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SHORT REPORTS 

TWO AMIDES FROM PIPER AMALAGO 
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(Rccdwd 3 kcmbrr 1984) 

Ycy War4 I&x-Pipn amo&q Pipaaaac; tiloidr; mns~nnamoylamida 2-mcthoxy-4.Smcrhykioxy- 
rrtanscinnamoyl piper&&; 2-maboxy-4.S-wthyltnbdioxy-rronr-p~~lldi. 

Abatmct-The hcxane extracts of the roots of Piper umulugo afforded two tronr-cinnamoylamides, 2-tncthoxy4,5- 
wthykncdioxy-tranccinnamoyl pipcridide and pyrrolididc. 

IXTRODU<TCIOS 

Piper specks have high commercial. economical and 
medicinal import KX. MOSI are tropical herbs, but some 
are shrubs and trots. Piper amalogo is distributed from 
Mexico IO Brazil. In Mexico the Huastcco natives name it 
‘Kw’ alaal its’ (dar knee) and it is used IO akviatc chest 
pains and as antiinflamatory [I. 21. The chemistry of the 
genus Piper has been widely investigated, many of the 
compounds isolated being amides of unsaturated atyl- 
alkcnoic acids [3 73. 

REXLTS AND DlSCUSSlOS 

Htxane extracts of P. amaiago roots afforded yellowish 
plates of 2-methoxy4.Smcthylencdioxy-rrons-cinnamoyl 
pip&fide (I), mp 120’.C,,H,P0,N,anct other yellowish 
crystals of 2-mcthoxy-4,5-methylenedioxy-rranr- 
cinnamoyl pyrrolididc (2), mp 178-179’. C,,H,,O,N. 
Roth gave very similar ‘H NMR spectra with signals for a 
mcthykncdioxy aromatic group (65.95 s), a mcthoxyl 
(3.83 s), a rrunr-pair of doubkts at (7.93, d. I - I6 Hz and 

6.75. d. I = I6 Hz), and a pair of aromatic protons as two 
singlets (6.97 and 6.5) Furthermore at 63.7 a narrow base 
multiplet for 4H and another at 1.6 for 6H in the spectrum 
of 1 and for 4H in the spectrum of 2 showed that these 
compounds were very closely related. The IR of both 
compounds exhibited amide (1693 cm- I), and aromatic 
(1612-1587cm-‘) signals confirming that both were 
derivatives of cinnamk acid amides. 

The I4 m/z units of their mass spectra, besides the 
isolation of pip&dine and pyrrolidinc from the alkaline 
hydrolysis of 1 and 2 rcspativdy, confirmed that they 
were N-[methoxy-methylenedioxy-rrunscinnamoyl]-pi- 
p&dine and pyrrolidinc amides. In their mass spectra the 
[M -311’ peak wasbascand thisfragmcntationhashcen 
correlated with methoxyl groupcontigous IO thealkyl side 
chain of a cinnamic acid [8]. 

Working with material from a Guadalupe Island. W. I., 
Achcnbach and Fictz [H. Achenbach. personal communi- 
cation] have isolated other cinnamic acid amides. suggcst- 
ing that maybe their plant material come5 from different 
varietia or races than ours [9]. Already three vartctics of 
P. mu/ago have ban reported in Jamaica [IO]. 

c 
n\C=C/Co-N 3 “\c=c/(‘“-N~ 

I() /--Y xx ‘H I0 a 0 
‘H 

HZC i, / W 
‘0 b 

OMC OMc 

1 2 

239 



240 Short Reports 

EXPERIMEflAL 

‘HNMRwaerecordcdrt60MHrudrt3~MMH2inCDCI, 
with TMS (u int standard. MS were obtamcd using ducct inkt at 
70eV. Ekmenul analysis were a&r114 by HRMS. For CC 
~peltwas~~tbe~“tschniquewlrfdlowadtwith 
hcxaneMclCO in different propc4oru. 

The plant mat&al was colkxtal near Tanjajrxx, S. L P. 
Mexico. and &t&cd by Dr. J. Akom and Prof. Dr. M. 
Johnston (UnivcrsityofTcxa.srtAustin),rvoucherspa5mm No. 
352s is deposited in our Herbuium Gmruly powdered roots 
(4 kg) were extracted with hcxarx during 7 days. The hcxar~ 
cxtrxts were coned and the rcsdua rdluxcd I III with McOH 
(I : 20). The McOH soln was coned leaving 38 8 of root cxtfy1s. 
The extract was percalatcd under prrvurc on a silica gd c&mm. 
al it was possibk to isolte the following. 

2-Mcrhxoy-4,S-mnhyl~~x~t~~yl pipe&de (1) 
Yellowish plates (38) from heuntMelCO (4:1), mp lm. 
C,,H,,O,N.[M]‘mir289.‘H NMR:67.93(lH,d.l- 16Hz). 
6.%(IH.s).6.75(lH.d.I - 16Hz).6.5(1H.s).5.95(3H.s),3.38 
(3H,sl, 3.7 (4H.mb 1.6 (6H. m). MSm/r (rd. int.k 289[M]’ (l5), 
258 [M-Me01 (100). 205 [M -C,H,r,N]’ (Et& I90 [M 
-C,H,,N-Me]’ (47). I75 [M-C,H,N-2Me]’ (27). 162 
(42), I47 (I2A II9 (16). 102 (9), 91 (22), 84 (U), 63 (II) 
IR v=an-‘: 3030.2873.1639. (C@N). 1612 (aromatic), 1587. 
1474. 1428. (C-N), 1273, 1248 (asym Ca), 1036, (sym. 
C-OC),lOOQ980.9W(rrcarHCICH).851,758.UV1~nm: 
235.285.350. 

Hydrolysis o/ 1. One hundred mp were rdluxcd 5 hr with 
NaOH (SO tug) in etbylcncgiycd (3 ml) anri Ha0 (0.5 ml). Aner 
cooling and extraction with iso Pr c&r. pipaidine yu idmtitkd 
as its picrate. The alkaline soln was acid&cl w-itb loo/ HCl and 
the ydlowish ppt (19 mg) colk.ctcd and p&fnxl. mp 200 
dccomp. 

2-Mahox)Ls.~-nurhylnad~x~~~~l Mfanoyl pirroude (2). 
Yellowish crystals (300mg). mp 178”. C,,H,,O.N, [Ml’ m/r 
275.‘HNMR:67.92(lH.d.I- 16Hz),6.%(lH.s~6.63(lH.d. 
J - I6 Hz),6.50( 1H.s). 5.92 (2H,s), 3.78 (3H.s), 3.62 (m,QH). 2.00 
(m.4HkMSm/z(rcl.int.)275[M]‘(II),244[M-McO]’(lOO). 

205(69A190(400),175(20).162(34),147(10).119(12~91(14).76 
(I21 69 (12). IR vzan ‘: 3030 (H vinylic), 2941 (CH, asym). 
2857.1640. (CO N). 1587 (aromatic). 1490.1425 (C-N, band II), 
1351,1282,1250.1244(c-0 C). 1175,l087(c~ 1015.985 
(rronr CH-CH), 926 (mcthyknedioxy), 846,761. UV i=H nm: 
232.282 348. 

Hydrolyti o/2. Under the same hydrolysis condittons for I, 
100 mg of 2 aITor&d pynolidine identi&xi as its picrate. The 
olkrlinc sdn alTo&d 28 mg ol the same acid as I (mp. -TLC. 
‘H NMR. IR and tnmp). 

Ac&now&&menrs We thank Dn. Canddo H-n&z and Dr. 
1. Akcmn, for colkction and identification of plant mstctil, Prof. 
Dr. H. kbcnbu$ Albert Ludtigs University for NMR. MS 
and valurblc information on his raarch on the Brazil&n P. 
~UbdDr.H.W~udI)r.G.H&lICrCONACX 
for their interest in our research. Thir work has been tinrnciauy 
supported by CONACYT PCECBNA-020599. 
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