4 4 dezfl v : .
2¢7 t@BIDWDUACAITIAUNLD ST TN

2e¢1e1 Column ﬂxromatosranhzh

’l'n Aluminiun o=de S Stendardised for eolumn chromatography

ﬁﬁdllﬂ']:m Riedel-De Haen AP.. Seelze Hanmover lﬂ‘u adsorbent ﬁ'm

v [ 3

y,

column ﬁ1ﬁtﬂu coltimn una ﬂﬂﬂﬂﬂ?ﬁQﬁuﬂlﬂNﬂnu ﬁaﬁumﬁauuatruqtan
. 4

naﬂuaﬂuuwauu clip Sauutdaa nﬂuu737 alumina Taaqatﬁnuautwﬁ

Voo alumina Twonanldiy solvent la solvent aellrzuam 2 lu 3

L 4 v B

| B 74
959 column ypa uaangy 4 Tasreaagbont a9 lunaniTuanneams  tev
3 ~
049 adsorbent 1uanﬁ%aoan Satde clip T solvent 1lwanan subwua

| lll

989 adsorbent (MBLUMY R ciip uaaaQtwaﬁtmnaonqruunae1ﬁ

2+142 Thin Layer (‘.‘.l'u'mm:ad:ogra.phy_5 (TLC)

»
o ‘hg Aluminium oxide DF for thin layer chromatography %94
n?ﬁ'm Riedel-De Haen Ag, Seelze-Hannover ify  adsorbent NITVY

L4
chromatopflates ‘1% Desaga spreader mimﬂﬂiﬂ‘ﬂ alumina 50 gm aay

¥

] '
PNy 44 mi. Lﬂuqﬂuzmwnu 1-2 U tm1ﬁ spreader mﬂrnﬂn adsorbent
’ [ §

ﬁmwuu'i 0.25 mn :1.?1 chromatoplate UIN 2010 oM FIUN 7 uou _
] v v !
o]

ﬁaﬂu1nuuqmamunuuaaﬁr,nﬂm 30 unil uaaTe  activate Tﬂuanmqmmnu 100 =110
4
an 30 ur¥ tinlalu desiccator tiaunTunlagwii TIC
solvent system m'im 50% (¥/V) ether=petroleum ether, 2% (W/V)

methanolechloroform



| 7 T | ¢ 7
Detecting agent ﬁwﬁlﬂun 2y7=dichlorofluorescein sclution

4 d L v
(0.2% in ethanol) 7T4LN8 spray adUU chrumatoplates #lagn develop

v v ]

v t v ]
was selwwnilyouuas ov uToemlarreziToudy  wiluifiuidy spot mag o

2143 Infra-red spectral?®t

- ~ ¢
s -

4 4 Ve
LATRINAY LRD Microspec %989 Beckmann Infresred Spectro-

photometor Model 1325 Cate no. 132501 ¥ Uar Unicam SP 200 G 984
. [ ]
VT Unicam Instruments Limited, Cambridge 4T RN IR-absorption

[ ]
naon vty KBr pellets | 43UNIINS190NLU: Absorption peaks 999

¥ . k. ' 1 1
A17uY Wﬁgﬁlﬂ?untﬁﬂunn standard characteristic peaks ﬁﬁagqu

Literature

2e1el NYTWNTANGBULYNGY (Melting point)

v 4
1ﬁtﬁfﬂdﬁﬂﬁﬂe Fisher=Johns melting point apparatus

2¢1e5 MUY  Specific Yotation [5(]

L7 J J
Ta1n709iln polarimeter “494178h © Bollinghan Stnnley Limited,
4 ty
London Model D, serial no. 632494 YNEIIANBINTIZNA faKZITﬂazaﬁu1u
»

chloroform ua1nrrj1uuaaﬂuﬂ1 2 am

241.6 UV=spectra .

4 441"4 4 :
LATEIUBNIEME Model 124 double beam grating spectrophotometexr

Wz recorder model 56 UDJUTHV Perkin-Elmer
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$ P
ﬁilﬂ%lﬁ?ﬁ:uﬁ Australian Microanalyticul Service irziud

=
1RALlATLAY

2¢148 Alkaloid reagents

2/
Phosphotungstie acid e phosphotungstic acid 5 gn azand
| 24
Tuwr 100 @l
v > - v

Picric aci@ 193" razenuduiqnad  picric acid luih

¥
Wagner's reagent 1% iodine 1.25 gm Hag potassium iodide

» r | %4 t 74

2.75 gn  azeAu WY 5 ml Ruazasuuun wadwrinidudnsazany
100 ml, .

[ T3 } °4
Mayer's reagent Ig Mereuric chloride 1 ga- azaryiuni

v 8

>
100 ml n@aR@Y 9 LAUBan potassium iodide Jazuay Y

Jq'! e =}
AZNBUNL NATURTILTRRSATUBULANDA

2&1-9.&22‘2 ent | b
By | W2 v, 4 v ¥ o
Solvent | J1% lunTAuAYILALD | petroleum ether| bepe 65 = 707)

v | I
benzene, chloroform, ether, alcohol, acetone etc. gquanlylasin
y. .l"l [ ll‘u )
reagent grade lntatedlundunautaalifls @i reagent Hlannuamiu

) By
tusiin  analar wagu



2.2 Mrifth (Extraction)

- o y.ﬁ u' g - " d
mraflergrreensanlmszoen  lastdunarfena il e Lulrzoen
o v

g " o - . - v
anmnuanlwume vaaztdun uaniliginl nudfusdas Tufvazatuipemglines
ty v - ) J 1 e . (87}
wanalamaan 9 Fu waziourganinadas LUAIATY  AOULTIUTANY  petroleum

| =4 - 4 H “w o L) X v '
ether b pia 9 az 7 A “tRelard15Re a%e v az arusiniean il lwun ey
1 [ 3 S 74 t &
. & | = -
waniarlluanemy  ether 3 nra UrlauauATeas 7 T4 nredlevdrTazany

[ ] v ¥ ¥ [ ]
y89 ethor lUndusulhaadTuArs 200 = 300 ‘il tazwa luuwenatyulnuniusan
:’l (ud L4 ! ‘Y o ) l:.f
annduldlubninorneda Lt / water bath uaﬁQﬂ1ﬂaﬂrﬁanﬁmztﬁuuﬂnuﬁt§n1

t - s M~
wn U 51% 1audAminean il rsuanums 1.8 ke

- G Y . E o
nrafaLerdnssan s zuanlansaimatanTe ﬂdﬂﬂ?ﬁ@d 1
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MTAIM 1 NATEAN LB N Luil s R

[% w
u'mun:l“ “’Wiﬂl{. petroleun ether ether
Urzaendn | UTcHIRLW = o = Tt -
Inngsolvent | YWUNTRIEAIN | UTHANTsol Yant| UAWINTANEANTY tﬂﬁ;t‘ ’
(kg ) (xg ) (3itre ) dnnennug (gm )| (1itre) |diP0Rm (op ) i
6.8 148 %6 105 24 92 51
5.0 1a2 18 65 12 65 Sl
645 1.? 36 92 30 80 L.7
72 2.0 32 98 30 84 L2
ekt 362 L8 120 36 128 L,0




2e¢3 NMIUUNENT (Separation)

[ 1] |
v erErignafneatuaniy  ether  liupneantdu  fraction mag 4

v

- ' X
)3 column chromatography @arquaziaunn il

¥ ] v [
lad 11 Radnas ethor Win 35/ge. azaqwly  ether 75 ml. giudat

¥ §

ﬁ-ﬂﬁﬂ“ﬂdqu column chromatography ﬁUﬁﬂlﬁU01QUBﬂﬂ1Q b co. yyy 56 om

v

équ standard aluminium - oxide 1ﬂu adserbent 19U 650 gn a7

£ 4

elute column NIWEVIASAIYLAUGDY | ether-petroleum ether ain 1:3, 1:1
was 331 Tﬂuﬂruﬁﬂr/ﬂ:uﬂﬂr FAliaafi . Afl  eluate 7482 1000 ml. A
dnTas aﬂuﬁ1ﬂuﬂa~ fraétion 1ﬂnautaﬁﬂamqa-ﬂﬂuaanautuaaaﬁta~awu1uﬂan

[ ] ] w 3

naulroNam 25 - 40 md nﬁdqa flask mqmqldiuﬂnuan warr N Tunas

- 4
fraction ipaiiumin q fodls zic uawqﬂuunaqr1ﬁﬂqmﬂrwqmta



4
MW 2 ITUUREIT9MN crude extract

W fraction S 9BEN LA
.Eluent fraction 8% 1000 ml NHUSIDIEITUBZIAWABY LNA) u?gg
ether«petroleun ether 1= 2 Amorphous 37m Mepe 83 = 5° 0.10
133 35 unnuﬁtumaq
L] <
ether-petroleunm ether 6«7 uan;ﬂtantﬂuunq 9 mepe 87 = 9° | 0.054
s a4
111 gl -l © - iid 1wan g
< < o
10 - 18 vanIila  m.p. 200 -210 04165
»
. W <
19 24 TP [UPR
) . »
ether-petroleum ether 25 wuiidinas 9
311 26 = 32 gansiligy meps 160 = 6° 04240
T 4
. 4
33 - b2 wuiid Lvane

J 1 1 v
WAL 90T ﬂruﬁnmaqaqrw1ﬂ Wz | fraction  wiigrroonun  Tulatdulanw
] y i »

mnaqaumn column uwtﬂaﬂuuﬁaqlﬂﬂﬁumuwﬂmae column Wlg uALUTUTRNEAT

wapy 200 5210 ORilen (mape-160 - 62 | tasledio The fnmadarly  fractdon
ﬂﬁd 1 uas craut e Tumn e
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- v ‘ - :} o
2,4 mnhansivTqus wasansuswr l Ureess

2.4.1 Odoratine

’ 4 v
INE1T  meps 200 =110° wily 165 me  Ferwswlavannr  elute

v
column gy 1:1 ether-petroleum ethed | fraction% 10 49 18 gt

173

v v ¥ ]

o &4
i fuvangu fusuzrau egEasIasmylumaRaLIWeRs s 30 - 50 =1 319
‘: - ! v o g v
wrifiilusenuanat  petroléum ethes 1 luanuaniaty % ATt benzene
"lnuan;ﬂwn m.p. 218 - 9° il 140 @ (0.4% Tﬂuumumm crude extract

4 vl |
M?ﬂ 0.02% aﬂnuﬂuunﬁae1nﬁsvﬁqﬁuua) uﬁutruﬂﬁﬂﬂﬁfuﬁﬁ odoratine i1 ]

[g}io-’- 72.6° {c. : 0,003, chloroform)

Rf 0.73 (2% methanol in chlorofornm)

Mol. wi':». = 300 (Mass spectrum ‘MN‘H‘Iﬂ\: M ?; 57, 85, 103,
131, 169, 199, 215,/ 300)

Analysis : Found € = 72,16% H = 8.14%' N = 9,21%

Calculation from C1BH2%BZ , 3 C= 7‘1.96% H= 8,05 N = 9,32%

IR-spectrum ‘hs J hOY mmﬂv'l 1 mn 12

ﬂ1TﬁdM 3 mu1 13

3
UV~spectrun Tn A 283 nm (ethanol ) log & 4.20
mmmn 2 um 14
. ' L
NMR-spectrum ( T4 €DC1, ) - g 3w 15
..
v ' T e ! A’
‘1“ Peaks ¥ [IRN prctons ( CS ) mﬂﬂﬂ\’ﬂﬂvlﬂu

0.78 (3H, t, CHy) Ua% 1,40 (28, q, cua)ﬁﬁmu CH3032- group;
1,08 (3, d, #H5) FTU eB,~ group; , 2.05 (7H, m, 1H M butyl



1Y

c oo 3 a '
U3% GH W pyrrolidine nucleus ); 3.06 ( 1H,m BN carbon  ¥EWNIY

N-atoms ); 6.18 ( 1H, broad ( 6.0-6.25 ),NH }; 6,89 Maz T.65
¢
{ 28, 4 789 carbon~carbon double bond il ‘trans ) U8 7,29

‘(.5H, m 983 osromatic nucleus

]
¢

AUEINYNTNYINT
RIANTAUNNINGAE
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4000 3500 000 2500 : 750 1500 1250 1000
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ﬂﬁﬁﬁﬂﬁ1}

IR=absorption peaks 49fd odoratine, me.pe 218 - 9°

Frequency |
(cm“q) Band type Assignments
3245 sharp =NH streteching vibration
3030 weak =CH strectehing vibration of C = @
2980 sharp -CHZ& ---CH3 stretching vibration
1670 2%amide band I
1535 sharp 2%amide band II
1320 2%-amide band IIX
1650 sharp 3%amide
1600
sharp monosubstituted benzene
1535
1450 sharp C--CH3 bending wibration (asymmetric)
1430 sharp ~CH, stretching vibration
1405 broad -CH2 adjacent with N
1335 weak c-cn3 bending vibration (symmetric)
1270 sharp C~N stretching vibration
12007 941
1120 weak C~&€ stretching vibration
1040
095 sharp [C~H out of plane bending vibration of trans
870 sharp (C~H out of plane bending vibration of R,R,C = CH
765

680

N g e

sharp

monosubstituted benzene

2
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et AR L IS s ma M S H | N s - p oy Pty ot | e | T 1
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580 400 300 00 = 16 He
- 2856 200 ‘ 13 100 50 -
106 2 ' & 40 Y H>
- 4 ; 30 23 10 -
15 0 ‘ i5 10 &
. - NMR=Spa€irun ofl Odoratine
- h % S -
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2elte2 Odoratinol

»
ANENT mep. 160-6° wiln 240 mg TrouraNlaIANNAT  elute column

» ¥
my 3:1 ether-petroleum ether lu fraction 7 26 D3 32 anvantduplidy

v v [ ¥ ‘ »

189 AAMATURINAIY  petrolein etder UM MIANGANMAAN 9 ATY MUET
aTHILANTDY  petroleum ether-benzent Tugnrrdan 1:1 “lguﬁn;ﬂtﬁuam'z
MePe 166=8"min 210 mg (O.G%Tﬂﬂﬁ%uﬁh?ﬂﬂ crude extract wTa 0.03%
miwine sl zuanuned tmngamﬂ:q.ﬁ odozatinol _—

[b(]‘D+ 4o,5%" (/i 0.01, chloroform)

R O 43 (2% methanol in chloroform)

£
Mol. wt.= 316 (Mass spectrum)

Analysis : Found € = 68.%6%, H = 7.83% N = 9.04%

gy 0N; ¢ (; = 68.30% H = 7'.64% N = 8.85%
IR-spectrum 1% \)hr mv;ﬂm 4 mn A7

&
ﬁ?i?iﬂ 4 Wuﬂ 18

Caleculation from C

UV-spectrum n /\i'nax 283 n (otrramm ) log € 4.23.
mu;,ﬁu 5 mn 19
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IR-absorption peaks?8Y odoratinol, meps 166 = 8°

*

Frequency
(cm-1) Band type Assignments
3480 sharp O-H stretching vibration
3295 sharp =NH strelching vibration
2995 sharp CHa & CH3 stretching vibration
1655 ] 2%-amide band I
1542 L sharp 2%~amide band II
1340 j 2°-gmide band IIIX
1650 sharp 3%wanide
1610 }
sharp monosubstituted benzene
1542 )
1465 sharp 0-CH, bending vibration (asymmetric)
1440 sharp =CH,, stretching vibration
1400 weak --CH2 adjacent with N
1340 sharp C-CH3 bending vibration (symmetric)
1230 sharp C=N stretching vibration
1209 sharp
1140 weak C=¢ stretching vibration
1060 | sharp
880 sharp C~H out of plane bending of R4R,C = CH,
780
sharp monosubstituted benzene

700
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2.5 NA1asnpTENds  odoratine ugz Odoratinol
cdoratine odoratinol
chloroform azaquf azawh
acetone azanud azauf
ethanol azanun azanuh
methanol azanun azanuh
ether avaulud azawlud
petroleum ether 1£ﬁ=aﬁu 1£ﬂzﬁﬁﬂ
Conce H,S0 4% a Wiy az gl
Conc, HC1 azanuiui azawiiil
6N HC1 AZ8WTY 2207917 9
NaHoO0, Taloz 079 nazany
H,0 Thiazanm Tuazam
2.6 nainnday  Nitrogeneous function
24641 Alkaloid reagents
odoratine | odoratinol
phosphotungstic acid positive positive
picric acid positive positive
Mayer's reagent positive positive
‘ ppsitive positive

Wagner's reagent

20



2X:

24642 Primary aromatic amine

ﬁﬁiﬂvﬁﬁﬂ hydrochloxide ﬂﬂd odoratine ﬁﬁ NaN02+ HC1

N &

ﬁ! o° couplz.ng i P-naphthol 'lﬂﬂ.nauﬁmaﬁe mumumunu blank
]

test udnd11 odoratine - lafl < N, group
S -~ J - ' LY. v
viauetdwtiiienndautl  odoratined Klutinufitua coupling miv

-y

2.7 pasiniyy  derivatives  nazuifiu

2e7e1 LAH « reduction of Odoratine

L 3 ’
WS Nystron & Brown % Liamg, 50 mg ldlusinndiiauon
1 ¥ )
250 m1 ¢afy reflux condenser @AUINYDY condenser @ANL anhydrous
_' [ ] L 4
Ca€l, tube |§) anhydrous ether 25 ml- G<lUTNNAL  AUAITHZANAIY

magnetic stirrer -3i33UA3F —odoratine 33U 94 mg Tu dry ether

] v

50 mi 14ly separsitory fummel WAIMINASLUIINNSLANIIT 9 (Howen
FNTATANMUALOY AU reaction mixture éaTﬂﬁﬂ 1 %ﬁinqnﬁh@ﬁnﬁh
decompose reaction product ﬂqu dil, B 550, YTz 150 m1
ns.ﬁﬁﬁﬂ?auaﬁuuUﬂtﬁu 2 %u uwniordu  ether aan  dwdureananly
extracty) qyg  etHeér | o7 |ether sxtrhct ﬁié}ouﬁﬁ ether ﬁuun

v v o, . vy ¥ ,
DANMAATIUTN Uadun ether solution liareniudnsazany NaH003 uas

v

P_ . . 4& x’ ¥ ¥ v

U1 A80Y UEITasantNandueni %ﬂquuﬁﬂ fiTtt anhydrous Na2304 HERID
v

sziwglan ether gan lawwRidinase (Uduu solvent N¥zNNUANUANLTIR

]
{4 petroleum ether, acetone, ethanol, benzene, chloroform filn

v B [ | v
product (i audn ludunrovzanvanla
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J - ‘.\ ¢ ., - =) e
iiounansnialivy  Thin layer chromatography LApunbdag

[ ‘ivi
odoratine ysangrrdntiilaluiniloudns (fu

P o o e om o e

o o
v
1. 1fudgas odoratine ln Rf-value 0:6

Q o] ' J a »
2. fudgrrmiefonln Ro-value 084

3. LAy mixture 993 7 + 2
A )
19 2% methanol in chloroformtﬂu'apgve

2,7.2 H =reduction of Odoratine and Odoratinocl

v, v [}
1) Reduction of Odoratine 1ale  cenditions gy 9 dmy

y
reduction ﬁhﬁﬂlﬂﬁ
3
a) - odoratine yun 95 mg ld P4/ C gun 10% dszum
»
20 mg aq1ﬂtﬂu catalyst uaqﬁ:@qd1u absolute ethanol 25 ml n%
v ol A 1Y LY
MI  hydrogenate  N1ulandnuAliNgsuanad NQUURINGY AUMIY  magnetic
. ' L = -!rlv d 4 L 3
stirrer FuUNTHIUTANTBRINIG H, glupalt rulidn 1 lue nragten
v v o v
catalyst 98N T LWUIWIMILAENATANMIANAULY  desiccator WAIMNLANGAT
4 v © v a N
#lanruanrasaiutanin e ether-petroleun ether WAL 9 ﬂfﬁ'iﬂﬁﬂngﬂlﬁn
J - ‘
89m  m.ps 110 - 2%az il limaingane 9 1ne3  Lassaign's test
4 o derxt . . !
wing ‘N 1Tunddneilaiiag 7 dikyarsoderatine N4
Mol. wt. = 302 (Mass spectrum)
Analysis : Found C = 71.50% H = 8,919 N = 9,26%
Calculation from CigHo60,052 C = 71.48% H = 8.,66% N = 9,26%
v .\)KBr 4 v
IR-spectrum L% S gt el 5 w25
x v
jun 6 wua 24
[}
UV-spectrum T84 dibydroodoratine IMIANY maximum absorption
peak-
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“B) odoratine wih 110 mg LAY P‘t0220 mg ué“m:a’m
lu absolute ethanol 25 ml éﬁunﬁﬁ H, ﬂﬁd15§1ﬂnﬁﬁ 50 ﬂﬂuﬁyﬂs.ﬁH
[ ] v W [ 3 v v
utaan 2 Bl noe Wilmmenieuinanuue Toudngutdy  mep. 110-2°
%qtﬁﬁu’m’] mixed melting point W1 TIC a3 I_R-spectrum Usang
an 1fudnsi iy dihydroodoratine VTR
22 Odoratinol 15ﬁhnq: reduction ﬁ%5ﬂ1ﬂ5
415 odoratinol 55 mg 15 Pa/€ qun 10% Aszym 20 mg a9
1y catalyst llf‘i"lﬂ:’ﬂﬁﬂﬂlu. absolute ethanol 20 ml ttf;"JVf'lfl’W
hydrogenate nAUlAMI WALIISUNNGR LIULAM TGS  odoratine Fnamun
a7 WAV IMTZInuIed  ebhanol. sanlinumin 1n product aonuat funui

3 a v vi _g = . A v
Tudwrsnrzanuanln wuazi tasudanaaz anuau 9 uarfiem
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1

ﬂﬂ??%ﬁ 5
IR-;bsorEtion peaks MY dihydroodoratine, m.p. 110 & 2°
Frequency
(Cm'1) band type Assignments
3340 sharp ~NH strotehing vibratién
3010 sharp CH2 & CH3 stretching vibration
1655 2%-amide band I
1530 sharp 2°-amide band II
130C 2% anide band III
1645 sharp 3%anide
1585 broad l
monosubstituted benzene
1530 sharp J
1450 weak C-CH3 bending vibration (asymmetric)
1430 sharp ~CH,, stretching vibration
1360 sharp C—CH3 bending vibration (symmetric)
1260 sharp C=N stretching vibration
1200
1175 sharp g-C stretching vitmation
1130 % |}
290 gharp C-H out of plane bending vibration of trans
779
sharp monosubstituted benzene

705
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2.7.3 Hydroohloride derivativesof Odoratine and Odoratinol

v §
azaMy odoratine 50 mg 1u chloroform 10 ml. UaYWULTH
- d s X vy : a &
Hel avlupanifuwe ladrrazantla aenelonnedulufivanmifnzy  toaliszine
vy ¥ o 6 V‘ vv.v 7 v
Taunslagnsannrmnily  desiccator/ tautngutButufinuit  werwmane
v‘vg lll . v a"'
wafitReuentaaudngiifuenn  unluardafassirudngiiulwignla  scilnrou
L4 [}
wiiL Nz Anag due
W ] v
491y odoratinol 50 mg 974 ENJHC1 5 = 7 ml qﬁTWIﬂunu

i

v - | 3 b . v v
water bath nd1raganud wasteon  wataativalwuna launas eanauntilu

L

4 a 3t Y s , ¥ e o4
desiccator 1UBANIACANUINDVUNS 1ﬂﬂﬁﬂzﬁtﬁﬂﬂuﬂnuqﬁulﬁulﬂHQNUﬂu

[} 4 A
odoratine wazluduAsangtonlyuignla

2.7.4 Acetylation of Odoratine

{48 odoratine 100 mg , anhydrous pyridine 2 ml UGE acetic
v (R ’
anhydride 2 ml @9 lUTIANUNANINAN 25 m1 - ARl reflux condensor
vV ¢ X v v - d [ L ‘!v
uaaﬂqmq111uﬂ§ﬁruqﬂﬂLﬁuiﬂﬁqmugﬁuﬂqtﬁuzaaﬂ 2k falue  navsazawiiln
- . ve 8 L0 X v : '
asli fush (autwie | Gi-hgaalidlosnoinfam ) Guasz 1evdntazanuling
-~ ﬁv v - YV e -
mbuTh  1andarazetwiilalusz ineluean lnunaransraudl 9z launlidinaes

X ] “ L 4 v
(indu ThdiiT sl auTgnate

2475 Picrate of Odoratine and Odoratinol

v
azaqy odoratine 30 mg  ‘lu ethanol 5 ml U2 LANGATAZAMW
n.v v o 4’ v.’ .
AufA1aq  picric acid vzlamzneufiinGas  Leamznouilnazatuluwinrey

. R 2 0, X Laq¥ v v -V
a18¢ umrearal lunnuan  walufudnifngn valwne  we2IANUARLY ethanod I
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wangiify mep.118 ~120° Feiudeutioaq picric acid (m.ps 120 - 2°)

[}
udn9I1IATuy picrate 984 odoratine lulm

¢ v B

WLadlRfl odoratinol  fitaTun picrate lulnisuin

2.7.6 LATHY N-oxide 984 Odoratine

| 4
19 odoratine 100-mg  AzaaElll gla.CH,COOH 6 ml 1R

24 - o L La¥ a
H,0, 2 ml  reflux WUy 70 - 5 (Butaan 3 Falue naulntwan
3 ml LA 0.5 ml néﬁT%tnﬁﬂ 2 m) ué% newtralize MU Na,C0,
plux uﬂjﬁnﬂﬂqu chilocroform nautﬂq chloroform 980 UNLE1 residue
anuanly nitrobenzesde darlunnadn il frsiian L e s a1 9920 4
benzene ‘Indarazarwlal nanala Lupneanan. wilwuna uerazatpdnsilntu
ether pAy 9 WYN petrolenm other ~aslll 1§ﬁqra:aﬁﬂiu Baralaln
maqu%qaﬂﬂ1ﬂuﬁﬁﬁﬁﬁﬁr wuququéqe&hﬁhﬁﬂuaé%%a petroleun ether 19
ether unlylnual héla benzene adliflyg @ofiiazanslnindouidn  uas

[ ] a [ (7]
1udaunsoanuanuuntesuisuaenualna

2e7e7 lﬂ?un_ Glycoll 203/ Odoratine

1; odoratine 100 ‘mg aganoly absolute Bthanol 10 ml
natl %) NOAENTAZAMN Ko, 1% aqly ﬂ:ﬁng&q odoratine Wand KMuo,
Qilatioudl blank) learrezan KMnO,, Tuszuam 6 ml d17azaw
ﬁig.uhlﬂaﬁhaﬂéaﬁh; (Continvous extraction) 55u ether Yizunu
2 sl néﬁtaﬂ ether pafluiwaaUrzum 25 m Edaldlnan  lanznau
1M mep. 165 -185° anuEnlundnn FIn UGN T8 9WUANTEY ether~petroleun

hd 4 A - - _ &
ether Yogny meps 175 ~185° gqtlawnliva IR usz TIC (Auufildns
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[ 1
odoratine USNgAiiahsuz tuilouans 1AwymiTznT

2.7.8 Sublimation 994817 Odoratine W4z Odoratinol

v L) 4 W
19 odoratine 100 mg. W1 EubYimation  HRLINAUUTSNW 2=4 om
4 d : o P i :
a7 L Tumaauigunpll 180 = 2107 addstsstinaanuniszum 25 og  wa Rep.
v . o 4 . v
1n 190 = 200°  gashilnGolunaenaAntaniy  acetone %1 m.p. 1N 210 = 4°
v p. 4 A ® & - o .
Tnuszum 3% mg  tustPaatiinndunedasm v TIc  tiwudl  odoratine
) » Y . o i
drnganle Ry Inasdtaifiyaniedmdns
Tuvuae ifuadll edoratinol 100 mg W9 sublimation IWiou
$ ¢! - o 4 -
odoratine #171Tumanii 420 - 140° d1iiiz 1ineenyalansezndeuas inliva
[ 4 v B [} - a .
Touszuom 10 mg wa fmape lula dasdaunnn luizifeoanun eanuandns
' a B Y . o ’ 4
ﬁ’lm:mauumu ether-acetone LAAIIMIN 35 mg ¢ mepe 148 ---1540 tua

. o v v - . w
wa TLC (fuufidnsaeeu diangraifiudas i i

2749 Alkali Hydrolysis of Odoratine

v v
nAs LT ulaA a8 A0/ KOH OROH 5/g® | 79587611 5 m1  uad i

methanol 25 ml

afat 1™ 447 |ddoratinet1000mg. 0zattlu absoluté meéthanol 5 ml
u551%nﬂwra:aﬁu KOH yjseu il 10 m}  reflux UY water bath 1 éﬁiuq
ui;",)ﬁﬂ?}am;ﬂfﬁ; (Continuous extraction) i;‘)il ether ﬂﬁ:'ill’z)'l ether
o0 Saelrlnanudn 2 lnnznouden Anudnmy ether-methanol  :lauAn
juty mepe 175 -95° anuAngranate 3z lnds mepe 185 =195°

éau%u agueous solution uﬁ1ﬂwﬁ1;tﬂuniﬂ€58 6N. HC1  u@d

] W [ ]
afhannefn (Continuous extraction) fAaYy ether nNAULBA ether
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v z v v v ] © »
son  Saal lannudn 1rans meps 170 -190°  anudnlundnare lntangy
(. m.p. 185 -195°
4 Y v X N R s
dnifuunpanuilanedasnsailiangaqiflu  odoratine Tnunas tifoy

oy IR naz R

ﬁ?qﬁ II 44y odoratine 120 mg azaquﬂu absolute methanol 5 m}
S [ .
\Sudnsazany KOH Uszaam 12 m). feflux uUN water bath 6 1luy wa
v v | ~— Lot v

Taunelaunisannr it emPasll | 25 @1 -fsasiamsnaud inaasiluszaruu
S . o I3

aon anuanly chloreforsesther | ANz MAudTRLNNDANTazaWRINADY NTBY
Av »

Loanz nauttaunantanly Amethanol-ether lnudnguiiy m.p. 190 - 207°

 §

370 IR-spectrum Jas’ R, L LRI R ERT P
LE \ e d '

@t aquedus fsolution 1o livhnwifaran 1 luiliavsuunean

dniay

v d
a¥sf TII 477 odoratine 120 mg @2a7lu absolute methanol 5 ml
v | I
(BudnTazat  KOH™ USENm 12 m1  l@idan. veflux yowide 12 91l
v o 55-! — - ¥ S
LATINNA AT T 1ad1TuEneanuIINNITaANNRTNUI R LazRTINGY i mepe
lv [} !4":,
200 - 8% |wafl  warusngILuENTANAUULLDY
] o v I B
A5V hydrolgdis  arrlunad  laglataauanansiuly  uefiluifin

¢ .! ¥ ] [ V]
hydrolysis UdAN3Y odoratine gntﬂaﬂuuﬂaqﬂ1Uﬂﬂo1ﬂvﬁn

2,7.10 Alkali Hydrolysis of Dihydroodoratine

417 dihydroodoratine 32 mg  0:@7lu absolute methanol 3 m}.
(ANdnfacany KOH 30%  Ussumi 2 - 3 ml.  reflux UU water bath 2 -3
v v aq b 4 d . R
$ 11 naanuniadiTenaundaTel I # hydrolysis of odoratine 1Ujng

' 1
91 dihydroodoratine 1ugn hydrolysis
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»
2.7.11 Ozidation of Qforstine ;
v
415 odoratine 70 mg Ay KMn0, 200 mg. UM 10 ml reflux
L . FI v v v o
yu water bath & flyq nragraddasilavalwifluntaniy 6N, H,80, u®

1 v |
el ddnhanaaniy (Continuous extraction) fiy ether ndutdn ether
v PURS I N s Ja v
aanluedn aenela Tavanll mep. 123 = 6% dringrrdriiilaniiu venzoic aci

Tngnrinm IR war Wixed wélting point
PF 1Y 6 ¥
Aznoy  Mnd, ilataaluausiy chloroform n3aq 72 WYLINNIA

X w¥q¥ a v o & ' .. g ¥
amelr luenean lndnadhy mep. 218 - 9 mﬁ§1ngn oxidise  InagAyAIY

1001’ odoratine and dihydroodoratine

2e7a12 Ozonolysis

#13 odoratine 80 mg azantily absolute methanol 20 ml

' = 4 ~ a~r v e
TauuantfiuneliquupitBuin (1o dry ice uufl acetone)

N4 ozone @Y
L 4 &
(ordnsitlalin cetalytic reduction  lngil PdayCab0,  1fiu catalyst

v e < X 25 v oL
nulananudl 30 Yeun/es. Ul UTzumm 2 92l AFBN UAINAL  benzaldchyde

o 4 V,.: Laq ¥ v .
Fciv inganuNNy methanol ﬁaiﬂnauiﬂutﬂmﬁxwdiumsﬁu1ﬂq19 Hasnn
7

2,4-dinitrophenylhydrozone . | JFutliitudl benzaldehyde AIBUN
t M ea 4 A VX 's . ) 4
muumuﬁmamﬂﬂu N NMR “spectrum 1111! aromattic function (WADLAY

dMiL ‘dihydroodoratine (80 mg ) | ualimhozonolysis -

o - ' v ' - x v =
mﬁﬂunu odoratine ﬁnaqququm 1nﬁ benzaldehyde (NATU 1ﬂ’d']ﬂﬂll

@eps 110 = 2°) ngluuA
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2.7.13 Acid hydrolvais of Qdoratine and Qdoratinol,

1 )_V__Od.ora.t ine.

L
¥ ;
ATW I @Todoratine 500 mg azaruly 6N HC1 20 ml reflux Uil water bat.

! L 'a a - - - by % WY«
2—3 “]j'ﬁ,ll\'} ?Uﬂi;}m\ivl.ﬂ]iﬁqi LHhui vag (Vh LG Lﬂ?UULWUU) L'ﬂ"}ﬁ”ﬁ'mﬂ\’lﬂusﬁ‘lwlﬂu?ﬂ
v v 8 4 [ Y

A '..':] \1"{[ o =1 oy = ar ‘: o q 4 - ]
ANATNNLELD 'Ll?"}u'“l?j\j, . 72 LAANSNBUAT YLD aE Lua’ddﬂﬂa?ﬂmnum'ﬁuz N BIULN

[74] t 1 3 [ %4 3 v
=] . e 4 o
dr3acan ?Jv‘. WINN 42N Uﬂ:ﬂ'ﬂ‘ua‘ﬂ'} qmﬂuﬂynuuﬁmﬁ LRI ether umwﬂ win .
| &

=3 ¥ - o
uanlod swin 87 mg m.pedP5AI2 HUNANIUIN cimmamic acid  1AUMI

e = e ‘; vk - -
WFHULTNL IR Uas mized'medting point  dwiiudsasarunnrodleunivldain

] »w '
[t o B
AnMatl (Continuous extfoction) il ether 4 TNLUN WUNLDITU etherodn

| L ¥ ¥ ¥

* ) i) [
° o - = -
AU 'm’ﬂ WA anhydoousg 318.2804 ﬂﬁlﬂ NIn vlﬂfh jUsZinn 70 mg LU

)

= =3 ~
10 run IR wWiunBwutuan g kaoun | 151000 11 2=Mcthylbutonoic acid UAZ

& ” g
TIAU form s21t Y Brucine Vlﬂ_
4. e v ’ v '
AT ANUNERANIY ether. LAy LMLLUAN IRy NaOH wavi lilafnnanafi
34 = & 4 " 4:; - y.
(Continuous extraction) A% ether ANAT S ULV ether mﬂnﬂ"lﬂmmu
| 7 F 24" 1

] e ! ' <4 o 4! d'l .
AEAINATITIIBU ?:"lﬂmuuﬂwmadmn 36 mg 'ﬁ\'llll’ﬂu’ﬂﬁ run IR U‘a""lﬂg’,]')’lﬂﬁ'f
1w
&
mmﬁu amine

1 [ %
8 d L)
ATIN IT @VTodoratine 300 mg azmzﬂu conce HCl! 2-3 ml L’al.lu*'l 5 ml

t 4 4

ar

'4 - 4 o o <
U9 reflux VU water bath  FUNT N bULEN T L AL vaD (¥ TLEY tUsauivmsiy)
d Qd - A q ' 4
LAV UATRNNGT 221 d1u U5 inghr e
cinnamic acid 49 mg

2-methylbutanoic acid 90 mg

UAS amine 50 mg
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2) Odoratinol

417 odoratinel 480 mg a:mﬂu 6N HC1l 10 ml ﬂiﬂdﬁ’liﬁ:ﬁﬂ_ﬂﬁm

- ! o L4 ) Y v !:

ﬁﬂﬂaﬂﬂ’aﬂu (Continuous exiraction) MUcther UUNLIANHUL ether O AV IUN
¥ ¥ g/ L 3/ 1 %4

WAl MR anhydrous Na S0,  NAULWAATE LA 2=methyl-2-hydroxybutanoic

Rt T
acid MIN 50 mg - dwiLnsnaw]

) r-‘h !
futlugn hydrolysa
»

o L . ] [~ 4
iNaOH  UBMWIAIUNT LU INUNY

¥

1
e
M TAZANUNANAANY ¢

} 74
odoratine ¥ Sv‘.ﬂ amnin

AUEINENTNYINS
ARIAINTIUNRIINYIAE
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