Unﬁ 4L anANuan
4,1 wundn

2l -~ . -~
TﬂaanLﬁuﬂﬂauanﬂdatfunwaquda v Urmsumon (18uslwd)  wganains
(879m09) PN Fausznam 30 - 50 em.  luidwluiAussendduiudnunznanuia vouly
-~ - L} - ' -
soyL 278U 9 infloundl  wds B Buaunuasliflew  voslufleunannan nawlupaa 1 - 4 cm.
- L
nanidunoni Auroonaandaniu  naweonuaaUszuam 5 mm. nAusand 5 nfu  Siwfosoouson
- - . - LY -
L8y SnuavyiaUsenan 8 mm. ﬁgﬂuﬂﬂuqqtuu inasshagd 5 duleduTAun8uson nauLnds
- 1 v
8o duidunsauns 9 UasetJugidiisouusn 2 sou  wafdnwmrnanfai fuuiltelunuag i Ju
5' > I~ g o J",{‘l
SunfosfiaunnguunanaUszany 1V ems” Sindanan  iudanan  (Tulgngoudulufidsian
- ' o w L} L e
uwnuuuuiusqmtdoaﬂﬂdﬂﬂﬂﬂbévermnquﬁ7nvqisﬂ1mwaquauqq Lou Faauld L du
- 1] - -~
prunUadnizdn  laflel foss A vaosandnidu fdru unafvuas (Tusn  sanldunOediet  Au
WduL Ay dorq1Ju diuretic uax-laxative mau

Tns ina 1 JuR lussega Solanaceas dsiiviany species mauru 1oy Physalis

alkekengi, Physalis ixXocarpa, Physalis minima, Physalis peruviana,

Withania somnifera iJumu Rons:=padidurlaulagosnmundnansfinsaxdnasaien
crude extract ﬂaquﬁa=£1u1dwqqn§hqauq Usﬁngﬁq crude extract lusanuazilud
MSniuIvauaUn g T Lol sedative, hypnotic uaz antiseptic 54ﬁéﬁﬂﬁﬂtwﬁﬂdﬁaﬂv
ganuaY N 5740 L Roun dawUs rnouni 1 L AR § !

: 12
Iu0 1968 I. Kirson uwazAmzlavnasTdulugas Withania somnifera wu

withaferin (I) wu&z 2,3-dihydro withaferin (II)
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withaferin (I)

2 ,3~-dihydrowithaferin (II)

w0 1969 Kawai Mitsuru uszAmzlavionnsT4dy  Physalis alkekengi wu

physalin A (III), physalin B (IV) umz physalin C (V)
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physalin A (III) ' - physalin B (IV)

physalin C (V)

- 14
u0 1973 I. Kirson uazmmelerinasT4ulugos Withania somnifera

Snum Ju chemotype ensoonlU  wudnswan withanolide 9 # 1du withanolide G

(VI), withanolide H (VII)
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OR

withanolide G (VI) withanolide H (VII)

0L foatutdios 8. Sankuru uarAm:lmartmansainiusas Physalis
ixocarpgswu physalin B

qu0 1975 Erwin Glotter sarAmzlafinviadisUsznouimluluees Physalis
Eiggg;smhﬂngfquuniﬁ%ﬁs 5 ¢ Ao physalin B &1 1 TuosAus novdulvmuazans I

wan steroids 4 #a Fo 5B,6B- epoxy physalin B, withaphysalin A (VIII),

withaphysalin B uar withaphysalin ¢



withaphysalin A (VIII)

w0 1976 Sakurai, Kenmsuke uazAmzlaantmnansaaniuwos Physalis
17 4 :
peruviana wu withanolide E ug: 4 B - hydrexywithanolide
w0 1974 Yamaguchi, Hideo lmafm alkaloids anns1neas Physalis

18
alkekengi wu tigloidine (IX), tropine (X) waz pseudotropine

(5]
oeod=cHey
H
H
OH
tigloidine (IX) tropine (X)

aziflaarasthwulufigns s patiuvsooninidu 2 wanflo steroids  uasz

alkaloids

31
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3 1un1s§4bﬂ?4ﬁ§4ﬁazﬁnuﬂéﬂsLnﬂ%udqudqﬁthaLﬂ« stﬁziuﬁauiuuassqniﬁﬁ.
grinddulauaa WA Iud e Mg Tl dunanon  stafufer 140 Roas e 1USoU L Avudn 57
aalaa1 1 TuAN sUs 2 L L Bw o lnlunas sanusols TALY N SNAADIUUNAT 5 TUA U WU
Yimo4 L Buatfuffuari1luluuazsan Aoaremiy trichloromethane nF1a AT dn s I

U§$ﬂ§ AnwipaasdBnisiafl dasinssdsns . éqazdouﬂﬁgﬁauﬂsznaunqqLﬂﬂﬂuﬂduﬁndqﬁh
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B4.2  inARARIY “ Al unisneaas

4.2.1 iafosflouazds Oy

1¢ aluminium oxide for column chromatography wasuSwh E. Merck,
Darmstadt iJu adsorbent #u column @1¢i0u column una ewIAN9M9dainL Anor
pack column Tnule dry packing process AalannaAuifedy stable uaainansdl
Raanasuunasly 19 eluents #in< 9 AANasUAa hexane , Asuangay  hexane M
trichloromethane (1:1 TmuUSuams),hexane fu trichloromethane (1:3 ImuusSuams),

trichloromethane , trichloromethane y methanol (19:1 TmguSuams)

4.2.2 Thin layer chromatography (T.L.C)

9 silica gel (Type 80). for thin layer chromatography woiuS¥n
E. Merck, Darmstadt :Ju adsorbent nnsvin chromatoplate 19 Desaga spreader
- . 3 L} -~ W ]
infunTauld silica gel 40 g pandUdanai 78 cm®  tepamigatu 1 - 2 uafl  inla
spreader flusiulv adsorbent fmzquvna 0.25 mm. a’ln chromatoplates euim
20 x 20 cm. amau 5 ulu Usoutvuniflgomgfvos 30 wafl uaafs activate sy
ouflgomga 100 - 110°  8n 30 waft  fulan dessicator ReLRFuslad MUY

T:5.C
4.2.3 Nuclear magnetic resonance spectrometer uf:z mass speétrometer'lﬁ
avWrifrme TnunAnans v Inonduading

4.2.4 Infrared spectrophotometer uaznNITUIFANRDNLUR?

Lafoflof T vfioumfage 2.4.2 uar 2.4.4
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‘4.,2.5 Sovents

soventsfldluns1dud laun hexane benzene ,trichloromethane diethyl

¥
ether,2 - propanone methanol é4ﬁﬁ1ﬁh?$ﬂ§%ﬂunﬁ7n§uﬁauﬁazﬁﬂuq1J Wanann

methanolfldadmansannfiy a1 Tumosrinlwusinsnou

4.3 nasafm (Extraction)

NSAMALEIA15AINAUININS  lasAuna sitana g Watonauine inednfltnlu
wazvInAILAIMINUARITURY  URaz L Jun uéﬁﬁdTUéﬁhTmu?ﬁuJéq71uﬂhﬁqa:aquﬁqmwgﬂ
Wos  udfivlivany q tu uaziwgrganfluddnsi Sunfansas udlu trichloromethane
Afiaz 10 T4 Nsa9L01d15a2a10994 trichloromethane Wnduauinfousuams 200 -
300 cm®  uAsrluaRe W IRUATURAneaRnduldOn L no T uRamAfuN water
bath uadaniﬁhﬂsﬁahwmztﬁuﬁ1ﬂuﬁﬁﬂnﬁaautwﬁaq nsathdn sarnauIng inelans =

2 Ay Maeasaad 1

L.4 pasuunans (Separation)

widnsflnannnn satanay trichloromethane w1azaqelu trichloromethane
3 ~ - - ] '
50 cm fAuu  water bath WM crude azatruuadlwIWUIATe 188914 column
dqus7a alumina (360 g) 1y adsorbent 1 2 columns iwflourduas elute
- LV - LY
My solvent systems auflanan 2uaslueo 4.2.1
& 3 U . [
\fiu eluent m¥iaz 500 cm dauma: fraction Malundulasfaritazany
3 ' ' 3 v &

oonauinfodn s Werandussuam 15 - 20 cm nulavangunsaveuim 50 cm URIBIN

Al lvmnudn wondnsoaniduwan o Taunisnadousay T.L.C  maumasasf] 2

4.5 nasrdasmuséns (Purification)

{ann1srin column chromatography ‘lu fraction fl1usz 2 avle

semisolid &umfasssonuavutdwitu  (HonmRoumay T.L.C
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1da1sazatundn  hexane : trichloromethane (3:1 TmuuSuams) 10w eluent
USﬁﬂg€ﬂ15 spot Mgy spot (flyq nbﬂﬁ1ﬁuadﬁﬁauu plate frashifarin  semisolid
unan4mau hexane uazenuAnansflaniu methanol lawosufifenalufgundn

(amorphous) snuAndwau methanol awlpaqsusans  (medoumau T.L.C # spot

tflp2) m.p. 68 - 70° (0.2831 g, 0.82 % wos crude extrzct) mmwmalnidudis C

d9ulu fraction 6 - 8 1floldansazanundnszwing hexane : trichloro
methane (1:1 TmeUSanms) 10w eluent nan sanufnaonun L TuguL Saurtul wi
Aivdos  aannasmadousay T.L.C. wusnfslwnagtudns ifiosounaifius  saiudald
methanol ansiodsloon 2 AFa udalanudnnag methanol azlawdngUiSufwndoonun
nndounay T.L.C. awlufdrsSuifoun  adrsed m.p. 138 - 139° (0.451 g, 1.32 %
904 crude extract) mmwwmlnidudas D

9 fraction 9~ 11/ 1feWdarsasarondusswins  hexane : trichloro-
methane 1Ju eluent lAansAnuBnsonunfanuesn 2 - 3 uln ﬂahwmztﬂﬁﬁuqdﬁu
nnébuﬁﬁu F.L.C U?ﬂﬂg{ﬂ1ﬁﬁﬁﬁ?dﬂlﬁﬁdﬂ LorunanuANInlu benzene lan&nfena
m.p. 87 - a9g° uﬁﬂU?uﬂmﬁbuuﬂnﬂeﬁﬁéﬂuq7nﬁqn1%Lﬂfﬂsﬁ%ﬂémsiﬂsqé§ﬁaiﬁ I MUR
Iidudas' E

1w fraction 26-27 Ldaiﬂhwsazawuuéu7=w§qq trichloromethane :
methanol (19:1 Tmuutuams) flerialiifAauunaarindasanuint Sugul Sl wudivies
1 hexane aranuwhioon 2 AFA TmuﬂJ hexane mfsar 30 cm®  suw water bath
AudnAgvdiuaadsinion hexane  oonuazansniy diethyl ether 8n 2 afs umzmnufin
aan benzene Mu methanolaszlaufngUifu m.p. 233 - 234° medoumay  T.L.C.

UsanginlsiflansSuifovu (0.027 g, 0.079 % wos crude extract) Tmuninidudns F
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ansnafl 7

JSunmwody crude extract Maaannisatamau trichloromethane

afard | W mtnauineinadn Younnauineinauva | Usuams solvents Jmu’nvmé'\w’érfm wWos L aus
: (kg) (kg) (dms) oonun  (g)
1 5 0.5 4% 4,13 0.82
& 5 0.5 4 1.52 0.3
3 1u 1.54 10 22.07 Ry |
L 14 1.54 10 7.32 0.4
5 - 3:5 18 34,12 0.97
6 = 3.5 18 13.55 0.38
i
L ¢ -



mmad 8

wan1swyn crude extract qmy column chromatography
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eluents U fractions | ANunzYdIRITURTFANRINLUAI NN L UG
hexane 1 -2 semisolid Uwuluginfes
3 -5 W& iulosoou
hexane : 6 - 8 nAngUidudens m.p. 130-133°
trichloromethane Uil L wlos
(1;1 YeuUSunms) 9 -11 w8nfgaq m.p. 97 - 99° L ann =Ly
L fiuannaysun
| &auttdls Fuann
(AymsUsana slaift :
1
12 - 1b Yl iuloscoy '
hexane : 15 - 18 WA woniduge « :
|
trichloromethane 17 - 19 Yl 8o ‘
(1:3 Yaeusunmy)
trichloromethane 20. ~ 25 - atudern
trichloromethane : 26 - 27 - Jeld ivSosUundngUL S
methanol | m.p. 228 - 752"
(19:1 IauUsuans) 28 - 30 T iudos




4.6  NATRTIARNVRz 29131 sTLuNooN 1A

4.6.1 nisasiaRmdNUniInIunI WAz colour reactions ga3dans C

o -~ -~ -~
ds C (m.p. 68 - 70 ) a=za1wlmlu hexane sou uaz benzene azanula
(§nuouiu 2 - propanone ua: diethyl ether, ethyl acetate, ethanol uaz

methanol

Rf = 0.69 [id'alumina Jw adsorbent uas develop M2y benzene ;.

methanol (3:1 TYauuSuams)] )

dmwntnluiana 450 (mass spectrum)

- -1 -
IR spectrum n v Py ACRAN] nquiUﬁ 11 wun 39
mrsasfl S w40
1
H NMR spectrum (7w CDC13) ﬂﬂuzuﬁ 12 wvun 39

nﬂsqqﬁ 10 ww1 4l

4.6.2 naTATIARMANUBMA4NIUNIW UaT colour reactions easans T

dns F azarulafiie 2 = propancne, methanol, ethanol, ethyl acetate
azanulsuoulu tetrachloromethane uaz benzene luazanulu  hexane, H2 ,dilute

hydrochloric acid

Rf = 0.u47 [ 9¢ aiumina Ju adsorbent yas develop . maw

trichloromethane : methanol (5:1 tnud?uqms)j
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IR spectrum g8i]3s, m.p. 68 - 70°
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IR absorption

peaks gaidnsUsznou C m.p. 68 - 700

Frequency (cm_l) Intensity Assignments
2810 - 2900 S C - H stretching ,%a3
CH2 & CH3
1460 s CH3 asymmetric bending
1380 w CH, symmetric bending
725 s(doublet) CH, rocking

40
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No. of

Protons

misaafdl 10 H NMR absorption peaks #93a815Usznav C m.p. 68 - 70
Peak Chemical ~Proton assignments | Approximate
labeled shift : integrated
; area (P.U.)
. £ _%_whﬂm_mﬁuw“_ I S
0 0 'CH3 Protons  yos =
| (CHa)u81
|
A i 0.85 CH3 Protons gaa 6
alkane
B 1527 CH, /Protons (wo< 61

2

alkane

60
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A . ’

o
IR spectrum/ #94d82s m.p. 233 - 234
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4.7 TatrsmuazagUuaniTnasad

AMNAUNINGINILENdsla 4 99n Jemwunividudns C, D, E uaz F anua sy
ans C 1Ju amorphous &g12 .m.p. 68 - 70° uwyneenunain column (alumina) (fHold
hexane 1Ju solvent ua2mnu&n’lu methanol &ns D 1JunSngUidudena m.p. 138 -
139° uunaanui%qncolumn 1019 hexane : trichloromethane (1:1 meUSuams )
«Ju  solvent uasmnufniu hexane sou a1y E 1Junfnfena m.p. 97 - 99°  uwn
sonunann column  1Hold hexane : trichloromethane (1:1 TmeUSwams ) 10w
solvent ua2mnudniu benzene @15 F AduudAngUidufera m.p. 233 - 234°  wunoan
wnaan column fald trichloromethane : methanol (19:1 TmwuSuams) 1w
solvent uAIRNNANIHANTAZAMUMANSSNI13 benzene MU methanol

das C m.p. 68 - 70° fdmaniuiana 450 aan IR - spectrum

KBr

characteristic peak ( v ,cm : ). flusand C-H stretching sas CH3 & CH2
max

(2810 - 2900), CH3 asymmetric (1460) CHgy symmetric (1380) uas CH, rocking

1

(725) 'H NMR spectrum ( €DCL,) Wi signals fl 6 0.85 «Ju triplet &

approximate integrated area 6 Jos 1Jup1 chemical shift eas CH3 fnarky
A 6 1.27 1Ju singlet { approximate integrated area 61 gos 10uAn chemical

shift was CH, Annnu CH,

annnasiUfouLfiou  spectral data gasans C MU standard spectral data
1falandns C A c32H66 dotriacontane ugnand mass spectrum geduayu
TAs4as14ANa2Taud peaks  fluanfla: 14  maon

ans D 4 IR, mixed m.p., T.L.C., 1H NMR urzUjfifuniadeosdsasstuans
Aa1sB  flananawauas  Saidudnsdteifuamufe B-sitosterol

E & m.p. 97 - 9g° foranifusnaniounan  Adk{lavanasTiAsasv

. - s
19gasurzasaUsznouously
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a1y F & m.p. 233 - 234° aqnnasnedoumdy  2,4-dinitrophenyl -
kydrazine uaUsingan W positive uéma{wﬁnﬁ carbonyl oy uazOutumay
IR spectrum Jsangan peak f 1660 cm-1 wintflo9aandn sausunaniounIn 4
yinlw peak Su «q fMAaan IR spectrum iilaludh  wonaindiu 1y MR gavaai
a=fl carbonyl group aﬁiﬂuﬁ_proton Anmrtu carbonyl group disimn chemical
shift 1.4 - 2 ppm. M2y  a1nn1smadouty reagents m1e wu21M  negative
test mo Liebermann - Burchard ua: alkaloid reagents ust flosannadn so

USuamsuoounnd s ey nn sAnwano U
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