol Aduranauifn wuand Rf
waz8inaiBusfu glucose wonannfihfwnadu witUsuasuauunn Wﬁéﬂunfnuaniﬁ?ﬁ
1 9mdmnaeesly

(5) WarondnsfAananauia (I) 5.09 ns azrawdn 50 du? ]

tlny anion exchange resins (IRA-400) 332 ne% mand8%uwhmen 2.1.6 Useyam
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2.3 m¥y LFuansazanofla s muladn anindoUssanm 50 oo uaathusoly

Y4 cation exchange resins (IR-120) 300 nsu Uszwuam 2-3 Afa 1fossine
Tadrauune arlaans iuduafimaaion 0.8 asw (2.7% aanluuns 100 nsi) dn
Ans Ml adlunadovmnlwnauar ns Aoz ANN35lu0 n. wuanfiimna Rf na
\Ayefu glucose, arabinose, galactose, xylose uacr rhamnose uaxlﬁwunsm

e 0Tl ud 2]

msnaaesd 2 lusnafauvs 100 nsh auffuiiandu nsosazladns
aranu@imnaten vad1lmiaudnsazatufany samdtsazanonauuala 920 ﬂu? LB
Arsazany 10% lead acetate 50 du? YrlupuUs s 20 wnf nsoImznou
tannin fs azlmaisazanudiudas 830 ﬁu? NN hydrogen sulfide =aan
Kipp's apparatus adludrsazanofl (Ronnnznou lead sulfide nsosmznous
foon mulan® hydrogen sulfide uu water bath arlmpdnsazanufivfos 400
ﬂu? wusdnsazaiufl 100 ﬂu? 1UALAs1 2vvn cation TawilYLASos Atommic
Absorbtion Spectrophotoaeter (AAS) Faudnalunasaafl 7

ﬁqnaqéq7a:aﬁuéquﬁLwéaaﬁnnq7uuniﬂﬁLﬂ?ﬂsﬁﬁqsq@ suau 300
ﬂu? sz inglainoon arlaans iwfluadiienag (ot onansifluazanuaoy ether*,

* * . ) oL )
chloroform ua: ethyl acetate ERER wﬁhaqnssquiaﬁaﬂqauaquéauﬁ

*

* . , )
aranglu ether 2on aslpans iufluadinios dquflaranuiu chloroform WAL

* N _ .
ethyl acetate arladnsiufloddivio 00U



Aasaafl 7 1Wos 1Tusioasnasing 5 unTauly AAS

. W mrnlunn 10% lead Ansazany AAS (%)
nfad * acetate <
3 + ++ + ++
() () (ehis) K Mg Na ca Mo Zn

-3 -3 -4 -5

1 100,00 80.00 400.00 22.00 0.30 7.8%10 5.2%x10 7.9%x10 10.8x10
2 200.00 160.00 250.00 12.50 0.21 3.8’410-3 3.2’(10-3 5.0><10J+ 5.0><1O-5
L b L ’ A ! -3t -4 -4 -5

3 300.00 200.00 530.00 17.70 0.27 L,0x%x10 3.9%10 6.0x10 5.7x10
-3 -3 -y -5

Z average 17.40 0.26 5.2%10 4. 1%x10 6.3%x10 6.8%10

* -~ L} Lt . R ld
vuuing  ansazatufinyoy lead sulfide uwaveulsniw Hydrogen sulfide ua
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nsnaaeafl 3 wunansfladmasofa (II) sonidudauw q faudnslu

scheme A 5

Ynonansfadmaoua (II) 17.28 nsu \Wazanufu methanol
wontondmflaranolUssivela methanol son arlmdnsAazaiuiu methanol #nwee
AvflunBdoeng (Sudmiuivsioniuansfadnnaodn) (Bnfiasluazaioludsd nsosln
dnvazaiufidimna LAn acetone éﬂrasaquaztguﬁu L As o lUaumznowlsinnoonun 8n
wa21 By ether 1folWninownnoonsndn nyoladnsaranufdmne MRNUTET LY £ 8
13 \pdrsnfuafiwmng daunznonfimiafifauuns eamvnyosansoonnand idoszine

1shfroon 1sd1sinfluruasOudngudinduanu

’ L B - ]
Yo dufluseauly methanol unaeR1uvn unansy oauundauf
o ~ \ (]
Rratuoonun wadilusziveivean LAY methanol «:zfinznouyu wontondauflazany
' ) ] v
wazldNazauoanan Nl ¥ o1 dmfliaranuly methanol Wil nyos uRaLlw
U ]
acetone war ether aslUluansazaiud arfldmuluazavuunoon fnumerdunznou
LY w L Y - Vv - « -
AR ararulafludn LHosz inuladioon arledns iduiniaudeiusazMimnaten
U -
LR BURLE Wt ondauflaranulu methanol W= ivelafnoon LBsnfandu nyoe - uRa
J [}
18y acetone us: ether aqiﬂ%uéqsa:aqud’uuntoqéquﬁiunsaﬁuaan1ﬂa:aqu%u&ﬁ

+floss imotroon aslndnstSul nBaudaiusa efimnaion AudngudinBusui§miou

W ondmfldaranufaly methanol wazdvluazanurfu ethyl
acetate, chloroform uaz ether mnnsnsfu vfos s 1mudnsazanuurazIAnlvaan
LA lY arlsansfaranolutartiazanofadnn Sdmun1Tudn s influalaiidugy

uin



scheme f 5 uwaminisuundnsfAdmmannda (1I)

ansAammanmia (II)

methanol
ansflaranulu methanol _ dquAluarany methanol
'lﬁqnﬁu, ns.09 i 1an§u, nya
lacetone, ether, nsas- l
l d1vyazanuwn daufliazanendn

nowaui sazaufiivio
prnouluiiinne  A1vyazanul 3 methanol, nyos ethyl acetate

laqu‘u, _— | | |
l . l l SEIVY l

l?ztwu frnoulvmne A58y ansivifluadiviiaq A g zany
] ST IVY chloroform
.. Yandu, nsos :
dny wflua@iamn adundngudinfon 1 ’
1, .
&ﬂn n B
acetone, ether l MM, nyoq ‘_7 1y
U L
ns a4 acetone, ether Ay iuflulfuflos dquluazany
l l ether
. v sTivy
prnowuddamne  Arvazanrufiivlor Aznauu Arsazarufindos I l
- 1,
Wanau, nsyaQ . 0 ‘
’ Wandu, nsos A1y wnfuadvdos dquluazany

TN
¥ v sTivy

L ndaudaiUsn s Bfmnaien LnEaude 1Usn e @mimaa L gaundn U indus

¢h
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