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S F PR JE A HEOR L i g e R IR 2 A IR A wl $2 4. 1D NMR, 2D NMR 525
12k 1] Bruker AVANCE 600 HUAZ % M4 i 1% 4000 2 » %5550 S AR = H AR (DMSO-
ds) s PIFRA DY FERERE(TMS) . 5 mm Ff 54, BBO #3k. 'H #1""C NMR % 1) TAF 45
4515k 600. 13 MHz 1 150. 92 MHz. DEPT, COSY., NOESY, TOCOSY. gHSQC,
gHMBC 5256 43 51 5% F AR R (4 bR o ik sh #2772, COSY . NOESY. TOCOSY 255 3% 98 F,
BOH)¥ A 7183.91 Hz, F, (' H)¥ K 7 183.91 Hz, kahlalfg D, ¥4 1.5 s, RKAE
WHL NS 4351 4. 8. 8; NOESY LI IR A B E] 7., K 800 ms, TOCOSY LI IR A B ]
7w N 60 ms. gHSQC, gHMBC SZ83% 58 F, B (* H)6 009. 62 Hz, F, &,(*C)30 303.03
Hz; B BE 388 5 gHSQC(42. 4, 11.6) X 10 * T/cm» gHMBC(26.5, 15.9. 21.2) X 10 *
T/cm; gHSQC 5235 ik ohfal B Dy b 1.5 s, SHUBR A & % 50k 145, REEREC NS K
8; gHMBC L8 ik vh (Al B Dy oy 1.5 s, BEHUR G P A 5 800 8 LAAR R S0 72 4H ¢
W, SRAEWHEL NS Jy 48.

2 HXE5iw

FER R IAFF Y C NMR G it B 27 ANBRAE 5 40 900 %d R 254 P i 32 A BRJE 7 3
H1de 56,0, 8¢ 108. 4, 8¢ 110. 0, dc 126. 4. dc 147. 2 BN 2 B A5 5 9 5 & 0 (AN F fiF
W), MR DEPT-135 il #i & A 1 MARE S, 3 MMPik(ES . 14 DEUKES . 9 5
WAs 5, BIRIATE B fh 2 250 X R FAric an & 3.

7E'H NMR i, mHX on 3. 62(6H, ) Al J4J@ N 2'-OCH, 1 6'-OCH, & T, 1A
WA55 oc 56. 0 7 gHSQC % (4 1) tp 5 2'-OCH, . 6'-OCH, F& WA %, R IHJE N
2'-OCH, . 6'-OCH; B E R 5. KB IX on 8. 26 (1H, ) B H /KL K G 1 2%, W
MG . RUEJE R 1-OH i+ Z2if5 5 oc 134. 7. dc 147. 2 £ gHMBC (& 2)
W4y 5 1-OH JiF. 2'-OCH, ' #il 6'-OCH, Jfi F W A 5, B 43 5103 &k C-1" A
C2', C-6'IEBIES. ou6.19C2H, $)1E gHMBC it 5 C-2', C-6" A, WiAJE
o H-3', H-5'MyE &0, HAe gHSQC 3% H A &Rk (5 5 oc 108. 4 nfIHJE A C-3', C-
5. 7€ gHMBC i, A5 5 o 43.0 Fl oc 130. 3 #95 H-3', H-5'fiY T S W m B AH G
I 4353 VA & Sk C-10 A1 C-4.

Su 4.50(1H, d, J=5.4 Hz)7E gHSQC j&h 5 C-10 #i%, o1 IHJE H H-10, 1
TOCOSY &1, H-10 5 6y 3.31(1H, dd » J=14.1, 5.4 Hz), 8y 2. 94(1H, m). oy
4.27(2H, overlapped). 6y 4. 95(1H, d., J=3.1 Ho) 42, HirfE COSY i §43. 31
(1H, dd , J=14.1, 5.4 Ho) 5 H-10 #i5¢, NIHJE K H-10a; oy 2. 94(1H, m) 5 H-10a
P T IEAR 5 . BEVAJE g H-3a; 6y 4.28(2H, m) | o 4. 95(1H, d, J=3.1 Hz) [} 5
H-3a #H5C, 256 185 245015 D0 R R 43 (6 40 W 2 43 590 05 )@ S H-3 il H-4 5 7E gHSQC %
B, B (S5 0 40,5, 8¢ 37. 2. 8¢ 67. 7, 8¢ 71.8 4335 H-10a, H-3a, H-3, H-4 £, I
Ay JE K C-10a, C-3a, C-3, C-4. £ gHMBC i1, &y, 6. 54(1H, )5 C-10 i FEHI %,
A HJE H H-9, 76 gHSQC j 1, oc 110. 0 15 H-9 K15, AR K C-5 F C-9 1 6 B (5
2, A 8y 7.03(1H, overlapped) 15 C-5, C-9 W EB(ZSH L, NIHE K H-5. =i/
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5 0c 128. 8, 6c 132. 9 £ gHMBC i th[d] it 5 H-4, H-10 & AH&, HfF — 1 k{E5 8
5 H-10a ImREAH G, W IAJE N C-9a, W FT— k55 0 )&y C-4a. 8y 6. 03(1H, brs) |
Su 6. 04(1H, brs)fE gHSQC i v 34 5 i (5 5 oc 101. 4 MG, 5 & N IHJE K H-7, J5
H AR R C-7. BRR{ES 0 146. 2. o 147. 8 £ gHMBC & [F it 5 H-5. H-7. H-9 iE
FEA G, R4y JE A C-5a, C-8a. WA 5 oc 174. 8 Fehk A2 0 B KL A FIWE 7, 15
J&H C-1.
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Fig. 1 gHSQC spectrum of Teniposide Fig. 2 gHMBC spectrum of Teniposide

7E gHMBC i, i {55 oc 101. 5 5 H-4 m B AH &, MIFJE N C17, ou 4. 64
(1H, d, J=7.6 Ho 7 gHSQC jEh 5 C-1"fi i 5540, MIHJEH H-1". 7£ TOCO-
SY i H-1"5 6y 3. 11(1H, m). 8y 3. 43(3H, overlapped) . 8y 3. 76 (1H, m) . oy 4. 27
(1H, overlapped) & A3, £ COSY i, oy 3. 11(1H, m) 5 H-1"#1%, W IHE X H-
2", 0c 74.5 1 gHSQC i 5 H-2"f1 ¢, MIHJE K C-2". 8y 5.28(1H, d, J=5.2 Hz),
Ou 5.32(1H, d. J=3.0 Ho) LB /KL E 5% . HAardlgse COSY %5 H-2"
M, NIFJE A 2"-OH i+, WG4l )H)8 K 3"-OH i F. 78 gHMBC i, oc 72.7 [F]
Bf 5 H-2"K& 2"-OH. 3"-OH i I mFEM %, MIHJE R C-3"i, oc 80.6 15 3"-OH i
FREFEAC, BIHJE N CA" ERAE S 0c67. 9 78 gHSQC & [r] it 5 oy 3. 75(1H, m)
Su 4. 24(TH, m)AAE, NEVAJE A C-8"5 WA F 155 I U J hy H-8" R A {8 1% 114 I P 5k J
T HAP N FEm R g a8 H -8"a. AL TR0 i T 078y H-8"e. RIYK H 4
A5 5 oc 65.7 7 gHMBC v R 5 H-8"Fm fE A 5k, B IFJE K C-9"; £ gHSQC i
H1, 8u 3. 43(3H, overlapped) 5 C-3", C-4", C-9"#1%, BAJE N H-3", H-4", H-9"f &
BIE5. 0ub5.89(1H, s)7E gHMBC j il it 5 C4", C-8"m A AH &, [ IH 8k H-6",
Sc 97.5 7£ gHSQC i 5 H-6"#1¢. NiJHJE N C-6".

16 gHMBC 1, oy 7. 18(1H, d, J=3.2 Hz) 5 C-6"3m F A0, W IH 8 K H-3".
e COSY #%th, &y 7. 03(1H, overlapped) 5 H-3"#12&, W IH&E N H-4"; 64 7. 54 (1H,
d, J=5.0 Ho) 5 H-4"#%, WMIHE R H-5". #£ gHSQC &, 5c 126. 0 5 H-3"4H X%,
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WU JE Sy C-3". 6 126. 4 [almf 5 H-4", H-5"A1%. MHE N C-4"fi, C-5" M HEE 5.
AT BBAES oc 140, 4, NIHJE N C-27107,

Z L i 1D NMR fil 2D NMR #9138 K& 3% [ g b b & B iR 9" H NMR, ¥C
NMR {5 5 BEAT T 58 @& - fy e e 3200 i i A9 458 55 181 3 AHAT. A ¢ NMR T 20 B fls
JET ) LA 1.

®1 BRAEMN NMREE(BEHN: RKZHETR)
Table 1 NMR data of Teniposide ( Solvent: DMSO-d;)

Related proton

Position oc
on gHMBC COSY

1 174. 8 / H-3, H-10a /

3 67.7 4.28,(m) / H-3a

3a 37.2 2.94,(m) H-10, H-10a H-3,H-4,H-10a

4 71.8 4.95,(d, J=3.1 Hz) H-5, H-10a, H-1" H-3a

4a 128.8 / H-4, H-9, H-10 /

5 110. 0 7.03,(s) H-4 /

5a 146. 2 / H-5, H7, H9 /

7 101. 4 6.03,6.04,(brs) / /

8a 147.8 / H-5, H-7, H-9 /

9 110.0 6.54,(s) H-10 /

9a 132.9 / H-4, H-5,H-10,H-10a /

10 43.0 4.50,(d, J=5.4 Hz) H-9, H-10a, H-3',H-5' H-10a

10a 40.5 3.31,(dd, J=14.1.5.4 H2) H-4, H-10 H-3a,H-10

1’ 134.7 / 1'-OH, H-3',H-5’ /

2! 147.2 / 1'-OH,2'-OCHj; , H-3' /
2'-OCHj3 56.0 3.62,(s) / /

3’ 108. 4 6.19,(s) H-10 /

4! 130. 3 / H-10, H-10a, H-3',H-5’ /

5' 108. 4 6.19,(s) H-10 /

6' 147. 2 / 1'-OH, H-5", 6'-OCH; /
6'-OCHj; 56. 0 3.62,(s) / /

1" 101.5 4.64,(d, J=7.6 Hz) H-4,2"-OH H-2"

2" 74.5 3.11,(m) 2"-OH H-1",2"-OH,H-3"

3" 72.7 3. 43, (overlapped) H-2",2"-OH,3"-OH H-2",3"-OH

4" 80. 6 3. 43, (overlapped) H-3",3"-OH,H-6",H-8",H-9" /

6" 97.5 5.89.(s) H-3" /

8" 67.9 3.75,4. 24, (m) H-6" H-9"

9" 65.7 3. 43, (overlapped) H-8" H-8"

2" 140. 4 / H-3",H-5" /

3” 126.0 7.18.(d, J=3.2 H2) H-6",H-4" ,H-5" H-4"

4" 126. 4 7. 03, (overlapped) H-3" H-3",H-5"

5" 126. 4 7.54,(d, J=5.0 Hz) H-3" H-4"
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AL G S P EE 2 AT (Ba i, 4 i, 10 i, 10a fii. 1707 6", 8"fi),

EATHIARXS 4 B Al 38 5 NOESY %45 2 # k. 4 NOESY i, 6w 4. 95(H-O 5 oy
2.94(H-3a) & oy 4. 64 (H-1") ¥4 M1 K0, nfHfEWT H4 5 H-3a J¢ H-1"&b FFM: o
4.50(H-10)5 6y 3. 31 (H-10a) M K0, T 5 on 4. 95(H-4) JoAH 6, o #EWr H-10 5
H-10a &b F M, 15 H-4 &b F 50, FR on 5. 89(H-6") 5 6y 3. 75(H-8"a) A Kk,
M5 on 4. 24(H-8"e) M S0, mIHEWF H-6"5 H-8"a &bF[FM; 15 H-8"e &b F 5.
AT B 72 1% 25 WA A8 78 55 1 3 HH A
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Fig. 3 Molecular structure of Teniposide
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Assignment of *C and '"H Chemical Shifts of Teniposide

LI Wen*, SHA Yi, ZHU Dan

(Center of Instrumental Analysis, Shenyang Pharmaceutical University, Shenyang 110016, China)

Abstract: Teniposide is a semisynthetic podophyllotoxin obtainable from the extracts of
the roots and the rhizomes of May apple or mandrake plant Podophyllum peltatum. As
an anticancer agent, Teniposide has become a major chemotherapy drug for the treat-
ment of intracranial malignant tumor. In this study, the "C and 'H chemical shifts of
the compound were assigned using 1D NMR and 2D NMR techniques including COSY,
TOCOSY., NOESY, gHSQC and gHMBC. Its structure was determined from the NMR

data.

Key words: NMR, assignments, 2D NMR, teniposide, anti-tumor drug
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