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%ﬂﬂﬁﬁﬁgawiﬂiﬂﬂﬂaaﬂﬂﬂﬁédiuﬂﬂﬁﬁﬂéﬂuﬂgdaWﬂ (a1 LC_,

Tesam99 3.1

fa8n31 10.00 ppmd

ar =Y v £ " %
a1919 3.1 ﬁduﬁnﬁwﬂﬂuaﬂnﬁﬁﬁgausﬁiﬂﬂﬁmnnﬁgaﬂuﬂﬁsmﬂgﬂuwgqa1ﬂ

Sd | Hatl dugasiy | dwahe | LC,, (ppm)
1 P.retrofractum Vahl. i CH,Cl, 0.2904
2 E,boehmaeriaefolium Wall. Wa Hexane 0.5097
3 P.pedicellatum Wall. fiu Hexane 1.995
4 P.nigrum Linn. MR Hexane 2.129
5 P.retrofractum vahl. (2 CH,Cl, 2.632
6 P.retrofractum vahl. Ha Hexane 3.008
7 P.retrofractum vahl. i Hexane 3.468
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A9 3.1 (@@

At il duunily | dwafi | Lo, (ppw)
8 P.pedicellatum Wall. finu CH,Cl, 4.211
3 p.peepuloides Roxb. 5+hTL | Hexane 4.440
10 P.peepuloides Roxb. I+ CH,C1, 5.625
11 P.nigrum Linn. Wa CH,Cl, 7. 740
12 P.boehmaer iagfolium Wall. finu Hexane 8.428
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NEIFUsEnaUTe 6 d19an Piperine, Piperlonguminine, Guineensine,
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3.2.1 A93LaTeY iga9E9nay RT.1 (Piperine)

UV spectrum (§1 3.1 ua@dﬂﬁﬁ@@ﬂﬁuuaq% 242 uay 340 m

IR spectrum (71 3.2 WERINTIQANAULEITENWY C-H Homny CH,
7 2940 e, C=0 Fe7 1639 cn ', C==C HAa9 aromatic # 1583, 15i0,
1495 usw 1445 cm ", C-O fef 1255, 1195 waw 1135 cn ,trans C=C asi
998 uar 925 cm |

NMR spectrum (31 3.3-3.4) waaadggn nultiplet ﬁ & 1l59
v fudgmeay  methylene proton 4 %1 @s9attuausumia b war d Tudd
piperidine o multiplet $6 1.67 . himae methylene proton 2 &2
fsspiuaueumie ¢ lu piperidine, &g broad spectrum f6 3.53
. fu¥aee methylene proton 2 %1 aTea1suaudunLy e, dggn  broad
spectrum % & 3.64 Lﬁuﬁ@mﬂmﬁad methylene proton 2 @3 ATIFIS U
Swie a w9 piperidine, g singlet 76 5.97 LﬁuKQQWMﬁaQTﬂsmau
lumy methylene dioxy 2 #2, dgon doublet 76 6.44 ufgonuza

olefinic proton 1 &7 ASIAISuEY eunke 2, oo doublet of doublet

F &5 6.70 Lﬂuﬁggﬂmﬂaq olefinic proton 1 @3 FTIANALAUSWMALS 4,
dagyn doublet 7 6 6.74 Liufagnnes olefinic proton 1 &7 f9aATI UAY
aumie 5, g doublet 76 6.78 Lﬁuﬁ@@ﬁMﬁad aromatic proton 1 @73
asansUauE Rl 57, Hagn doublet of doublet # 6 6.89 LTufg e
aromatic proton 1 $73 sIAS UYL 6°, dapw doublet -

i 6 6.98 |iudggmeae aromatic proton 1 #3 saaiuauswwia 27, oo
doublet of doubletiof doublet of doublet ﬁ 6 7.40 Lﬂuﬁqmﬂmnaog

o £ o . ) X
olefinic proton 1 873 GIAITUBURTRUI 3 uasﬁwsuﬁgmwaaanad 128-129°C

IndLfmsiiy piperine FadigasTuanariu C B, NO,, winluiane 285 (15
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RT.1 (Piperine’

3.2.2 n’rsfil,ﬂ'ﬁsﬁzjﬂ-ﬂﬂ‘mzﬁnaﬁm RT.2 (Piperlonguminine)

UV spectrum (51 3.85) LLaimm‘i@@mﬁuumﬁ 247 Ua¥ 336 nm

IR spectrum (JY 3.6 LLz\imﬂw@mﬂﬁuumﬁawg N-H $of 3284
ent,  C-H femasmy CH, 71 2950 cm ', C=0 foit 1645 em Y, Cc=C Fan
1618 on *, C=—=C fiA2B9 aromatic i 1505, 1490 em™*, N-H 1@ 1550
cm ', C-H 1p@BIWY CH, # 1440 om~ Y, C-0 FeW 1258, 1040 cm , C=C
38™ 990 use 925 cm

NMR spectrum (§il 3.7-3.8) wamsdnn doublet # 6 0.95
Lﬁuﬁqrr_mmﬂaa proton 6 #7 slma;ﬂl nethyl 2 'vm;ﬁaq isobutyl amide, Hpmo
multiplet ﬁ & 1,83 Lﬁﬂﬁ@@ﬁmﬁaa proton 1 éuad isobutyl (-CHMe,),
fogoe triplet # 6 3.18 Ly mape methylene proton 2 #7  3BINY
isobutyl amide,. ¥ broad spectrum 7 & 5.54 ,Lﬂuﬁmgﬁmﬁac
proton yeerululasian, Hggo  doublet 7 6 B.92 Lﬂuﬁmwmﬁaq
olefinic proton 1 &7 mam%ﬁauﬁmmﬂﬁ 2, dgmnn singlet #e 5.98
Lﬂui‘m@mﬂaﬁﬂwaﬂwg methylene dioxy 2 &3, &ugw doublet of
doublet T 6 6.66 Liufyymead olefinic proton 1 & FIATFUBUG UL
4, dogn doublet # 6 6.77 \fuzpe aromatic proton 1 v R RC I

Gumis ', Hoga doublet # 6 6.79 tihizas olefinic proton 1 #1 A%
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ATTIBUA WYY B , ’m@ﬂm doublet, of doublet 7 6'6.88-Lﬂgﬁa§ aromatic
proton 1 @3 asoadumL fumia 6, ¥ugoe doublet ﬁ §76.981Lﬁuﬁgmwmﬁaq
aromatic proton 1 ﬁ?_@seﬂﬂénauﬁﬂuﬁﬂa 2", sy doublet of doublet'
# & 7.36 (Husasolefinic proton 1 # ﬂﬁqﬂﬂéyauéﬂuwﬁa 3. _rﬁﬁjﬁﬁ
Eﬂﬁaﬂmlﬁaﬁ_160*16?°c; Y% daviy P iperlonguninine; %ﬁﬁgﬂiTmLaqatﬂu

c. H, N0, awwluana 273 (18)

18 19

RT.2 (Piperlonguminine)

'nmﬁt_ng.—__'__ﬁqmm siﬁglét -'?i‘-é 1.6 Lﬂuﬁmﬂmnaq;proton;z ﬁ':;'].u\_'f_'_l( H,0)
3.2.3 ﬁﬂﬁ%tﬂiwsﬁgﬂiTﬂﬁaﬁ%10ﬁaq RT.3 {Guineensined

UV spectrum (gﬁ 3.9 uﬁ@aﬂ15@@ﬂ§uuaq% 208 Lar 258 nm

IR spectrum (31 3.10) UFERINITAANALLEIDDINY N-H gem 3310
en™®, C-H Savas CH, W 2975 cn”*, C=0 8 1660 cm , C=C ot 1630
Lt 1620 o’ t, N-H 9@fl 1545 cw . C=—C @Ama3 aromatic 7 1510 uae
L@Scﬂ‘,&ﬂgmaa@gﬁ1&5cﬁ*,C4>%ﬁ1%0cﬂ“,c£ gﬁ
1000 u@r 920 cm

MR spectrun (g1l 3.11-3.13) usasdgga doublet #e 0.92
gasTleeu 6 2 Tungi  methyl 2 wi 98¢ Isobutyl amide, oy
multiplet #i6 1.33 \funas methylene proton 2 03 @i@ﬂﬁ%uauﬁwuwﬂa%
9, &g multiplet ﬁ 6 1.43 Lﬁuﬁad methylene proton 2 1 AT
ﬂﬂ%ﬁauﬁwuﬁﬂqﬁ 8, & doublet 76 1.62 Lﬂuﬁmmﬂmﬁaa methylene

proton 4 &2 miaﬂwénauﬁwuﬂﬂaﬁ 7 ume 10, #hon multiplet 6 1.80
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Lflu‘ﬂaa proton 1 f1 789 isobutyl (-CHMe,>, i'ﬁgmlnm multiplet ‘?1 &
.16 Liuppy methylene proton 4 &9 AFIRNSLRUAUTLY 6 war 11, Hggon
triplet 7 6 3.16 1Purne methylene proton 2 # 1899y isobutyl
amide, #ygyw broad spectrim # 6 5.50 tiunas proton 1 3 ey
Tulasian,  Hgogm doublet 7 & 5.74 Lilwzae olefinic proton 1 §1 @33
Aduaudumily 2, Sgon singlet # 6 5.93 1iugas proton 2 @2 HBIRY
methylene dioxy. 5@{11’@ nultiplet '?"1 S 6.07 Lﬁu‘ﬂm olefinic proton
3 &1 Perfususunie 4, S uar 12 suaéy, duga doublet s 6.28
{juzee olefinic proton 1 & ATIATAUBEUG WY 13, Fgann doublet %o
6. 73 1Junea aromatic proton 1 &7 FaSupudumis 57, g doublet
of doublet # 66.75 tfuray aromatic proton 1 #n ﬂﬂﬂiuaumwuwuq 6’

S doublet ﬂ 6 6.89 Lﬁuﬁaa aromatic proton 1 7 ﬂﬂ?iuaumﬁuwuq
2' uardonnn  doublet of doublet 76 7.19 ufggwzas  olefinic
proton 1 7 A uaus e 3 aqiﬁﬁgmﬂaamtwaa 112-113°c  lnAdzefiv

248 30

Guineensine %aﬁgﬂiiuLaQa C, H.,oNO, wialuiana 383

o

" o3 11 9 7 5 3 0

‘ 12 10 8 6 \4 \2 1klrg/Y
é

RT.3 (Guineensine)

3.2.4 ﬂ113Lﬂﬁﬁzﬁ§ﬂsTﬂﬁaﬂ%1aﬂaa RT.4 (Cinnamic acid piperidide)
UV spectrum (31U 3.14) LS AT IRANTULEIN 218 UAE 276 Tm

IR spectrum (71 3.15) UEAINTIANAULEITRINY  C-H Haa 9

-
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CH, 7 2855 uav 2940 cm ©, C=O P 1640 cm ", C=C foft 1585 cm 7,
c——c faa9 aromatic 7 1500, 1480 W 1440 cm *, C-N fef 1245 cm ",
c=C &% 985 cm - way ~CH,, Tane# 760 cm "

NMR Spectrum (Eﬂ 3,16-3. 17> udasdgyw multiplet % 8
1.67 789 methylene proton 6 &3 1ud3 piperidine Feiuaus UM b,
c, d #mna broad spectrum #6 3.62 Lﬁuﬁgmﬂmﬁad methylene proton 4
S4 FASusuS RIS a Ut e lu piperidine, duyw doublet #6 6.90
vfugny olefinic proton 1 &1 ﬁﬂnéuauﬁwuwﬂa 2, dgge doublet of
doublet e 7.35 Lﬁuﬁgmwmﬁaq aromatic proton 3 73 Tims usus i
3', 4', 5', #ygwn doublet ﬁ_b 7.50 uar multiplet ﬁ 6 7.53 Lﬂuﬁad

aromatic proton 7w 2' uar 6' MWARU, Hygw doublet i & 7.63

LY . s £ e
Lﬂuamgwmﬁao olefinic proton NATTUAUAILRUI 3

i

, 2

3 1 3 ( O|\ a
\2 TSN ND
4 6 e c

3 d
RT.4 (Cinnamic acid piperidide)

Mass Spectrim (gﬂ 3.18) ud§ewA2Rs molecular ion ©i 215
m/e mﬁdﬁUQMiTuL&Qa C. H._NO %377 double bond equivaliﬁf = 7,

14 17
b

w 9 A + =8
LLa@l\Uﬂ']‘iLL@ﬂ“ﬂﬁBGTN%@Q@@"JE’N@ﬂ 138 m/e #8d CsﬂleN (
391.64 %), base peak T 131 m/e 1A3 C_H,O ¢ W . 100 %,
< + ~
foi 103 mre aa0 c it ETST, ate w, it 84 we 189 CH, N
+ : = ‘2; -*- ; ar
¢ ¥, 33.6 %) uatila¥l 77 m/e 183 CH, ¢ V', 251 % Fodhin

b
ﬁq§m5Tﬂﬁoﬁ%ﬂqmaiﬂu
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131
138

0
\ N
103

77 §‘"84

RT.4 (Cinnamic acid piperidide)

@ Eq‘ [=] v =d o -=u 35!
f19fuNemaanvad 108-1117C AT RT3L BNET T B9 WA E 1 TH L T
S . 1= a; 'Y w H j Qars aaa
wxdna Piper WANNN9RI L AT eRE TR lurasliisinng T nUgniseneas  aral-
dehydes fiu 1, 1-dimethoxy-1-(N-piperidinyl} ethane %aﬁgmﬂaanL%&a

110-1147C W tuians 215.29 (Land13 12D

3.2.5 ﬂﬁﬁ%LﬂﬁwzﬁgﬂsTﬂﬁaﬁ%waﬂaq RT.6 (Retrofractamide C)
UV spectrum (71 3.19) uﬁ®0ﬂ1i§ﬂﬂ§uuﬂdﬁ 210 uAr 261 nm
IR spectrum (71 3.20) LEFINIOANAULEI BRI N-H fiem 3330
-1 ] ' < -1 A a —1
cm Y. C-H femagwy CH, 7 2910 us¥ 2940 cm , C=0 #éM 1660 cm ,
C=C  §HeT 1620 cm T, N-H Jan 1545 cm ', C=—C #a#ps aromatic W
1600, 1490 em *, C-H 9pwad CH, % 1440 cm =, C-O 8e¥ 1260, 1040
—1 < -1
cm , C=C 3gh 960 uay 920 cm
NMR spectrum (1 3.21-3.23) uanofgnn doublet # 6 0.95
789 proton 6 @9 Tuwg methyl 2 mg 789 isobutyl amide, &g

multiplet #161.50 1iusas methylene proton 4 §3 finnfuausiumis 5 uax

6, &gnw multiplet # 6 1.81 tituzaq proton 1 @3 289 iscbutyl
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(-CHMe,), &g multiplet # 6 2.18 1iunas methylene proton 4 #3
Asansuaud w4 uar 7, dgaw triplet n 6 3.15 Lﬁuﬁmmwmﬂaa
methylene proton 2 §7 783 isobutyl amide, #mn broad spectrum i

6 5.48 tiuwae proton 1 #7 TeeiululsTiau, Sygom triplet of triplet

[
<

F & 5.75 sy olefinic proton 1 0 asanTs AU 2,  dogow
singlet 7 6 5.93 tilwaag proton 2 &9 ﬁuﬁg methylene dioxy., &
doublet of doublet of doublet ﬁ 6 6.07 Lﬁuﬂaa olefinic proton 1
F1  msaedusudnunie 3, Fywna doublet. of doublet ﬁ 5 6.29 Liheeaa
olefinic proton 1 7 asInsTauE UL 9, Fpym doublet 76 6.73
\ihigpe  aromatic proton 1 &3 Fanduawsiumia 5 usrgdy  olefinic
proton 1 &2 Faviusudumia 8, #ugnaw doublet of doublet # 6 6.80
Lﬂuﬁaq aromatic proton 1 #n ﬁﬂﬂéuauéﬁuﬂﬁq 6", duow doublet ﬁ o
6.87 Lﬁuﬁaq aromat.ic proton 1 7 ﬁﬂﬁéuauéﬁuﬁﬂq 2" aﬂiﬁﬁgﬂﬂaaukﬂaa
20 27

118-120°C ‘In¥LAeay Retrofractamide C Feilignslians C, H, NO, 1@

Tucana = 323 (3D

RT.6 (Retrofractamide ©

3.2.6 nYiLasehges [wseEi19Eas RT.7 (Pipercide)
UV spectrum (71 3.24) LENINTTOANAULETN 204, 260 mm
IR spectrum (31U 3.25) LERINITAANAULEIBBINRY N-H gem 3300

en™*, C-H fempa CH, # 2900 cn *, C=0 fiafl 1650 cm ', C=C Hah 1620
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om™ Y, N-H 987 1545 cm ~, C==C 30789 aromatic # 1600, 1485 cm —,
C-H 9889 CH, 4 1440 om~ Y, C-0 fe 1255, 1040 em T, C=C 7 960
uay 920 cm

NMR spectrum (Ji 3.26-3.28) Laaasonm doublet ﬁ 5 0.92
Lﬂuﬁaé proton 6 &2 Tnﬂg methyl 2 ﬂgﬁaq isobutyl amide, dQg o
multiplet # 6 1.47 Liuua9 methylene proton 2 1 fTIATsUaNdumls 7
war 8, Ay multiplet %6 1.80 Liuzpy proton 1 @7 pBa  isobutyl
(-CHMe, ), dggnn multiplet ﬁ 5 2.17 Lﬁuﬂaa methylene proton 4 i
G5IMSUALAIULMLY 6 uar 9, dgnna triplet # 6 3.17 Liuzpy methylene
proton 2 €13 7189 isobutyl amide, gy broad spectrum ﬁ & 5.44 (T
289  proton 1 @7 feerululaTiau, Hugn doublet 76 5;74 Liuang
olefinic proton 1 &7 ATIASIBUAURIS 2, Huun singlet %6 5.93
Lﬂuﬁ@mﬁmﬂaq proton Tum% methylene dioxy 2 &7, &g multiplet ol
6.05 Limas olefinic proton 2 #7 FTIAVSURUE LY B uay 10,  aonnn
doublet, % 5 6.28 Liuzee olefinic proton 1 &3 asenduaus e 11,
Hyn singlet $ 5 6.74 11uzps aromatic proton 2 &7 MIIAVILDUG UM
2 uar 5', annw singlet F 6 5.89 Liupag aromatic proton 1 &2 @99
AsvauEUNLe 67 uaziignnn doblet of doublet of doublet s 7.18
Lﬁuﬁgmwmﬂaa olefinic proton ﬁﬂﬂ%uauﬁwuwﬁa 3 aﬂiiﬁgmwaauLwaa
116-118°C ‘ln¥iAmefy Pipercide BoflgasTuiane B, NO, wwluians

22" 29

35 (50
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RT.7 (Pipercide)

o= 2 e a’y"’.
Tereas19ra9g19Usenay 6 oite (ani3u RT.4) arasteq b lila

[ TR N T} d't &Dt&fq 2 v sl
AIIENTRYENIY  Mass Spectroscopy Lilagnngian l@ansunnilse wal ey

1 I ar » A
Lﬁﬂﬂ%agaﬁaq UV, IR t@r H NMR 89§19 6 Alafug s T NBUAN AT 1Y
v . v e \ P a - » P A

TaTedsansiuau immwuwuaﬂwigmﬂauuﬁau&saqmwmﬂmsqﬂu BNNIATITRABNLIR

fyad . . ¥ E
PMEE % B aFuan SedanToduin Tareas Wensdstrenani 6 el
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