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# EF FH 2D NMR # 4 fu . DQF-COSY. HMQC . HMBC . ROESY. # 5 £ HMQC- TOCSY
A, A =iE 2 H Tanguticoside A B'HHIBPC NMR 5S5# 7T E£HE.

XHiE 2D NMR, HMQCTOCSY, Tanguticoside A, 2ITE 1
Bl 2HER

1 5%

Tanguticoside A B EARENEEHIEY B HF 28 ( Clematis tangutica {Maxiu:. )
Korsh )G EBRAM 1 AHF A =HER, B TEERS'H.PCESHHEE A &
B RELEREE A, 90 'H-'H COSY 1 HMQC gL BRI E A E R, M RE T ¥k H
Ery. X R H HMQC-TOCSY AR EEEMmiErma s r&EEnE
S EGHRAABRNTEE, PR TBRSE R S H . T RS E 6 - S L
— AR REE EZ, ESUEMBE T MU S RIS EE LS T EENRFE S SHH
f 8 44 DQF 'H-'H COSY #l HMQC 5, 3 EM MmN L LB HTIEE, 3
Al HMQC 1 ROESY #4780 E . A>T anw, HMQC-TOCSY L & ROESY LR E S EH
#8061 Al HMBC ) ROESY AR ESEEZ W EESR T2 EANER E LifLk
FEH P Eb e Enma bR BT BE, EOF - FHbEgEw.

2 LR
FrEH NMR L 7F Bruker DRX-500MHz BB R E#HfT. Y d0mg HEMET
99 5% [ CsDsN{£4 0. 4ml.) FEE T 500. 13MH{'H)HI 125. 76 MHz{*C) T A $5mm
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EHRK(BBDHITHE. BHREANESIH UK BRMEEN C(5.149.9) . H{58.71) %
SRR, REERN. TREIFHNT .

DQF-COSY™ !l HMQCD! . Z # ¥ #E #3000, R BUBIT B % 256 » 1024, 5 — 1 o,
ZWI16 W, FI AN RENRTAHBN EXHERE, FHAEE 512= 1024 SHIFFT
#,COSY LE: F1 4. F2 B R ¥ %0 3753Hz, HMQC £ FIL-4. F2 #8 % 4 9%
27778Hz.5kHz. HMBC'®) . Z $ S 2 2 040, R EBIE IR M0 256 ¥ 2048, 84~ 1, B 10
36 K, HE 62, Sms B EERIT AL KRERA S RESHE, F1 £ .F2 SR FHEBNE
SEE R, FHIEE 512 X 2048 g BT FT &, F1 4. F2 4% % 4 5139 27778Hz. 5kHz.
HMQC-TOCSY'*73). TPPI M8 &, SR HEIRIRRE X 256 x 1024, H— 1~ 1, B 40 K. K
G BT8] 43 B BR 25ms. 55ms.B85ms. 120ms. 150ms. 180ms.210ms #E1T 7 L4, F1 4 F2
B 0 ERHBRHFIETE 512X 1024 J5:381T FT 34, F1 4 . F2 4518 % 4 B
3 21186Hz.3753Hz, ROESY™). TPPI #8 &, R B EIEER ¥ 256 » 2048, B — 4 1, B
Tl 32 WK, B e E BHE DY 300ms, F1 #5701 F2 M IGHEB 0 EZ S EH, THEE 512
~ 2048 [GH#E1T FT ¥, F1 2. F2 4% % 2867Hz,

3 #X5+1%
3.1 — RS

Tanguticoside A: H 5 JC E 1E ¥+,
mp:210 - 212, []¥ - 10.6°(c 0. 038,
MeOH) ;FAB — MS: m/z 1104[ M{Cs, Hgs
O3] 5 IR {em™t): 3414, 1735, 1641,
1073.

FE—R T EN b, EES B aE
JCHPC NMR BB, B E R TR AT
............................... ¢ =LA F 2 R T (hedergenin),

OH OH R NFE 1. WTCHY S5 H A 35 il
B 1 Tanguticomde A fI418 DQF COSY, HMQC-TOCSY, HMBC &%
Fig.1 Stucrure of Tanguricoside A "]-IE;E E’ #— % E _% ﬂ{ T Ergl.‘- C NMR ﬁ

B gy, R 28 (U EME G 5178.2 MIEHBE 5176. 7, R C- 28 (LT
BEFCHE (b, BB — D g-D- VL mibE B AV R B R (5 S 595.8 W RN FE. BT 3
fZEEM 376.4 KB FEE 382.5, H 23 {ufieh 871.3 U # F 364.9 S I, B THW C
-3 AR EHRREEEL. SRS —REHEER . 454 HMQC fil DQF COSY. & T
RoambEis HRLE 2.

3.2 1L&9H%. % NMR ESHLAEER

3.2.1 YBEFLSFBEHIRGIER, HMQC-TOCSY B S . Bt 4 51 B R4t |
GrEEN S SHFFRAMEXE, MES MRS HTE S8 3E. BrLl A &R 0T {7
NG E RS R, IR BT M LB RN X
BHEEX B TFHEE LS M EEMHERNRMBRLU RRES KL TFIELET A EE
() XA, RO WA o B B B R (7 B 5 O SR RS I I 3, M S RIS 2 W 4> B 218 i
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# 1 Tanguticoside A BPILEEAT B (7B C.D: N, B ppm)
Tab.1 !*C NMR spectral data of Tanguticoside A{8 in pyridine)

C MEHE  XRE{10] C MEE  EtE[10] C ®ER SCREE[ 0]
1 38.9 38.1 Il 23 5 23.1 21 34.2 33.9
2 26.0 26.4 12 123.0 122.2 22 33.0 3z 4
3 82.5 76.4 13 144.3 143.6 23 65.1 71.3
4 43.5 1.7 14 42.3 45.7 24 13.7 i1 6
5 47.9 49.7 15 28.4 27.7 25 16.3 157
6 18.4 18.5 16 24.0 23.4 26 17.7 16.9
7 2.7 2.4 17 47.2 46.7 27 26.2 26 0
8 40.1 39.3 18 41.6 41.3 28 176 6 178.2
9 48.3 47.5 19 46.4 45.9 29 33 2 331
0 37.1 36.9 20 30.8 30.7 30 23.8 23.6
C-28 Glc ™EE Gle ™ EH Rha Mg & C-3 Gle MEERE
Al 95.8 B-1 104.8 Cc1 102.8 -1 105.9
A2 73.9 B2 75.4 c2 72.6 -2 75.9
A3 78 8 B3 76.6 C3 72.8 03 78 8
A4 70.9 B4 78.5 C4 74.1 D-4 71 8
A5 78.1 B3 77.2 C-5 70.5 D-5 78 3
A6 69.3 B-6 6i.4 C6 18.6 D-6 62.9
. FEEE.
# 2 Tangluticoside A H S A E GENR CDN, By ppm, IBESH % H:)
Tab.2 'H NMR spectral data of Tanguticoside A{ in pyridine, coupling constant:Hz)
H & H ] H ]} H 5
1 1.4%brd.11.600: 7 1.87{m); 6 1.50(m) 23 4.28(m):
0.96{m) 1.70{m) 3.67(br 4, i0.53)
2 2.25{(m); 9  1.72{m) I8 2.15(dd.4 27, 24 0.95(s}
1.92(m) 14.65} 25 0 93(s)
3 4.22{m} 11 2.01{m);: 19 §.70{m): 26 1.09(s)
1.90{m) 1.19(m) 27 1.17(s}
5 1.60(m) 12 5.39{brs) 21 2.32(m); 29 0.85(s)"
1.08(m)
6 1.62{(m) 15 2.26{m): 22 1.63(m); 30 0.85(s)
1.09{m) 1.30(m)
Al 6.18(d. 8. 12) B-I 4.96{(d,7.88) C-1 5.79(br s} D1 3.09(d, 7.22)
A-2 4.07(m) B2 3.90(1,7.88) C-2 4.64(br s) D-2 4.0i(dd, 7_22.8.85)
A-3 4.19{m) B3 4.11(m) C3 4.51(dd,3.20,9.61) D3 4.18(m)
A4 4.29(m)" B4 4.33{m) C-4 4.31(m) D4 4.20(m}
A5 4.07(m) B3 3.62{brd.9.77) C5 4.90{dd.6.41,9.31} D5 3 .88(m}
A6 4.63brd,12.97);  B6 4.17(m); C6 1.66{d,6.41) D-6 4.47(be d, 10.99};
4.29(m)" 4.05{m) 4.35(m)

L ESEHR.
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THEEEEREAMFEFE ARG E HERER Y TOCSY BARKE, Febay i
B R R FERy I TR, B LU RER S i B e 4 EL B AR S W R e, DA i A fil 6 a2 X 4 A
X TER R RE . HE L B5 S DQF COSY fl HMQC, Mt e X8 fF i H /R, M
O W B4 5 BE R SEa) S Mk R 246 5E B S PR HMQC-TOCSY B A 2, ]
[5G G TR T ESWAE LR EE 3).

: [ SuEE ) | oo
d PN P B
| Bk ST I e
As0] 1 i: AL Saa
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[2 Tanguticosde A f HMQC-TOCSY i
Fig.2 HMQC-TOCSY spectraum of Tanguticoside A

3 Tanpuiticoside A 2D NMR B3 -Zi828
Tab:3 Some 2D NMR Correlations of Tanguiticoside A

HMQC-TUOCSY
W 1y HxE = FH R
A 1 1,6, 6,.4,3,2,5 i 1,3,5.2,4,6
B 6 1,4,6,,3,61.2,5 1 6,2,3,5.4,1
C 1 1,5.2,3,4,6 1 1,4.3,2.5,6
D 6 1,6.,61,4,3,2,5 i _ 6,4.2,3,51
HMEBEC
A 1 2.5 1 -28(aglycom }
B 1 4.2,% 1 C-b(A)
'y 1 5,2,3 1 5,3,C-4(B)
D 1 4,2,% 1 C-3(aglycon}
R{ESY
HiEAL E:! HxY i E 3 XS
A H-1 6ar2.3. 5 B H-1 H-6,(A).2.3,5
C H- 2,1,5, H-4(B) D H-1 2, H-3{ aglycon)

3.2.2 HAEASGLFEHSRE

R0y R R EEWIRE & L FE M BRSEHM FEE, A HMQC- TOCSY i
W R AL . A B2 EM RN, B HMQC L, 7] g ZHA A J M
i BTE&EMEEZMENEFEEEEEHEESR, M4 & HMQC- 100SY 1 |-
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HEEAEMEESEFMNEALHXER. ZEH DQF COSY ¥, 3\ HmE MR
Mm%k, RAEMLEFERENIE SABEASTEMNAEEEE NBEE AnES
54.96( By ) T Wi € 83.90( By ) B 84. 11( By ), FF &1 34.05(Bg ) 7T #8E 33. 62(Bsy) H
54.33(By) MTHB T EEEMNSMHZRAIRES. B, FEE=1BEMEAN L
FUBUMTT2EHE SRIEE2.
3.2.3 BAZHLFELRERE

RFEHAMNEMLRESHIEE, Z® ETUH BMQC BB (b2 i # /113
B A TFEEEASBNEISHERES SRS BRMNESR. BHE L HMQC-
TOCSY i FEHRENB T BEABMNEHXER. &8 BMQC VI LIBEIREMNER.
BRETLE M BIEE E 1.

Eit R EBRB A S BAEEMBIEE, B/SES HMBC, ROESY i LA 5
(W3 3).
3.2.4 BEHEY

AB.C #1 D EMh HMQC-TOCSY AT HIH 4 7S BHE .

ABMCEERES )y n- P 7-8He, BHENSFEEEREREZE, BN
B A, £ HMQC-TOCSY TR, &HiE S i EHE 120ms B, ¥ 05| B B H =T HEEMN
HEBT 6 (ARG, BT HARN 4 UEL T FRE. Tuosn-aM 0 u g a8,
ERMICHETHFEZE S, MER-SEEE R 180ms i RF M B8P 6 {EBK14H
%, MATTHEREILEE. M H, # ROESY ZR P, Z =M EEM MBI HAHT 5 3 2
580 NOE #5266 Ll EXERLX = M EEREHN gD EH L mEAE.

DEERESEREAR Ro BRI L TRHHWPFEFS ROESY iP5 H 1
i E A 2 i & NOE MX0E, i N o L-EF I wiEE

Tanguticoside A BRZK B &M TLC, SHHEMT R, R B EH B (Gl RZF’
{Rha), IE L REITIRMER.

. 2 " QE g =3

for Bl ™ Me
[~ IR - T

{1
CrH—be DD H—C3 8

120 &

140

160

o MG

6.0 5.5 5.0 4.5 4.0
ppm

¥ 3 Tanguticomde A ] HMBC [H#f
Fig.3 HMBC spectraum of Tanguticoside A
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3.2.5 #EG SRR

B HMBC $ B fr F S 098 C.H M2, Bl A ST 28 (788, BiuT Asc . CiuS
Bic-Din S IT 3 (U (HMBC BiE& LB 3) . ROESY iFH B T BinS Asu-CiuT Ben-Din
S 3 7 E A NOE 2608, (i L rEERMNERE(LE ) N8 T &t & ]
Bt REMBEEN 30D WE I MEEE EEREN T 28-0-« L-REMWEERE(1
—4)-p-D-H MR —~6)-p-D-HH MR, S XS ECHEREF(RE ).
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THE COMPLETE ASSIGNMENT OF NMR CHEMICAL SHIFTS
OF TANGUTICOSIDE A

Teng Rongwei, Zhong Huiming"', Chen Changriang and Wang Dexu "
{Kunming Institute of Botany, Chinese Acadenuc of Sciences, Kunming 650204)
{'Deparrment of Chemistry, Lanzhon University, Lanzhou 730000)

Abstract -

The structure of a triterpeneid saponin, Tanguticoside A was determined as 3-O-f-D-
glucopyranoyl hederagenin 28-0 a-L.-rhamnopyranosyl-{1—4).3-D-glucopyranoyl-{ 16 )-8-
Dglucopyranoyt ester by 2D NMR technique, such as DQF COSY., HMQC., HMEC and
ROESY, cspecially by HMQC-TOCSY experiments. The complete assignment of NMR sig-

nals was alsn given in this paper.
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