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2e¢71e7s Column Chromatography (21)

W%A Aluminium oxide S standardised for column

~obvomebograrhy 999uTH# Riedel-De Haén Ag., Seelze Hannover
1fiu  adsorbent W colm ﬁW%lﬁum column UNT TUAMM WEALHND
i ﬂaﬁu;qauﬂqt?uatﬂnéaﬁﬁaﬁu91qﬁﬁ clip dmilidnda ﬂﬂuurtj
-alumina \dfrddnuouiNetiaed alumina lussonluf solveat 14
solvent agliilszuau 2 Tu 3 909 column UM MBY 4 1. adanuies
aclununtuafienenns  seuds adsorbent luandheclidn Feidn elip
%l'mﬂvi solvent ’[maamumuuwﬂq adsorbent tﬁﬂuu'vzﬁcﬂn clip

uaﬁ#ﬂlﬂﬁﬁi#nﬂqnﬂtuﬂﬂﬂd1ﬂ

2e1e2e Thin layer Chromatography (T,L,C,) (4)(24)

‘1‘; Aluminium oxide DF for thin layer chromatography
948917 Riedel-De Haén Ag., Seelze-Hannover flu adsorbent nAa7
Y chromatoplates ‘l; Desaga spreader %u:‘ﬂmﬁamu’a 0.25 i,
warle -adsorbent 40 nfli uusiuMAY 40 o, tﬂ&ﬁ 371n chromatoplates
Tuan 20°X-20 T, Ywaw b uou ﬂéﬂuiﬁuQQﬁqmugﬁﬁbn War$y sctivated
dqmngﬁ 100-110°

Solvent systems y’h%ﬁg Benzene : Petroleum ether = 1 3 9,

methanol, n-butancl : acetic acid : water = 7 ¢ 1 3 1



v
Detecting agent qﬁ 21 ?'- dichlorofluorescein solution
" e | v v - ] . -
(0.2% lu' ethanol) F9ile spray umiuad ualudeslu UV-light uTiow

4 T ’ - ! X
#fldnrariTooude wilwueaiflu spots ane 9 Fhiutedu

2+1:3. Liebermann-Burchard Reaction (6)

.!v 5 v 3
azarudrtinoenavndaudwauL fnueyly chloroformh = Suun  wyn
v v ]
acetic anhydride a4ll 2 = 3 wun WASNTIANIUSOULINTY 1 WuA L2HD

vvv v x ] © % i
Tuieady  oafidifntu udgnardarnuuifiumin  steroids nie triterpenoids

2.1.4. Infrared Spectrum (3)(20)

tﬁ#ﬂqﬁﬂﬁ1%ﬂg Microspec ggg Beckmann Infrared
Spectrophotometer Model 1325 Cat. no. 132501 Y |4¢ Unicam SP.
200 G 289UH7 Unicam Instruments Limited, Cambridge P S
IR-absorption ;ﬂﬁuﬁ1ﬂwﬁlﬂu KBr-pellets NNTNTI9aNKUe Absorption
peaks ﬁh1;1ﬂ?uutﬁuuﬁﬂ standard characteristic peaks ﬁﬁﬂﬁ1u

literature (3)(20)

2.1.5. parmayavanuingy (Melting Point Determination)

1ﬁlﬂ#ﬂe Fisher-Johns Melting Point Apparatus

2.1.6. Alkaloid Precipitating Reagents (7)

dv v “ v v
azaqudng ﬂﬂ\m’ﬂvmﬁﬂuI.'(fﬂllﬂ!ﬂﬂﬂfﬂlﬂﬂﬂ 2% LaNndaunY

®
Alkaloid reagents ﬂ61ﬂ5



Phosphotungstic acid

v
asa71 Phosphotungstic acid 5 nfy luwanau 100 ia.

Picric acid

]
o

v 1 z ﬂ
T9d17a26 08U 2ae  Picric acid ‘luuanau

Wagner's reagent

A28 JTodine crystal 1.27 15U Uar Potassium iodide

v v v v ]
2.75 nfu Tuwm 5 wa. waanaifiu 100 wa. awuINal

Mayer's reagent

v
azaqy Mercurous chloride 1 afifluyn 100 ua, 1Au Potassium

£ Y ‘ )
iodide aqluitazuny  unzneuiiifeanturnazanununwe

201070 Solvents

v X v % 1]
Solvent Qﬂ%ﬁﬂéqﬁﬂaﬂﬂﬂﬂ3Wﬂ@ﬂqu ﬂﬁ1ﬂlﬁ Reagent grade

L B E v 2 t v
nauneuurlyflaynare @ solvent fAdlunrsanudnifu  Analar grade

o

o L4 L 4 [ !
2.1.8, N13LaTzwNLYRT LHuAEIRANY 9

. S (A S ¥ A!
ﬁﬁ1ﬂ1lﬂfﬁ=ﬂWﬂTUOWUﬁﬁﬁﬂﬂ? ﬂT:WTQQQﬂﬁqMﬂTiﬁ Wasy Australian

Microanalytical Service, University of Melbourne



2+1.9+ nain1_ X-ray Crystallography

° c‘ a ¢ a ol S [ o4
wmuuunIzAfldnd ANSINEIRIEAT RIBINTUNNINEGT

2.2. N300 (Extraction)

[ ] v [}
Tuvam gl Tuneuazunas Lun 1600 ns% (3 nludn 9.00 nn.) we
v . ¥ < 4 :
a1y Petroleum ether au 5 a7 3 AT 9 a¢ 7 71U ladrTazaudn™
L : ’ a o . 3 ' o
nrae umnaulaMmnazanweoniuings 1 ans  dfh  Alkaloid Llawsiauany
3 12 1 g L
nTALNAD 0488 2 ate 9 az 1 a7 wuniaraunsatnaalivalnifunateme
v v /¥ - vy 4
NE,OH 10% lanznouquilindeseey  oevzraudduouazdindeianauivepn
v v v v A
g valwungly  desiccator lngavufeduntamin 0«5 afly (0.03%
v ] v v
Taswawmineesluwemrot Taune) Iuifiy  crude M
v oy AR I, TR
a79TU Petroleum ether myUINAUIUNUANTA NAU LAMIVIEZAWIDN
¥ . & o ar 3 Vo o o L v
1n crude Anunilyr wih 20.0 nfli (1.25% lawuaminyedluiawiod Tauna)
I#1fly crude N
- o« .V 4 A . . Lo - s
wWlutaw vl fofldthniy  Petroleum ether uad liUdihmaniy benzene
. % 1} [ ] v
6 9n3 lu Soxhlet apparatus umM 30 T3lud nauladivmezane ln crude
v L v
Annidmmin 69.0 nfy (4.31% laguinasluwamws vl 5aume)
v
84247 crude aﬁ’lﬁ'afﬁxﬂﬂnmﬁﬁ benzene MIUNTAINAD O.5%
; $ v - i 2 Y A X
YL 2 anT ladatazetudindoveay was tddsudtanauiienaialy  nregazneu
ﬁ [} “ & ﬁ v 5 v v
luazarluntaindesen wateddarazawiintasla  valuifiunananiu NH,, OH
v x h - v
108 ansnauB 1ndeqiingy  nrTeenzney Malwuneluy  desiccator 1nd11d
v v H v v
wanramih 18.8 nfl (1.17% TaguwawingesluiamisdTune) Ty  crude O
[ ‘! ] A [ » &
anvnenaufi luazanglunsninde Fununnta  LUauuawid 51.7 nil

v 1 v
(323% Tnsumineasluweametsuna) azarunzneulu benzene 500 ua,



Indsazanuiinn  nroediuitluazanmoen  mawunlniBunzney S Famih 27.6
il (1.72% Taurmihedliiamud fune wia 40.0% lapiwihges crude
extract 970 benzene) dadnsazarwdntiuienlindilafdvieze aweenln
wun 210 crude Anamih 24.0 nfU (1.50% Tﬂu&ﬁwuﬁmﬂnw"qmudsz’quﬁq
wio 34.78% Tnuwnihaey crude extract 310 benzene) sl L B

crude P



LEUGILEN INT IRRFETIN LUR NI e 79

] v

ludemud T oune 1600 il

<
’ Ul petroleum ether Lty 15 anT, nrag

!

Petroleum ether extract

TRy TINT 1 Anr
v

- | 3
NANIY 0.5% HCL 2 ATY 9 8z 1 g

l | 1

Petroleum ether Acid extract

v v v L v
aﬂﬁ?uﬂuﬂﬁfﬂﬂQUUHﬂau MﬁlﬂﬁﬂﬂﬁQﬂQU
v
T LVRHUAUUNY 10% NHuOH
v N
p
Seate TPwih 5.0 08 nenouqud ivae vlutr ez
(Crude N) Vv
nravuasw luurely
desiccator
r %

t %4
A s
nznauLvatIuYInG
0.5 nfu
(Crude M)

U 1
ditluazartlu petroloun ether

luwamandFauna)

Reflux ) Benzene 6 anTly
Soxhlet Apparatus

Benzene extract -
7 Tintuuny

Vd -
Crude A inillts 6940 ni .
9301WMIY 0.5% HC1 2 ant

n7Y _
v v 1’
203 L LT Acid soluble
v
v v v WHlﬂunaq¢n1e
N INLUIMNAYIUMNANTA 10% NHOH
. X . .
NIRY WA lnanal aeite oy
¥ nrnauud naadludrrazauden
T2 lusanas ' 2
g NTaIaz LY
P99 L TN Vo
51.7 ik unaly
- j,desiccator
azartluiugu soo wa. F o
‘ o
l A £ Aznaud LMan AWLINIG
o o o
] dunazarfiluiuugy 18.8 nfll
nenNaY . ] v v
” Cd (Crude 0)
22,6 i nauluune

Crude EﬂﬁuLh 24,0 N7y
(Crude P)



uana it lndthluiamsd T launasugly  solvents sg 4 mwudtifmatt  ualulauenian

. A ‘v X
Alkaloid gan lauananisaenaliil

{
2794 1

ay J - % » A
UTUWIDY crude extract WENALAlAHlY solventsfy 9|

i luumaunaz L un ; i | uwreed | uaiorude L% crude | H.U.AENBU | % 789Az0BY
| 9Un98ay solvent
(nT3) ' sclvent(ans) (n71) (a) s (1) 8i€b)
600 petroleum ether 12 2040 3433 - -
600 benzene 12 35.0 575 12.0 34,29
1000 benzene 12 51.5 515 1840 34495
1500 benzene 36 65.5 k.37 2540 38416
1500 ethanod (c) 6 15540 10.33 3640 23.22
2300 benzene 12 128.5 5¢59 k5.0 35402

v. o Q & v. o >
(a) % laguwingee  crude lnsAnifivuanuaminessluumne

s a 4 T 4 v
(b) % lnuwminzesnsnou s lasRntiuuaanuwiiees crude  fupnesnuale

Av' A ‘: A vv A
(c) uidfhnie  ethanol ADlUNIWADINANNAIY  benzene WD



2.3. NATUENENT  (Separation)

v v
Qﬂwﬁﬂﬁiuvﬂ crude N, Puar crude 9IINMNIT4NNNIY benzene
' v . a4 ¥ Tt
diu crude M yaz O uu azatulalunsninGs 0-5% uazln positive
L4
Alkaloid precipitating reagents (2.1.6.) ua:?qnnqrglnfﬁ:ﬁ
1
Lassaigne sodium decomposition test (23) wu?ﬁﬁﬁﬁq

{‘! ¥ l' H
nitrogen audnw1Lfy  Alkaloid Feluwanasusnaslyl

v
2,321, DAIUEN _crude N, P U8y crude 7MN1IARNNLY _benzene lny

Column Chromatography

4291y crude N 20.0 nfy lu benzene 200 1a. dquaqqu column
LL;'J ‘?;C'TJ‘;‘@'”“; Aluminium oxide & 9u3u 300 nfh 1fiy adsorbent 3
benzene [GUMNMGZaUaNNINAARY 2-1:.1. elute 559 benzene,
équuﬁuﬁﬂq benzeneg : chloroform 3sl, 2:1, 1:1 uwar chloroform
auend lawifiy  eluate afvas 1000 wa, ndlLBAMINIGZANLEENIULNEE

= 3 AT ALY e foa X
20 ya, oquld  flask padragdelunnuan ladenanaragaa luil



ﬂﬂ?ﬁ\)é 2

NMTULNENTIN crude N 1A Column Chromatography

10

» ar
Eluent Postion ANz 20 9917102 JANADNL Y ’ITﬁ%%ﬁfi
benzene 1 -2 | semisolid wazunfidindoq -
uaninfngy 6 (WAL map.210-5°] 2-3 Ll
b - 6 | vanday mepe 75-83° 0.10
7 =10 | wafivudeq
11=16 | udnpifu  mep. 129-35° 0.08
17 < 29 | it indios -
benzene : chloroform 3:1 30 - 34 Jﬁﬁﬁalﬂaﬂd »
benzene : chloroform 2:1 35 = 39 ﬁ%ﬂﬁalﬂaﬂﬁl%ﬁ ~
benzene : chloroform 1:1 4o - 42 Jﬁﬁﬁaﬁ%ﬂﬁﬂ -
chloroform b3 - 47 J’uﬁxﬁ (%1438 -

. C! ‘ o w Qe
aaumaﬂﬂyWu column |9198NNNENAAIY acetone 1 daTum 7 U

]
NTEY 1T inuMvIazanueanIuLNGs 50 wa. zanaznaudidviean  wapwany

v
o
imarla 250-7

g o g i v » o
1nl#stidmsiuun crude P gy uaslavatautfuasu

A 4 re) v, v X v
ieszuunuanilyavasuinay  210-5" Iulauandu 34la crude

vv ar ‘1 S
(nn1gdnhndy  benzene Ay@NTINN 1) 25.0 NI UA¥ Aluminium oxide S

1 v
400 nsy 1flu adsorbent unle eluent

[} = v S
Tavileutdy 1nvaemsagdt 3
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v
¥ Uaindns
Eluent fraction ¥ | ANMUZUAIAITUALNVODULNGD &
(NTU)
W
petroleum ether 1«3 semisolid uazumiudinany .
5% ether in petroleum b -8 wax AL%aaq o
ether 9 - 16 vantay  mep. 84-€° 0.18
V. o )
16 = 20 | ymildinan -
10% ether in petroleum{ 21 - 25 uantdy  mepe 130-7° 0.25
v
ether 26 - 45 | yaiidindes -
20% ether in petroleum| 46 = 47 Eﬁﬁﬁatﬂgﬂﬁl%u -
'4
ether 48 - 49 | oanldguiduuuyluiitsy
Beps 145-7° 2-3 1nfin
v
50 =~ 61 uniia dun -
v v
30% ether in petroleum| 62 - 77 | waudivaogiay -
ether i
: v
50% ether in petroleum| 78 -~ 84 vt dun -
v
ether 85 -~ 99 wainazued 1vaeg ﬁ 0.03
A
decomposeluﬂgﬂﬂﬂﬂﬁﬁ
v
75% ether in petroleum| 100 - 104 | v 3w -
A 4
ether 105 - 120 | yafunazueBivaeg 002
4
decompose | gy NBNH
1 %
benzene 121 = 125 | i3 -
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wnaﬂetﬂéuﬁT% Basic active aluminium oxide |fjy adsorbent
W | 4 4 4 y 4 o
Tntle  eluent waparaft 2 wazit 3 lavatsuiAuady
dag%W? a e a4
tnelwlaudndrsuanwe 39 Column chromatography 8nMany
1% 4 4 ! . o
column WAMATANTANA 2 wazdl 3 umliangan wandNs mepe 210-5
v v €. 8. v
waz  145-9° fifiaury  column pazufurauewifulifled tarazulula
d#Mfu crude extract 397 ethanol tﬁﬂﬂ"'ﬁ Column
v
chromatography Tmﬂﬁ acetone, methanol gz ethanol |fly eluents
v & [} 1 Mo eV ¢ 3 -
Tanznoudidmoeey  lumesuivas azesoirln 3imtazw  anion lawidu
v J v L -
HNO; dil. uaz AgNO; lnnznusm Fvasarulnlu NH,OH dneail
H
chloride ion 189NNtV flame test wm'}ﬁ potassium ion (|dAY
1 4 v v v
1nzneuilane  KC1 uazlaudndnigamasuinan 270-5° (Anusy

v v
2.3.2. DITUUNATTIMNAZNOY S LAYSINMBFMINIAZAIUAIN ] LA ANLAN

- 4 L4 -

uwenoy 8 aeifuadidvy dyavaeuivad 250-7° win 27.6 nfl
vy v @ '4 v v ' v
219y petroleum ether Humany 9 aTe WlulR uarar9menY
chloroform (fiu JudiTazaruildsneay  uas indanznauiiue 18.0 sy

: e
a:awUﬂznﬂuflu chloroform Lflu W 10 AT 9 a2 100 UG. NIBN
R v X g ¥4 e & e

1edaufiazatveanasielaiiguuglives :iinznauiutdanesuayeuy  nIeg

‘! xx ] v ] i ®
1aanznouiit Antutiean  dasylwdntezaturzivemludn  fecnoulfnduuad

a o v #"u a i
NTEQRENAN  MALTUL 3 ATY © TAUNZNBUN LANINUAANUAN L UANMaZ A 8L ALTD

v v v

ethanol gz methanol wavw q ATe 3zlavanjuiBy Jquiu  decant
v v v ﬂ.ﬂ AVV v
UBBN  UAZAWMIY  methanol IuLuARNANANIULBNLYATUUNILANUBY

4 Z »
waauLHaIN 273.7° Wi 7.0 niy

o~ L 4 # P 4 5 aaq
AXNBU S ANMTARYNATY (AWATANA 1) LleasuazAnuan Ll s

Gl :
Wil Tauandrsqamasuinar 270-7° (iuveunaiiun
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° ¥ S 4 o o
2.4, pasvrdarivuiqui  (Purification)

2.k, ﬁj}%ﬁjﬂuﬁﬂulﬂﬂ? 75 - 87°

° 4 o Vvv'

uﬁaﬂfwﬂiﬂmaﬂuluﬂa 75-87° mih 1.5 nfU 919N3Y petroleum ether
. b a . 13 w ¥ ..
YuLEnuey  uazenuanly  petroleum ether HMANY 9 ATV 7z lnuan

o~ 4 > S ¥
daufzramih 500 un, fyaneauinadnsdi 88° mavunluifudns A

2.ke2e aﬁrﬁﬂinnaﬂutuaa 130 - 8°

o 4 o Q@
_ wrdnrifiyaveouined 130-8° wit 1.5 nfli azacwly  methanol
v AU ¥ 4 4 A V.
sou teasluiby  fednglifudesiBuntzyn  nree  wasenuanilu petroleum
1 v ar
ether uaw q ara  vzlavAnguifudan wa wazihim win 500 un,  ign

4 o v
naouLwaInell 138-9° nmunlnifiudas B

2448, aq:ﬁﬁgnwaﬂntnaq 220 « 7°

e v v B8 v v
wrdnrtlaannnatansnzneuiliuezantly  benzene RuiniBnuay uas
Q e o a 4' 14 av
fyavaeuinar 270-7° win 7.0 nfl anvanlu ethanol TwumazaTevziiju
v a v v U U v
NDDNNMIBUNUAN  decant 2MUILNEDN wazawanuanny  flask My
= v, ! v
ethanol watw 7 nfe suvdnilaluifuivde  qaweauives 275-9° Famn
4” a & v4 o [
udnaiy absolute ethanol dnwanuaty Fulavdnguidu ld wih 5.13 il
v
ﬁjﬂmaﬂntuadnqﬁ 279-80° mwunluifiuans C
¥ ?
dnriiiigamanuings 210-5° uaz 145-9° Mufusmmesuan lugmnsa

v i v & L 4
rurlannweirzriladqnd wasfanfaosdasla
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v
245, nq;ﬂtzwgnumsggqaqtgrznﬂyﬁgunﬂﬂnuq1n

(Identification of Compounds)

2.5¢1. N1IATIVENNNZ20947T A mep. 88°

2¢5+7.1.Physical Properties and Colour Reaction g9a4d17 A

dn1 A ifuedndam (Bunteqn Syavesuinar 88° azanwlafly
chloroform, ether, benzene |[§¢ methanol "lﬁazmm'f"\ petroleum
ether 'llhv‘\'aﬁil Libermann-Burchard reagent (6)

Rf value (?ﬁ 2e%:.2,)) 14 benzene : petroleum ether = 1 : 9
1 0474

nqrﬂruwﬁqqéqq 9 Ing3d Lassaigne sodium decomposition test (23)
1ﬁwu nitrogen, sulfur |32 halogen

a [ 4 4 (4 &
UATAINITI IAT WAL YT LBUA  carbon G2 hydrogen  UAN

C = B82.31% H = 14.,19%

iR

F |
Ilhd 1 IR spectrum 283417 A
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4
N3N 4 IR Absorption peaks q89d17 A (3)(20)

1
Frequency (cm-1) | Band Type Assignments
3600 - 3200 very broad |stretching vibration of polymeric -OH
2910, 2850 sharp (H - stretching vibration of ~CH
and -CH2-
1465 sharp -CHZ- bending vibration
1050 broad C~0 stretching vibration of primary
alcohol
720 f sharp (Cﬁa%lrocking, n==4

2e5e1e2¢ N170729%1 functional groups.gagdny A (23)

qu 1 ]
Tnel93% Standard method w0 luwend Br, in CCl, uas

1fflu  alcohol

's ¢ 2}
245.1.3. pardainsazveipiliogeadng A NNEee9g5

Acetylation (27)

1 1 P
aza10d17 A win 100 1m. lu  pyridine naulwu < 3 wa. ‘lu
v
FINTUNANTUNN 25 UA. (AW acetic anhydride 2uG. reflux uy waterbath
1 v v v vi v
5 dalue walmiBuy  inadlunreduude 50 wa. aulwid nTee  avenznou
ot A o & od 2
AuuanauL Bunany 9 ATIIUNUANGY pyridine UG acetic acid ¥INZNBY
Hoe ¥ ol o a v v
TvunalansnauBemmin 95 un. anuanly petroleum ether 3 afq 1n

-« 4
amorphous solid 37117 Wih 52 un. waauiwaIN 73-4°

o

1182200 A A
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| RN EE AT R 11]1111111111111‘7“**"
o g R el -‘ = —‘|. T T

1 s £ ¥ = e '1?. o .v'> - & " r [ |||l|‘|-_
SR £ O A= _L 1 8 %i
i v ’

D e

=¥ 53]

b h i

- ) A
-—- !

¥ 2§

t
!
|
i
i

B
s B

;ﬂ% 2 IR. spectrum%dy Acetate 9B3ANT A

3
@18 5 o IR Absorption peaks 984 Acetate T8NANT A (3)(20)

Frequency (en”")| Band Type Assignments
2905, 2840 sharp CH stretching vibration of ~CHy and -CH,-
1730 ©  sharp C=0 etrgtcﬁing vibration
1460 sharp CH bending vibration of -CH,~
1360 | broad (g bending vibration of --CH3
(symmetrical)
1240 | very sharp| C=0 symmetric stretching of

acetate = C=0=C
(so called acetate band)
1030 broad C=0 stretching vibration

720 : sharp (CHa)n rocking, n = 4




-~

205420 NATNTIVGNENZPDNET B mep. 138-9°

2+5e2¢1.Physical Properties and Colour Reaction 284817 B

dnr B fueBnguifudsm wonezifuien  daveoniven 138-9°
a:aqﬂ15ﬁu benzene, ether, chloroform iLge acetone ué1£
azaquﬁ% Rf value (ﬂﬁugﬁ 2¢1626) 1% benzene : petroleum ether
1:9 1% 0.23 Wﬁﬂﬁﬁ?uﬁﬁﬁ Liebermann-Burchard reagent (6) ?31;
Aunsters Ldou fuhiag Sunaz L3 auaail

a « ¢ [ 4 - x
- uaﬂﬂQﬂﬁTQlﬁ?ﬂ:ﬁﬁﬁlﬂﬂ?tﬁuﬂ carbon L4 hydrogen ﬁ JU

cC = 83.89% H = 12,05%

zﬂ% 3 IR, spectrum 2044917 B

17
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4
#7790 6
IR. Absorption peaks 9nyd13 B MePs 138-9°c  (3) (20)
Frequency (cm-1) Band Type Assignments

3600 - 3200
2950, 2850

1650

1450
1370

1050, 1020

950

800

very broad
sharp
broad

broad (weak)

4

broad (weak)
sharp
weak

sharp

stretching vibration of polymeric
~0H

CH stretching vibration of -CH3
and -CHE-

C = C stretching vibration of

o
Q
i}

CHR

1
Q
=+

]

bending vibration

C-CH3 bending vibration
(symmetrical)

C = O stretching vibration of

3 P = OH equatorial steroid

CH out=of-plane bending vibration

of trans RCH = CHR

CH out-of-plane bending vibration

of RZC = CHR
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2.5.2.2. N110123%)  functional group 283d17 B (23)

v ]
Tnuly Standard method w1 417 B wand Br, in CCl,
v I v e
liluoenas HBr Wond KMno, lulwpznoudl 2,4-dinitro-
]
phemylhydrazine (2,4=DNP) wazly reduce Tollen's reagent,

i
Fehling's solutioniias Benedict's solution 1mﬂéuuﬂm:azmu Fe(‘.’l3

L4 i L4
24502430 D1dOLATITNEYILTIBIANT B

Acetylation (27)

aza1wd17 Bwin 200 un. lu pyridine 5 ua, LAW acetic
v v
anhydride 2.5 ua. W0NA1 2.4.1.3. 22 ladgammih 215 un.  anudnmu

v A 71
ethanol 5 nfv vzlauanifuuuyld win 100 un. dyawacuined 129-30°

;ﬂf'% 4 IR, spectrum U89 acetate 984417 B
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A
ANTINN 7

. IR« Absorption peaks 9ay Acetate 9gpgdns B m.p. 129-30° (3)(20)“ .

Frequency (em™") | Band Type Assignments
2950 - 27%2 broad CH stretching vibration of --CH3 and
1730 very sharp C = 0 stretching vibration
1460 sharp CH bending vibration of -CH,-
1370 sharp CH bending vibration of -CH3
(symmetrical)
1240 very sharp C=0 symmetric stretching of

acetate = C=0=-C (s0 called acetate

band)

1030 sharp C-0 stretching vibration

970 weak CH out-of=plane of trans
R-CH = CH~R

800 weak CH out-of-plane bending vibration
of RZC = CHR

24503, NAINTIONHULIDIANT C map. 279=80°

e

2e5¢3e7 Physical Propertiecs and Colour Reaction ¢aydng C

i v,
417 C 1Buvangiidila  weeniwanfiquugl 279-80°  azaqulalu
v v vy
ethanol 79U, acetic acid 7auU ﬁ:ﬂﬁﬂ1ﬂnﬁdqu ether, acetone,

[} v
ethylacetate, chloroform |NAZ@TUUMIAGY petroleum ether WAURN3TuA
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> TR T Ay -
Liebermann-Burchard reagent 3¢ 1WA 4791 uAuut SuduniJuuaz

1
LBramendt (10) #wA R value (2.1.2.) U nebutanol : acetic acid:

v 1 3
water =7 :1: 1 1ln 0.76 w19 ) w3l Lassaigne sodium

]
decomposition test (23) 1uwu nitrogen, sulfur WG halogen

A ¢ ¢ ¢ 4o d
HanTI AT NLLeT LBun  carbon UAY hydrogen AV
C = 78039% H = 1005%

M INGNT  C5 H, 00, UMM luLaga 456 1

C = 78.95% H = 10.53%

gﬂﬁ 5 IR. spectrum?84d1f C

2e5e362¢ NITNTA9%1 Functional group 984d17T C (24)

v ] ]
1ntle standard Method W21 817 ¢ Wand Br,in CC1, 1u

v 1 v
Twiasms mer  vand KMnO,, lulunznouinaeedt  2,4-pnp lutiawu

aaﬁrazaﬂu F3013
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ﬂﬁsﬁoﬁ 8 (3)(20)

4 IRa Absorption peaks TOYGNT C mepe 279-8¢C

Frequency (cm-1) Band Type Assignments
3540 broad Stretching vibration of dimeric -OH
2950 - 2890 broad H-bpnd with C = O to a carboxylic

acid dimer band

1720, 1700 sharp C = O stretching vibration

]

1680, 835 weak C = C stretching vibration of

trisubstituted double bond

GR. R, =<CR_H

172 3
1460 sharp CH bending vibration of ~CH,=-
1400 sharp CH bending vibration of --CH3
{(symmetrical)
1040 broad C-0 stretching vibration of

BP-OH in triterpenes

1370 weak C-CH} bending vibration

Gem=di-methyl group

' 4 vo‘
2e5e3e3. NTA4LATIENOYRUTADNET C

Acetylation (27)

[ ]
Aza0dNT C 500 N, lU pyridine NAULWN 9 5 uWd. 1AW acetic

v
anhydride 7 ya. WA 3s 2.4.7.3. 9z lanznaudatmin 529 un. enuan
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v 1 1]
14 methanol 5 afe Tavanguiduifunszyn 1uld waziuamawin win

450 wn. ﬁxnuaﬂutuaoaqﬁ 278-9°
¥ Pd ¢ ¢ dvx
yanII ATzl Ues 1%un  carbon WA hydrogen 1AV

C = 77.15% H = 9.93% 0

o 4 ' Vv
"?"Iﬂﬂq?ﬂ"lu'lm'?']ﬂgﬂf 032H5004 ﬁﬂlWll CH3-C- ‘h&nn C30H‘+803

v

1
1wy waz ou H 1 asnom 1n

C = 7?.11% H = 10.0’4‘%

]
A

zﬂﬁS IR. spectrum 984 acetate 8347 C
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nﬁ:ﬁgﬁ 9 (3)(20)

TR. Absorption peaks %94 Acetate 994417 C mepe 278-9°

Frequency (cm-1) Band Type ‘ Assignments

2950 - 2890 broad ! H=bond with C = O to a carboxylic

acid dimer band

1800 sharp C = O stretching vibration
1750 sharp C = O stretching vibration
1680, 835 weak | |G = C stretching vibration of

trisubstituted double bond

CR,IR2 = CR3H

1460, 1380 sharp CH bending vibration of -CH,- and
-CH3 (symmetrical)

1250 sharp C=0 gsymmetric stretching of
acetate =C=-0=C- (so called

acetate band)

Methylation (27)

aza7wdn7 C wih 200 un, lu  dry acetone 25 ya. Py
Methyliodide 4 M0. W82 anhydrous Potassium Carbonate 5 NIl
(U Catalyst reflux UM water bath UM 10 4lue NTEIETOU
e audedaninraelaly ary acetone @0 3 afv 7 av 10 ua. o

4 1 v Vv,
azaﬂutﬂﬁﬁﬂ?ﬁum?uﬁ%ﬂﬂyﬂan1wunn 791 dry acetone ﬁniﬂq1nﬁhuun



» * o aQ v ©
soinouune ¢ lngeenfie®eamin 185 un.  @NUANAIY methanol 3 AT
v
velaudnguifudam ifunszqn waziBuyu wih 120 un. dymeeuivay 171°
= v . ¢ P
UaT0INITI LAT WML LeT LBUn carbon WA hydrogen vl
C = 79.57% H = 10.,82%
. a 4 s
?ﬁﬂﬂﬂ?ﬂﬁU?NWﬁngﬂI 031H5003 A0 LAY -CH31 ny uaran H

1 azaaulugns C50H, 805 1n

C = 79.15% H = 10.64%

4
{7 IR. spectrum 289 Methyl ester 983417 C

25



mmgﬁg 10(3)(20)

TR. Absorption peaks 984 Methyl ester 9948177 C _ m.Dpe 171°

1. | l

Frequency (cm )| Band Type Assignments
3600 - 3200 very broad | Stretching vibration of dimeris
~0H
2950, 2890 broad H-bond with C = O to a carboxylic
dimer
1740 sharp C = O stretching vibration
1470, 1400 sharp CH - bending vibration of -CH,- and
-CH3 (symmetrical)
1370 weak C-CH3 bending vibration of Gem=
dimethyl group
1150 sharp aspmmetriéc stretching of ester
type R-CO—OCH3
1050, 1005 broad C~0 stretching vibration of 3P -OH
in Triterpenc
830 weak C = C stretching vibration of

trisubstituted double bond

CR,‘R2 = CRBH
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Hydrogenation (5) [ﬁ]

aza1ud1T ¢ win 100 un, qu Absolute Ethanol 20 ua. L@

o ' 4 o a
Pd-C 30 un. (flu Catalyst u'ﬂﬂmu H,~-gas "W condition U7inA

2
MILAD gas u burette luonoedn uam 2 Flue nree Pd- -
anlumun WAZaN9MIY  Absolute Ethanol IauvWALI&nuey 72 iwudauit
nrevlauasfelalunncdn  lrudnguifaila wmih 85 un. fanaouiwar 275-7°
anungimy  ethanol dn 8 afy lnudnguifula  Hyaweeniner 278-9°
tﬁﬂwh Mixed melting point NUANT C wu;ﬁjnnaﬂutnao1ﬂtuéuuuﬂa@
wazv  TIC. fivunldar ¢ Tmﬂ'; n-Butanol : Acetic acid : water
=7:1:1 1 RE value imfi

] ]

v
UdMII1  double-bond lud1s ¢ lugn hydrogenate lntly

Lo v
condition UINA 3wNAB4lAY  hydrogenate MWlARIWNAALGN

" - ~ ¢ P S\
Hydrogenation nitlomiounndi 45 voun/enineiy (Hy)

842410817 C Win 200 un. lu  Absolute Ethanol 50 ua. LAY

ca v " ¢ X
Pd-C 50 un. wlduay  H,o-gas naulapdounnani 45 daun/a17eua uau

2
LT A > V.3
L qluy  NT2Y UATANUAnt auLALINUNAT hydrogenate ATJIULIN 1ﬂUﬁﬂ;ﬂ

18xld win 120 un. Ayaveouiwar 277-8° WazN1TUN  Mixed melting point

4

o ) o o $ ‘l ° o o A
fudrs € nre nu B fluivaouudas wv TLC. (fAgunldns C waz H 9§
]
Rf value (911l
" . ¢, ¢ v X
Tiarzwmerifun  carbon UGr hydrogen LAAWIL
C = 78.,94% H = 10.53%

° ) ﬂ. vv
AN v
) UWIMNGAT C3oHs05 PBNNTIAL H 2 82BN Tnnd C50H, 805
1n

C = 78060% H = 10092%
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1 v
UAIINATAMIBIMGAT  C B 2O 1n

C = ?8.95% H = 10'53%
L ] v ] ]
4 o °
1 7l
WU qﬂﬂlﬁﬂﬁﬂuﬁﬁiﬂﬁUQNWﬁﬂﬁﬂf C}OH#803 unn LALNWD

v | :
o ° /\ °
tudtlwuuls o i 1w Methylation o

Methylation 984 Hydrogenated Product [ﬁé]

N\

00 H win 100 un. Ty dry acetone 20 ua. AN Methyl
iodide 3 U4. UAY anhydrous potassium earbonate 3 Ny Wﬁl%ﬂtﬁﬂ?
fNATInTUL  Methylation W 4A77 ¢ lnzacufedamwih g0 un. anudn
T4 methanol 3 a%q ‘lr‘»'uﬁn;ﬂt%uamﬂﬂumz'in wih 65 un. HyAvasuiven
171-2° W1 Mixed melting point 0l Methyl ester 84617 C 3
fqamatuinar 171° uorlunBouutas fa vaouit 171-2° wa mic iy
il Methyl ester 984417 C 14 methanol 1 Rf value lﬁﬁﬁﬁ

WEN9I1 47T C LS hydrogenated product 184417 C tfludnsain
VAt fiuuey

1 a ]

Wifn double bond Tudns ¢ lugn hydrogenate lay H,-gas
#l9 Pa-c 1ffy catalyst 1 comdition irnd wianawlnniaunadi

¢ X
45 youn/ o119 fienu

Hydrogenation of Methyl ester 984417 C nQdehoqunnng
X
4s ﬂaunlnqrﬁqua

22878 Methyl ester 984d17 C win 100 un. lu Absolute

]
Ethanol 25 ya. Ay Pd-C 30 yn. tfu Catalyst U Hz-gas Ny

> o o z .lf ° ' [ 4
Tanunasl 45 teun/ans 9t uau & M lue waLautAwatiinas hydrogenate
v Al a v v 4
a1t ¢ lancnauBeawin 8% un, enu@nlu methanol 3 AT lawanguifuiun
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(unszyn wih 52 un, fganaouiuwad 171-2° W1 Mixed melting point

o 4 . o
N Methyl ester 9844177 C WADNIWAIN 170-20~ wagna TIC. Hgund
' [

boue 4
Methyl ester 993417 C ﬁﬁ Rf value IVINU  TIAANINEITANIUNNT

v L5
hydrogenate 4a2891fu Methyl ester 304417 C LAY

v

¥ il : 4
n1fneuaztafilarnnarfinaniy X-ray  leuanid

§3983d17 C

a Ya o y . b
Uﬁﬂmﬁuﬂﬂﬁm:ﬂﬁ Hunouraueatensean  ualansus u

Tauanauan 2.5 X 0«5 X 0.1 yu. 1 Mo K - Radiation
o v v 2
(A, = 0.7107 £) Tngdhuanlwmulasauunuymaudisuzaisuenaes
ol

1
uan (Needle axis) T9vziTunifu e-axis %12 [001) axis

]
;ﬂmu Diffraction ua

1. Oscillation Photograph | 1.1. il plane of symmetry (m wio 5h)
fanandl [001) axis %uﬂuununuu
==——IET 38
2+ Weissenberg Photograph el plane of symmetry &ﬂmﬁﬁa wnu
(hko) layer fiudo 2 a uszb axis
4107 vAndiflu ortnorhombic
(afbfc,x=8=Y=9°)
2.2.5} systematic absence
h £ 2n wiwll

971 screw axis 2, MMM a-axis

22,0 X
12.5 £ (£ 0.1)

L}
2-3- Wi a

&
3. Weissenberg Photograph | 3.1. WU symmetry plane SR planes

[ ]
(hk 1) U (hk 2) layer| 3.2. ’hmu systematic absence ’éu
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NIIUIAWRUMUUEDNAT C 1ﬂU Floating Method (17)

]
Wﬂ carbon tetrachloride 2 Ud. quﬂﬁﬂﬂMﬂﬂﬂq 1%uu%naqs C
4 ] o L
L « 5 (nén ﬁqw:aauayuuaomﬂqmawﬁazaqu MBE © WuN chlorobenzene
P y  Fgmmr 10 B a ’
nasuugn Laun ?uﬂizWQluﬂﬂQWﬁﬂﬂWQ11 uan?:aﬂUﬂyluﬁqsa"aquuaumaq
v ]

carbon tetrachloride uﬁv chlorobenzene Tuﬁnﬂﬁﬂuﬁﬁﬂﬂwiﬂaﬂﬂﬂyuu
U?ﬂﬂQﬁﬁTﬁ @ﬁﬂﬂﬂ 1% pipette Qﬂ dNTazanputidl 2 U4a. Tﬂﬁquﬁwunua-
Mﬁﬂ?ﬂnHUﬁuuulﬁuﬂiuﬂﬂ Ua. 99417 azanuldn ﬂaﬁnuuﬁuuuuﬁﬂa AU

1]
PUUULD AT C  =1.175543 niu/ua. ﬁhuaﬂdlumﬁsﬂqd 11

‘! v '
AN 11 ﬂﬂ“ﬁﬂﬁ?ﬁﬂﬂ?ﬁnﬁuﬁﬂﬂﬂﬂﬂQﬁqi C

ﬂ?Bﬁ ﬁ%uﬁhﬁqrazqﬁu UTurardnTas oy ﬁﬁﬁ%?Uﬁudu hzwuuu?gﬁu
uady (nTU) | udy (ua.) (nTU/ua.) | iRay (NTU/ua.)

1 2434933 2 117466

2 2.34870 2 1.17435

3 2.35102 2 1417551 1.175543

4 1.17774 1 1417774

5 1.17568 1 117568

6 1.17532 1 1.17532

30



&
nﬂiﬂﬁuamuﬁvﬁuvuiulaqaﬂﬂ 1 unit cell 994413 C

b 3

v
I 1 unit cell
f obserdb
U luLanaTevdns ¢

3 v
AUV 3 DB

’. Density = 1.1755
Z

plu 1 unit cell ﬁ

= v
MIRMIIMY  Density lngly 2

1

n

n

Z

1.1755
456

12.5'

Tutana

nTu/ua.

unit cell 9N X-ray

32,0, 7.6 %
7z X us6

31

12:5 X 32.0 X 70 X 10-2'X 6.025

b, 347

4 lurana

/D calce

]

b x 456

X 10°

3

1245 X 32,0 X 7.0 X 10°°'X 6,025 X 10~

1,081

o
NIy / 4A.
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