Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2011

Electronic Supplementary Information For:
A Novel D-ring Modified Taxoid: Synthesis and Biological Evaluation
of a y-Lactone Analogue of Docetaxel
Feng Gao,*” Zhan-Kun Yang,? Qiao-Hong Chen,? Xiao-Guang Chen, °

and Feng-Peng Wang*®

® Department of Chemistry of Medicinal Natural Products, Sichuan University, No. 17, Duan 3,
Renmin Nan Road, Chengdu 610041, P. R. China

® Department of Chinese Traditional Medicine, Agronomy College, Sichuan Agricultural University,
No. 221, Huiming Road, Wenjing Region, Chengdu 611130, P. R. China

¢ Department of Pharmacology, Institute of Materia Medica, Chinese Academy of Medical Sciences,

Beijing 100050, P. R. China

Table of Contents

NMR Data for Key Compounds 12 and 13...........c.ccooiiiiiiiiiiiiinennn, S2
NMR Data for Compounds 15.........coviiiiiiiii i e, S3
NMR Data for key Compounds 16..........coviiiiiii i e i e e, S4
Copies of NMR spectrum diagram for synthetic Compounds................. S5

S1



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2011

Table 1. "H-NMR and *C-NMR Spectroscopic Data for Compounds 12 and 13

Position 12 13
'H-NMR BC-NMR 'H-NMR BC-NMR
1 — 90.1's — 90.2 s
2 424 d (4.8) 72.1d 423 d(4.4) 72.1d
3 3.50 d (4.8) 453 d 3.74 d (4.4) 43.4d
4 — 74.0 s — 754 s
5 5.32t(2.8) 81.7d 3.79 t (2.8) 81.1d
6 2.00m,2.12m 30.0 t 1.85m,2.24 m 30.6 t
7 520dd (4.8,11.6) 71.6d 5.44 dd (4.4, 11.2) 71.4d
8 — 59.0s — 59.1s
9 — 2019 — 202.0s
10 6.44 s 78.0d 6.48 s 78.3d
11 — 132.0s — 132.0s
12 — 1438 s — 1442's
13 582dd(5.6,84)  71.3d 5.72 dd (2.4, 10.0) 69.8 d
14 3.13dd (5.6,15.2) 32.7t 3.13 dd (4.0, 15.6) 325t
2.64 dd (10.0, 15.2) 2.64 dd (10.0, 15.6)
15 — 41.1s — 40.6 s
16 1.15 s 19.5q 1.15 s 18.8q
17 1.28s 26.0q 1.22s 27.1q
18 231s 16.1q 2.29s 16.6 q
19 1.29 s 12.7 a 1.35s 12.7 q
20 4.08 ABq (9.2) 62.9t 4.52 ABq (12.0) 64.7 t
3.59 dABq(6.0, 9.2) 4.41 ABq (12.0)
0,C=0 — 1519 s — 151.8 s
(CH3)ls 144,147,149, 2769 1.44,1.47,1.50, s 2774
—0 — 83.0s — 82.8's
(|3=0 — 171.0s — 170.5 s
CH; 2.34s 213 q 2.13s 20.7 q
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Table2 NMR Data for Compound 15 (400 Mz for 'H and 100 Mz for "°C)

Position oy Mult J=Hz) oc HMBC (H—C)
1 — — 90.6 s —
2 4.46 d (6.8) 80.5d C-1,C-3, C-8, C-14, C-15
3 2.70 d (6.8) 46.4d C-1,C-2, C-4, C-7, C-8, C-20
4 — — 77.1s —
5 4.61 t(5.2) 81.8d C-3,C4,C-7
6 228  m(a) 292t  C-4,C-5,C-7,C-8
232 m(p C-4,C-5,C-7, C-8
7 5.15 dd (6.4, 8.0) 71.5d C-6, C-8, C-9, C-19, C-Boc
8 — — 57.8s —
— — 2022s —
10 6.37 s 77.8d C-9, C-11, C-12, C-15, C-Boc
11 — — 1312s —
12 — — 1429s —
13 5.72 dd (3.6, 7.2) 70.7 s C-11, C-12, C-Boc
14 2.21 m 341t C-1, C-2, C-13, C-15
2.90 dd (9.6, 16.0) C-1,C-2,C-12, C-13
15 — — 40.4 s —
16 1.20 s 19.0 q C-1, C-11, C-15, C-17
17 1.23 s 26.7q C-1, C-11, C-15, C-16
18 2.19 s 16.4 q C-1, C-11, C-12, C-13
19 1.53 s 13.5¢q C-3,C-7,C-8
20 279  ABq(12.0) 461t  C-3,C-4,C-21
3.03 ABq (12.0) C-3,C4, C-5,C-21
21 — — 170.6 s —
)
|C=0 — — 151.8 —
5
(CHz)3  1.48 S 27.6q  C-Boc
c—o — — 8345  —
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Table 3 NMR Data for Compound 16 (400 Mz for 'H and 100 Mz for "°C)

Position oy Mult J=Hz) oc HMBC (H—C)
1 — — 786s < —
2 405  d(6.4) 741d  C-1,C-3,C-8,C-14
3 284  d(6.4) 48.0d  C-1,C-2,C-4,C-7, C-8, C-20
4 — — 769s  —
5 461  t(3.6) 81.6d  C-3,0-4,C-7
6 215 m(a) 273t C-7
228  m(p C-7
7 500 dd(4.8,10.8) 723d  C-6,(C-8,C-9, C-19, C-Boc
8 — — 57.0s  —
9 — — 2025s —
10 630 s 77.1d  C-9, C-11, C-12, C-15, C-Boc
11 — — 1324s —
12 — — 141.0s —
13 573 t(7.2) 715s  C-11,C-12, C-Boc
14 231 m 356t  C-1,C-2,C-12,C-13, C-15
238 m C-1,C-2, C-12, C-13, C-15
15 — — 422s  —
16 1.08 s 194q  C-1,C-11,C-15,C-17
17 1.15 s 263q  C-1,C-11,C-15,C-16
18 205 s 152q  C-1,C-9, C-11, C-12, C-13
19 156 s 121q  C-3,C-9,C-8, C-13
20 273 ABq(124) 483t  C-3,C-4,C-21
320  ABq(12.4) C-3, C-4, C-5, C-21
21 — — 1724s —
(CH3); 149 5 274q  C-Boc
Cc—oO

82.9s
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"H NMR spectrum of compound 11

o
o M DO FTO —“ AN AT N O ODN DO N~ M~ N O M~ O — OO
I~ VOO0 OTOANMAND ON OO OF—O CORON® cORNTYO N OO
o S NRARR TTETFTOOTG AN RN MRO®G Ae =80 OCOEWN«- - NBITITO N — O
~ 6 HWWIH UOHWVOW FITF Y T+ 000 0o ool o @« e« o

) L

WY

Py W Py EaE N A

- o NN o o o ww o g0

o © oo o -] oo © NN © Ty hao

&~ © o =~ O QO~ o dw £ Do
\ \ '
5.0 0.0

ppm (f1)

"H NMR spectrum of compound 12

GFE-127-1-CDCLI-C13-2007-6-29

—T

P—— T
—_—ly

—h T
pa— LN
L
TR
R— A TN

:
|

130054

]
—— s

: !
' i

Wn; ‘-‘-J Ay .‘.".-jl'p‘-l‘w o ‘“J.“‘ VY

||||:'[l|r|||:l|||||'r'[r|||]1-|;|||t|]|||||||||[|r||[||||l|n|
IN e EL LU 7 1] 0 %

IlllllI'l'llll[rtl!illIl'lillll|||T'[IIIIE|||||IIIl
e 200 190 80 170 1680 150 140 (k1) 2o



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is © The Royal Society of Chemistry 2011

BC NMR spectrum of compound 12
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BC NMR spectrum of compound 13
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HMBC spectrum of compound 15
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HMQC spectrum of compound 16
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