Synthesis of revised structure of klaivanolide (ad¢glmelodorinol)

Gajanan N. Raut, Sachin B. Wagh, and D. Srinivasa &ldy*

CSYR-National Chemical Laboratory, Division of Organic Chemistry, Dr. Homi Bhabha Road,
Pune 411008, Maharashtra, India
E-mail: ds.reddy@ncl.res.in

Dedicated to Dr. Jhillu Singh Yadav on the occasionf his 65" Birthday

Table of contents page
'H, *C NMR Comparison Table of klaivanolide (revisedisture) 2
'H, *C NMR Spectra of Synthesised Compounds 3-14

Page S1 °ARKAT-USA, Inc.



'H & 3C NMR Comparison Table of Klaivanolide and Acetylmdodorinol
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Klaivanolide Acetylmelodorinol Synthesized
Phytochemistry, 2002 | Tetrahedron 199Q 46, 5043 acetylmelodorinol 2)
59, 885
oH oC SH oC SH oC
2 168.4 168.4 168.5
3 6.27 (d,J 5.5|121.5|6.26 (dd,J 5.5, 0.5 121.4| 6.28 (d,J 5.5 Hz, 1| 121.6
Hz, 1 H) Hz, 1 H) H)
4 7.37 (d,J 5.5|143.3| 7.36 (d,J 5.5 Hz, 1{ 143.3| 7.37 (d,J 5.5 Hz, 1| 143.3
Hz, 1 H) H) H)
5 150.7 150.6 150.7
6 532 (d,J 8.0|108.8|5.31 (dd,J 8.0, 0.5 108.8| 5.32 (d,J 7.8 Hz, 1| 108.9
Hz, 1 H) Hz, 1 H) H)
7 6.14 (dddJ 4.2,| 67.2 | 6.12 (dddJ 4.1, 6.1,( 67.2 | 6.14 (ddd) 4.4, 6.0,| 67.3
6.0, 8.0 Hz, 1 H) 8.1 Hz, 1 H) 7.9 Hz, 1 H)
8 4.57 (ddJ 11.7,| 64.6 | 4.55 (ddy 11.7, 4.1)64.6 | 4.59-450 (m,2 H] 64.4
4.2 Hz) Hz)
4.52 (dd,J 11.7, 4.50 (dd,J 11.7, 6.1
6.0 Hz) Hz)
9 169.7 169.7 169.8
10 2.10 (s, 3H) 20.8| 2.08 (s, 3H) 20|18 2.1B®H) 20.9
11 165.9 165.9 166.0
12 129.5 129.5 129.5
13,13 | 8.02 (dd,J 1.3,|129.6|8.01 (dd,J 1.3, 8.2,| 129.6| 8.03 (d,J 7.3 Hz, 2[ 129.7
8.4 Hz, 2 H) 0.9 Hz, 2 H) H)
14,14’ | 7.45 (brt,J 8.0(128.4| 7.43 (tt, J 8.2, 1.3| 128.4| 7.45 (t,J 7.7 Hz, 2| 128.5
Hz, 2 H) Hz, 2 H) H)
15 7.58 (tt, J 7.4,133.2|7.56 (tt, J 8.2, 1.8133.2(7.58 (t, J 7.3 Hz, 1133.3
1.3 Hz, 1 H) Hz, 1 H) H)
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H and ~°C NMR spectra of compounds N
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HNMR Spectra of 3-butenyl benzoate
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13CNMR Spectra of 3-butenyl benzoate
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1HNMR Spectra of Compound 3 o
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13

CNMR Spectra of Compound 3
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Issue in Honor of Dr. Jhillu S. Yadav

1HNMR Spectra of Compound 5
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13CNMR Spectra of Compound 5
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1HNMR Spectra of Compound 6
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CNMR Spectra of Compound 6
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Issue in Honor of Dr. Jhillu S. Yadav

1HNMR Spectra of Compound 2
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CNMR Spectra of Compound 2
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1
HNMR Spectra of Compound 7 OAc =—
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CNMR Spectra of Compound 7

13

66'0C—

S0'G9-~
12799—

S19L
002
oz 1]

9v'L0T—

v5TeT—
Y582
086217
96et)
LyEeT

cTorT—

87 €ST—

T0'99T~
S9'89T~
¥0'0LT—

56 48 40 32 24 16

64

88

184 176 168 160 152 144 136 128 120 112 104 96
Chemical Shift (ppm)

192

®ARKAT-USA, Inc.

Page S14



