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Ketalization of 1-(2-pyridyl)propan-2-one (III) with ethylene glycol, followed by
catalytic hydrogenation over 5% rhodium-alumina afforded a piperidine derivative (VI),
which was hydrolyzed with 10% hydrochlorlc acid to provide isopelletierine (I) in an
excellent yield.
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STEEAPERICES Lythraceae 74 % = 1 FOBRWEO—E L LTI O—BRBEHB LML DT
JETD.
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ZTTINDLDRKEHE T 5 1o, JIRAREEZR A%, T 78 b 1-(2-pyridyl)propan-2-one (II1) %
ethylene glycol % Fu TR 90% T ketal fk (V) 12 X ketone %R Ly{:?ﬁ, BeBEh 5% Rh-AlL,O0; %
WCHREE TRART LT 88% ORRECEILAE (VD) KFH L. VI 10% HEMTUBL Ty # -1
LR ARV TESIEED isopelletierine (I) % UTK 92% 5 & L AT E .

COBRAREL Bichi LOFRCEAT, ~fFREVS I ONRLMEDOKCER T 5.

f;j@%ﬁ\: DF P TCHES I\ 2 HZRFEBLE UC Lythraceae 715 » 4 F decaline OLFRKA 1T - 721

2 B o #yw

* 2-(2,2-Ethylenedioxy) propylpyridine (V) 1-(2-Pyridyl)propan-2-onel4e) (iII) 21.3 g, ethylene glycol 19.6
g, p-TsOH-H,0 34.8 g o benzene 120 ml ¥ ¥ % Dean-Stark 0¥BH* AW CE T3 REBREL LR D 5 B
BBV, ®% 5 % NaOH (200 ml) ¢iE% L, K@iz CHClL, C#iH T %. Benzene B rrt CHCL, B2 4L
R BEEE L CRLERELEE L bp 126—127° (17 mmHg) o &EHRY (V) 2558 (90%) % #E 5. IR
vie cm~1: 1590, 1570 (pyridine). NMR §: 8.64 (1H, d-d-d,. J=5; 2; 1 Hz, Hy), 7.68 (18, t-d, J=7.5; 2 Hz,
H,), 7.38 (1H, d-t, J=7.5; 1 Hz, H,), 7.22 (1H, d-d-d, J=7.5; 5; 1 Hz, Hj), 3.94 (4H, m, A,B,-type, OCH,-
CH,0-), 3.10 2H, s, C-CHy-C), 1.39 (3H, s, CH;). Mass Spectrum m/e: 179 (M*), 87 (base peak, C,H,0,*).

Picrate: # ¢ INE (EtOH). mp 135—137°. Anal, Calcd. C,H,;,0,N,: C, 47.06; H, 3.95; N, 13.72. Found:
C, 47.11; H, 4.08; N, 13.57. ' v

2-(2,2-Ethylenedioxy)propylpiperidine (VI) Pyridine fk (V) 7.1 g © AcOH 15 ml %% % 5 % Rh-AlLO,
208 ¥MVWHENECEMET T . BHRE0 H, RIEHER®E% L eRER aq. NaOH %Mz <7 u Y
M U (CoHj) O i+ 5. (CGH,).0 Ba ik, HEEE L T8 cBELRE L bp 120—122° (17 mmHg)
@R (VD) 6.5 (88%) %785, IR 4 cm—t: 3350 (NH). NMR 8: 4.00 (4H, s, ~OCH,CH,0-), 2.63
(1H, s, NH, D,0 yMmci44%), 1.37 (3H, s, CH,). Mass Spectrum m/e: 185 (M+), 87 (C,H,0,*), 84 (base peak,
CsH,(N*). \ : :

Picrolonate: ¢tk (EtOH). mp 197—199°. Anal. Caled. C,0H,,0,N;: C, 53.44; H, 6.06 ; N, 15.58.

"Found: C, 53.71; H, 6.30; N, 15.62.

Isopelletierine (I) Ketal ff (VI)21.7g » 10% HC1 300 ml % % 70° © 4 Bima 3 5. &% aq.
NaOH ©7 A5 ¥y &L CHCL, chhili+5. CHCL, Ba#ik, BREZIELCELBELYRYL bp 96—98°
(18 mmHg) oy (1) 15.1g (92%) %% 5. IR »i% cm~1: 3330 (NH), 1710 (C=0). NMR ¢: 2.52 (2H,
d, J=6Hz, CH,CO), 2:19 (1H, s, NH, D,0 %Rincigs), 2.17 (3H, s, CH,). Mass Spectrum m/e: 141 (M+),
84 (base peak, C;H,;,N¥). .

Picrate: ¥ & ¢F R & (EtOH). mp 150—151 (lit.140 148—150°). Anal. Calcd. CMHmOSN;: C, 45.40; H,
4.90; N, 15.13. Found: C, 45.60; H, 4.99; N, 15.35. )

B AFHERLT, TESH, NMR A<2 b A ORELEY X h e REMORAFRMME, Setky
FigE, Mass A7 P A2 BIEShBAZTFECEHT 5.
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