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AXRE-TFHEDR —EMEBANEERNEE, HFREAALEERERD
#E (DEPT)H AR, RBA¥MBIXH¥ (HETCOR), i ¥ NOE i (NOESY) i & K #
HEHR, HREREBRAN—MEERNEN C NMRAEXUBBIE, FTZBET,
REREBA Y —HERFAENREAY, SRZEEDEPH - PEHERARR.

RO MERWEK RERER A KELRK.
1.1

AN EDATr, C-CREMELELERD 16-20 kcal/mol &, ERT
RRC-CHENAMREERNYBEREZAAE, TREAAFITHGATHEIENR
EHRORBE, BHRIESEFHE (hindered rotation isomers) "), {BET A H A X
KAWERESR FRRITHEEENTAY, TALTEREEIAR XL, 1967
F, kikuch 2R EMEBEREPT REETHR LB A (epi —pachysamine A) Z kohli
BHEFFHLEFREHIER (saracodine) . BF R & KB (saracosine) P&, #5iE X
BWREEYE'H NMROSE 24, FUAIXREHT 175"C|H_I|\]‘M° HEHER

Me Ac
ERERASTHENBASR. HRARAINIM AN IEEFRNENELSY.
BER(IEHR LS L &R (Pachysandra axillaris) M @ &4 R, X8
BITRRAERA SXM[2]HIR, MS, H NMREUBE#HFTRL— K d&K
EHEWN (ME 1), KX 'H NMR X "C NMR#BEHHFR, BNANSET
175’(%H—I\IJ~M¢§EWB.$(H§, EHERREMARR T —HERAE, X
Me Ac
YWMAM: 1989 F 10 11 B, WPEXWAR: 19905 11 A 26 H,
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LTHRERERERANEERHASE, UAEAANERAEBHE (DEPT)
RE'H, "CRE_®{LFMBM*EH (HETCOR), FF — 4% NOE it (NOESY),
HERRERANEERMNEN 'H NMR A1 °C NMRA¥ R BH#IT TR ENBITHE
Z, X8 PC NMRE¥UBHEREERE KIRH,

BERES A (la, 1b), W& 2% (Pachysandra axillaris) ¥+ £ R 4
BB “RFEK AERSRBESS.

3% % % Bruker AM ~400 BBt iR B (X L # 47, B M CDClL, B &% E 60
mg/ml, MABZXRHERA Py—d,.

REREBANLAH BR: N2 mgR A THRZ8ER, 20 mg LiAlH,
ENEBAAMBKERINE, O EL8E BEE~P3f- —F Kk —20a-
HZ Z_H —Se— ZHi%s 06 mg, 3 MS m/z (%), 388 (M-, 3), 373
(M”—-CH,), 358 (M*—-CH,CH,), 110 (35), 84 (100), 58 (11).

2K 5 W%

HERIE A (la, 1), mp. 203 —204°C, [a],—11.7° (CHCL,) . IRV®: 1628
cmr!, MS m/z (%): 402 (M*), 387 (M*—CH,), 110 (50), 84 (100), 58
(26)., 'H NMRHME2, XENPKENBTSIR 2] RENTL -8, BHH
ENSYRER (H1),

EEREBAN'HNMR BYtE0 %9, 2FFEBRNMCREFESNES
2.032, 2.105 ppm, H® A N—Me £ 6 2.778, 2.732 ppm; M AHRYFEN
18, 19, 21 —CH, 2 SR ¥ L B# 6 0.726 7 0.779. 0.769 # 0.758, 1.072 (d, J=
6.6 Hz) f1 1.153 (d,J=6.7 Hz) ppm (E2). NHC NMR#EHE, HFLEKEST
BN EANBERENHE (R 1), AERMNUIAUBHRAERER AR - NEKE
BHANESY, THEARGENEBEEIFN I HERHNAN EAEREMY, HE
MEBNERLE, ZERUAENABEEEH N-C2, BRI P MM kikuchi
EBRBEANASBRBEAS DY, R4y, BALREEAK. kikuchi R
i kohgli Ay F 17 i f0 20 fr 2 ey B B ASY 'H NMR #6E E, B
MABX RN, A Dreiding MUK, C,~Co@, @ T 20-N-Me LB/, "M

Ac
¥, EXARAH, THEREY, TWHMACEYTHHER. 420-N-MeX 4

C

SHEESEANAANY, NMcR C, NS EFHHAMURNER, NTFLETH
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AESERHEF Coy M NMe (L2 BHEBERER.

T PC NMR {L¥fi g, FERBN—ABETRAE la, BAEERZM
U, EXXNFHES, laTTEg SRS, I TEEXMAYH °C NMR 4
2, Hh#T DEPT#; %/ DEPT W& iE# 5 dihydroconessine #§ *C NMR
I E LD, BMNATUMAN A B.CHRMNREH—EE (% 1), DFEHTHHE
fEREN, LFMABXHEK, IETHES, RINBEHT H PCREZSHXE
(B{2). W'H, “C HETCOR ##a LB Y, HNMRFAEEHIAH 20-H &k N—Me
a5 495 6 49.31 (CH), 55.39 (CH) ppm #1 29.38 (CH,), 26.44 (CH,) ppm
BIESMX, la, IbH C,, NMe BB FERIIEE, T EME 1b P, REEA NAc
SREVERTRARE HBTEXN EHANEZREMEM, BHM NMe, C-20F8H
mFHuB, Z'CNMR $h, HEHIANC-21{5E 4§ 19.02, 18.23 4+ %5 6 1.072
ppm X, BT HFEHRE2I- FEEACESHNME., IEIXNEERREN OC
NMR 2 BRI HZRET, 'H NMR 1q#e, HEERSE L.

#1 "CNMR{EQUBE'H, "CHgxit
Tab. 1 "C NMR chemical shifts ( ppm) and correlation of 'H and “C

la 1b

Number c-13 H c-13 H DEPT

1 37.88 37.88 2

2 24.82 24.76 CH,

3 64.17 64.17 CH

4 31.16 31.16 "

5 4582 45.74 CH

6 29.05 29.00 CH,

7 32.16 32.05 CH,

8 35.50 35.47 CH

9 54,54 54.42 CH
10 35.79 35.79 C

11 21.09 21.09 CH,

12 39.72 39.55 CH,
13 41.76 41.76 C

14 56.88 56.67 CH

15 23.88 23.79 CH,

16 26.05 26.55 CH,

17 54.37 53.91 CH

18 12.81 0.726 s 12.65 0.779 s CH,

19 12.33 0.769 s 12.33 0.758 s CH,

20 49.31 4.760 m 55.39 3.897 m CH

21 19.02 1.072 4, 6.6 18.23 1.1524d, 6.7 CH,

NMe, 41.86 2270 s 41.86 2270 s CH,

NMe 29.38 2778 s 26.44 2732 s CH,
Ac 170.04 169.66 C

22.21 2032s 21.99 2.105 s CH
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RTHE—HRE NMR HERcMEERHE la, IbPHWEER., ROXETE
MeaWwey NOESY #inm 3, UM KSB, H— 1 R#M4&d, 18—-CH, 5 21-CH;
HFENOEME, XRGT IbWKETF, N(Me)AcBAERALTFHEAN EHMN
AEEE RS ES, T 18-CH, 5§21 -CH, fix{&iE™~4 NOE#%, #TU
®8l, 21-CH,{5S 6 1.072 ppm, 1.153 ppm 4 %/5 & 2.778 ppm. 2.732 ppm i
N-Mc{gE8#H NOE XN, EXTHME la, 1bg'H NMR #“C NMR (¥ 8
HENERYE.

£2 AARWSF20 - NMe i LSS
Tab. 2 The chemical shifts of 20 — NMe at different temperature

3 I 15 A%
aF (ppm) 3 )

18°C 2.782 2.716 0.156
40C 2.841 2717 0.124

60°C 2.828 2718 0.110

80°C 2.310 2718 0.092

ARBETHMEEY RTREHRSHWAR ERRNEMTLIAERXE,
WK 20 it NMe s ¥ Bk ($2), BABXRERTUR S, NMcHLFN
BRRBEAR, VESEARGBHNFESHART IRRGZVHESEELALTE, ZHL
FUBEME A BRRB/D, FEHERFMEELIE.

LIAIHWER=YH RBFELREREBANEGH,
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NMR ANALYSIS OF A DOUBLE HINDERED
ROTATION ISOMER

Chiu Minghua ,Nie Ruilin ,Wang Dezhu and Zhou Jun

{ Kunming Institute of Botany, Acadcmia Sinica, Kunming)

Abstract

This note describes the hindered rotation isomerism of steroidal alkaloid

epi —pachysamine A (1a, 1b). By DEPT technique, 'H, °C HETCOR, 'H, 'H
NOESY; the ®C NMR data of epi—pachysamine A as a double hindered rota-
tion isomer were assigned as Table 1.

Key Words: Hindered rotation isomer; Epi —pachysamine A; Magnetic Resonance.



