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Abstract

This paper describes the chemical structure elucidation of the three new alkaloids isolated
from Pachysandra axillaris Franch. They are pachysamine G  (20a-dimethylamino-38-
tigloylamino-5¢-pregnane), pachysamine H (20 a-dimethylamino-3¢-N-methyl,  benzoylaminn-
5g-pregnane) and pachysanaximine A (20 «-dimethylamine-3pB-methylamino-4B-benzoxyl-5a-
pregnane) respectively. Other two compounds were identified as Pachysamine A, B.

Key words Pachysandra axillaris Franch:; Steroidal alkaloids; Pachysamine G, H;
Pachysanaximine A

BRAITEME T BRI Y& 2280688 (Packysandra axillaris Franch.) /1 % Pg p2
Ji:fd A, B (Pachyaximine A and B) FiSR#BiE = B 1 (iso-spiro-pachysine) & P
PER A, B (pachaxioside A and B) WP AXREEREMN G, H(pachysamine G
and H) FUEPEPEEETR A (pachysanaximine A) WEZMMERER A.BHET.
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ke (1, 2) B IR, MS, 'H NMR ZpREMIES S8 E (Pachysandra termi-
salis Sieb. et Zucc.) PEAINEHREM A, B (pachysamine A, B) BI—F", &k
A PR N DEPT BIEHSX#EI11EX/LEWELE % "C NMR HEWE L,

%1 géaepwl-S5H “C NMR i (ppm) & DEPT
Table 1 '*C NMR data and DEPT of steroidal alkaloids 1—5(ppm)

Carbon No. 1 2 3 4 I 5 DEPT
1 33.02 35.78 35.77 37.50 | 38. 32 CH,
2 32.75 25.00 25.01 28.63 30.97 cH,
3 54.94 39.89 39.89 48.97 57.87 cH
4 32.05 32.86 32.57 35.48 74.07 CH,(5:CH)
5 39.67 41.76 41.72 45.43 39.90 cH
6 28.86 28.92 28.91 28.89 27.85 CH,
7 32.02 31.94 31.90 31.98 51.89 cH,
8 35.53 35,61 35.62 35.48 34.90 cu
9 54.42 55.05 55.07 54.33 54.36 cH
10 36.25 35.16 35.02 35.48 37.42 c

11 20.79 20,92 20.92 21.12 21.04 CH,
12 39.90 39.89 39.89 39.85 39.90 CH,
13 41,71 41.75 41.81 41,71 41.77 C

14 56.78 56.75 56.74 56.59 56.68 CH
15 24.02 24.01 23.99 24.02 24.06 CH,
16 27.69 27.68 27.68 27.62 - 27.71 CH,
17 54.60 55.25 55.24 54.90 54.98 cH
18 12.38 12.38 12.37 12.29 12,39 CcH,
19 11.58 12.73 12.84 12.35 12.81 CH,
20 61.10 61.11 61.05 61.15 61.15 cH
u 9.34 9.95 9.89 9.92 9.89 CcH,
NMe; 39.90 39.85 39.86 39.85 39.90 CH,
NMe 34.31 25.95 35.62 34.90 CH,
¢=0 168.67" 171.81 168.612 165.20 CH,
I 137.78 130,77 C

2 119.60 128.36 132.30 128.41 cu
3 143.97 126.58 129.78 129.59 cH
4 12.40 129.02 12.36 132.90 cH
5 20.05 126.58 13.78 129.59 CH
6 128.36 128.41 cH

1) DEPT of senecioyl(2), C-1'—5’:C, CH, C, CH,, CH,.
2) DEPT of tigloyl(4), C-t'—5:C, C, CH, CH,, CH,.

HER H(3), mp. 150—153°C. [«]% + 57.4°(CHCL,) - IR K9IF% i 1630, 1600,
1580,1450,740, 705, cm™ ;REF R o MSm/e 464(M*), 54F CuHuCN;
FRE R, 449(M-CH,), 105(15) HEEBEES Fo 2l m/e72(100) £ 200-—F j B 4
VWL RAEY, 'H NMR 5:0.642(3H, s), 0.734(3H, brs.), 0.872(3H, d, J-6.3Hz)
X 18,19, 21 %, 62.158 (6H, s) (YN-—HE, B—/N-BHHEEES7 53.087 (3H,
brs.), TIFE 7.368(5H,brs.) "C NMR &K L 5L &% 2—8, X REIEE R4 B0 20a-



628 : ich ) g i) 32 8

T H - 30K HEE I R -Se- B o

EEER G (4), mp. 205—206°C, [«]}¥ 4+ 11.4°(CHCL,), IR; 3370(NH), 1660
(C=C),1620 (Bl C =0 )em™ JRIEF — FHBEEII Lo MS m/e 428 (MY, 0.4) 5
SFR CuHON, H3d B, 413 (M*-CH;), 72 (100). 'H NMR 0.642 (3H, 5), 0.795
(3H,s), 0.870(3H, d, J = 6.3Hz) 418,19, 21 &, 2.177(6H, s, N-CH, X 2), —
AT N-H 5.689(1H, d, J=8.0Hz), —AMEEZE 6.389 (1H, q, J = 6.8Hz),
1.822(3H, brd.), 1.729 (3H, d, J = 6.8Hz) FFHe- FE o - T REE . HEY
HE&E, BESEEBELCRN (KREOM, HER X 6 =528 + 0.44 +0.93 —0.29 =
6.36(q) ppm; HESEEMET E A F W OB X)) B, 86, =528 + 0.44 + 0.35 — 0.26=
5.81(q)ppm."™ L[ I, NGRS LB fEE . "C NMR 5EREMBILE, % C-3 fir .
%% BE) 9.08ppm. #h,4BEEY C-1, C-2, C-4, C-5 HWAMKIFALFE L 1.8—3.8ppm. R
HC-3IMWBAERSHE, BREWN: 200~ —FE-38-1% 8Bt i H-50-22 & 12,

EREREEERE A (5), mp. 195—196°C. [«]5 + 12.4(CHCL), IR; 3340 (NH), 1710,
1285 (fig#£), 1600, 1585, 1450, 715 (O53FC=C) cm™ RIRIMUIRE F RS E 7 75,
MSm/e; 72(100), 481(0.2,M* + 1), 480(0.1,M*), 54FR CyHuO,N, H}io 466
(M* 4 1-CH;), 465(M*-CH;), 409(1.0),394(0.3) & M* & M*-CH, W iissng e
Eo 'HNMR & 0.643(3H,s), 0.933(3H,s), 0.853(3H, d, J = 6.4Hz), 4y %l & 18,
19, 21 F#, N-—H R N-H % 2.164(6H, s), 2.417(3H, s). 1% 8.035 (2H,
brd. J = 7.4Hz), 7.565(1H, brdd, J = 7.4Hz), 7.448 (2H, brdd, J = 7.4Hz) X%
BB EES “Comr ZHAB,C.DIRESERERMASHURLESR, AL X PREE
H#eE AR C-1, C-2, C-4 firko 'H NMR ’R C-4 irESHMA=ZFEEHR: 5.331
(1H, ddd, J=17.9, 4.1, 41Hz) B =Hi&% 3-H, 5-H %t 4-H HEZSEF 1
dd =i, Z2H RSB 2 ERERE e-H S 4-HIWEREZREBEE K, =79
Hz e FREBEAR, HiZo T4 38, 48 BRBAE, BRZEHA: 20e-FEE-3
p-F R -4- K PBEEE S~ B HilKe LRIMLAD “C NMR W& Lo

7k 5 &R

E A BRAAENNE, BERKE. 'H NMR #l “C NMR H Briker AM-400
RSB RILRANE, WIR TMS, %% CDCl;s {241 % 6 (ppm), MS Al Finnigan-
4510 BRI MNE, BFES (ED; 70eV 5 20eV. IR fi Perkin-Elmer 577 433 )%
BESE, KBr EF . MEXREER JASCO J-20C EIHzNIEFREEMAE

& WR PR R TR RER, 45ke FH 95% EtOH £, FiBEEH 5% HAC Bk
G EM . WHIRIETEN, ARR oH B ME RO I, B EIR R £ DT
B 3% HC BB SKAKME,H NHOH it/E CHCL; 2RSSR 54
(pe-s) B4y 968, ZRRENSEBILEY 1(450mg), BHRY 0.0010%, 5 Ei
CHCl; MR THAEYRIY L 566g, FANEAERK, SHRLY 125z, KERSER 4
&8 4(2.6g) 155845 0.0058 % , DA R ER R B T B0 &% 2(650mg) 1 3 (70mg) /&
F 43513 0.0014, 0.00016 %o M pH = 6.8 ZrHKEGHIKL 31g, KERIBMNH & W5
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1 3a, H Me
2 3a. Sen Me Sen=senecioyl,(CH,),- C=CH-C=0
4 3a. Bz Me Bz=benzoyl
4 38, Tig H Tig=tigloyl, CH,-CH=C~(CH,)-C=0

M1 kRS gy

Fig. | Chemical structures of steroidal alkaloids 1—5

(150mg), B 0.00033%,

=R AL, CuHuN,, TS Komp. 148—153C [alp+16°(C 0.514,CHCL,).
IR »KBr: 3360, 2940, 2900, 2860, 2700, 1595, 1460, 1440, 1380cm™. MSm/e(%):
360(M*, 0.1), 345(M*-CH,, 0.4), 289(0.6), 274(0.6), 167, 149,110, 72(100), 'H
NMR: 2.710(1H, brs, N-H)2.384(3H, s, N-CH;), 2.159(6H, s, N-CH; X 2), 0.854
(3H, d, J = 6.4Hz, 21-CH,), 0.792(3H, s, 19-CH;), 0.636(3H, s,18-CHj),

=& B % B(2), CsHuON,;, T & & {k, mp. 171—173°Clalp + 57.4°(C0.505,
CHCI,), IR oK% 2940, 2920, 2860, 2780, 1645,1600,1440,1160cm™. MS m/e(%):
442(M*,0.2),427(M*-CH,,0.3), 371(0.1), 356(0.2), 84(2), 72(100),'H NMR: 5.784
(1H,s,C=C-H), 3.069(3H,s, N-CH;), 2.167(6H,s , N-CH; X 2), 1.863, 1.821 (&
3H,s,C=C-Me,), 0.866(3H,d,J = 6.3Hz, 21-CH,),0.809(3H,s,19-CHj), 0.651(3H,
s, 18-CH,).

ZH B H(3), CuHuON,, TaS Ko mp. 150—153°C,[a]d + 57.4°(C0.505,
CHCl,). IR »%8 . 2960,2930, 2860, 2760, 1630, 1600, 1580, 1450, 1410, 1370, 1360,
1060,704,705cm™. MS m/e(%): 464(M*), 449(M*-CH,), 393, 174(8), 105(15),
72(100), ‘H NMR; 7.368(5H,brs,CH;), 3.087(3H,s,N-CH;), 2.158(6H ,s,N-Me;),
0.872(3H, d, J = 6.3Hz, 21-CH;), 0.734(3H, brs, 19-CH;), 0.642(3H, s, 18-CH).

ZEET G(4), CuH,ON,, L& K, mp. 205—206°C, [«]f + 11.4°(C0.614,
- CHCLy), IRefli: 3370, 2960, 2940, 2860, 2770, 1660, 1620, 1510, 1437, 1386, 1163,
cm™y MS m/e(%): 428(M*,0.4), 413(M*-CH,,0.5), 357(0.3), 341(0.3), 269,258,
242, 227,216,201,175, 161, 100(7), 84(3), 72(100), 'H NMR 6.389(1H, q, J=
6.8Hz, C=C-H), 5.689(1H, d, J = 8.0Hz, N-H), 2.424(1H, m, 3-H), 2.177(6H,
s, N-Me,), 1.822(3H, brs, 4'-CH,) 1.729(3H, d, J = 6.8Hz, 5'-CH,),0.870(3H,d,
J = 6.3Hz, 21-CH,), 0.795(3H, s, 19-CH;), 0.642(3H, s, 18-CH;),
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EPEPEEE R A(5), CyHuON,, T K mp. 195—196°C, [«]8 4 12.4°(C0.283,
CHCl:), IR »%Bt. 3340,2960,2930,2860,2780,1710,1600,1585, 1450, 1285,715cm™,
MS m/e(%); 481(M* 4+ 1,0.2), 480(M*,0.1), 466(M* + 1, —CH;, 0.2), 465(M*-
CH;,0.3), 409(1.0), 394(0.2), 271(0.4), 216, 122, 105, 72(100), 'H NMR; 8.035
(2H, brd, J= 7.4Hz, 2, ¢-H), 7.565(1H, brdd, J = 7.4Hz, 4'-H), 7.448 (2H,
brdd, J = 7.4Hz, 3',5'-H),5.331(1H, ddd, J = 7.9, 4.1, 4.1Hz, 4-H), 4.053(1H, m,
N-H), 2.417(3H, brs, N-CH;), 2.164(6H, s, N-Me;), 0.933(3H,s, 19-CH,), 0.853
(3H, d, J = 6.4Hz, 21-CH,), 0.643(3H, s, 18-CH,),
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