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Table SI-1: NMR comparison table of natural and synthetic Lanceolactone A
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Position | Reported 'H | Observed '"H | A3 Reported 3C | Observed 3C | A3
6 (ppm); J|& (ppm); J|(ppm) | 5 (ppm) 6 (ppm) (ppm)
(Hz) (Hz)
1 170.0 169.9 0.1
2 5.86,q, (1.4) | 5.87,q,(1.6) | 0.01 |119.4 119.4 0.0
3 163.9 163.8 0.1
4 115.2 115.1 0.1
5 2.08, m; | 2.09, m; 34.3 34.3 0.0
221, m 222, m
6 2.18, m; | 2.18, m; 36.1 36.0 0.1
225, m 224, m
7 87.5 87.4 0.1
8 5.92, dd, | 5.93, dd, | 0.01 142.2 142.2 0.0
(10.7,1.1) | (10.8,1.2)
9 5.06, dd, | 5.09, dd, 112.2 112.2 0.0
(10.7,1.1) | (10.8,1.2),
5.27, dd, | 5.27, dd,
(173,12) | (17.3,1.2)
10 1.52,s 1.54, s 0.02 27.7 27.7 0.0
1 2.05,d,(1.4) |2.07,d,(1.6) |0.02 |12.6 125 0.1
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'H NMR of compound 6 (400 MHz, CDCl,)
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DEPT-135- NMR of compound 6 (101 MHz, CDCl;)
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3C NMR of compound 7 (101 MHz, CDCl;)

[ajiYio]
QOR
[aya)a)
N MW S I o
OO MMNN QMNNn o ft=] o o Mmoo
58 o of N aofy = = ®Q MM
Il uEuls K ~ N o ~ ~ — o a0
— o o N NN o wn wn o~ — -
7 ~ (. | N
O
<_TBDPS
%MMWVW“W »J
| |
T T T T T T T T T T T T T T T T T T T T T
210 200 190 1|80 170 [l160 150 | 140 | 13 120 1o | 10 90 80 70 60 5 4q 30 20 10 0
fiL (Apm)
DEPT-135- NMR of compound 7 (101 MHz, CDCl;)
EBKT?\? 9 8 & A
0 G N N © ® Ll
SRupa] 9 e N K
VI
Ol ]
_MloTB0OPS
L ) N " I Ll [ | t |
i pwwbﬂﬁl T i o ool - il i A : i y #Y'T ,’J i
T T T T T T T T T T T T T T T T T T T
210|200 190 18| 14 160 [ 150 14 13 124 110 100 90 80 70 0 50 4 30 20 10 (
f1 (ppm)

S5




'H NMR of compound 8 (400 MHz, CDCl;)
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DEPT-135- NMR of compound 8 (101 MHz, CDCl;)

60'0—

€0'€C—
16'9C—
SS'0E~

“o

50

60

69—

70

80

1

00
(ppm

18/71

8'6¢T —
95°GET
65°GET

TMS

140 130 120 110

50

\

160

170

180

19

TBOR$(Q

204
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13C NMR of compound 4 (101 MHz, CDCIl;)
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66¢C

6592

88:0;

e/

30

50

60

W69 —

70

80

90

R b L

S8

w
mm.mmﬁw

19423

LA s

88'671
WYET—+

G.mmﬁ\
99°GET

13p

140

150

H

0T'€9T —

2

140

OH

N

171

140

9

1po

200

TBDPSO PR

|
i)

211



'H NMR of compound 5 (400 MHz, CDCl,)
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DEPT-135- NMR of compound 5 (101 MHz, CDCl;)
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13C NMR of compound 3 (101 MHz, CDCIl;)
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L M et

. S
0811 — =
E 5
4
99°'€7 —
¥6'97 — -
= o
(]
05°GE—
o
< -
2
3
1 8
180 — R
r
1
(=3
B W @0
+ o
= [
3 oF
sE
&
=
£9'80T — 9
9911 —
-3 o
- o~
S
L
E
o-r2 =
96°67T /" -
ermira
4 %
; 8
O - o
74 3 ]
\\ - | i
\ = o
]
— \ 3
=
O 1 5
.,
(=]
)} = @
/
O E o
S z w
5
2
3

S11



NOESY Spectrum of compound 3 (600 MHz, CDCl5)
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3C NMR of compound 9 (126 MHz, CDCl;)

ofo

[a) [a)

wn ~— N PNhOoOOoOMN~NWO 40\\0 © ©
(=)} < g o — 0NN N - mn e} ~N o o ~Noawnmao
5] =] PNt o™ @« R B e} @ mm e
(%) (=) NN N o~ — ~ ~ 0 o < MmN
— — e Rl e — (=] ~ ~N o~ < NN
| | N A | | | VN Y

TBDPSD vf
210 200 0 110 100 90 80 70 60 50 40 30 | 20
1 (ppm)

DEPT-135- NMR of compound 9 (126 MHz, CDCl;)

S13



o

3.65 9.80

9b'0E—
L8'PE~_ r 6'T

£6'97— m.ﬁW
i 0T

30

40
<
~

bLEP— (4

60
@9
@ o
P

L5'68— =

70
AN~ e
<

90 80

f1 (ppm)
I
q.'

T
100

W

3.69

2.18

T

2.19

-

T
1.00

5.5 5.0 4.5
1 (ppm)
S14

N
] o b v

0ps

T
110

I&'TET

Z6'LET
{0} mmﬁ/
56'6CT

120

6J0

130

PT'0ET In

I#'SET
¥ mmﬁw.
JISET

150

180

Ml

T

4.23 6.47

9.5

10.0

'H NMR of compound 10 (400 MHz, CDCl5)
O

13C NMR of compound 10 (126 MHz, CDCl5)

10.5



60°CT —

907 —
18P~
1697 —

20

30

40

Yy —

L5769 —

50

60

70

€000 £L°9L~
DS ininin)

€10ad NNNR.\

€88 —

80

90

SSETT—
16°TCT
6°LTT
oo.wﬁ”/.
66'6CT

E€T°0ET
CPTET

98°CET
Ty'GET .\.

120 110 100
f1 (ppm)

130

140

£L°09T —

PT'69T —

190 180 170 160 15p

200

DEPT-135- NMR of compound 10 (126 MHz, CDCl;)

SLTT—
ZEBT—

BE'EC—
L8890~

6l rr—

0£'0L—

W TET:
mw.mm.ﬁ./.
wh.mmﬁ%.
L'BET
B8 mm.ﬁV

9'SET
g mmHN-

200 190 180 170 160 150 140 130 120 110 100 90
f1 (ppm)

210

'H NMR of compound 2 (400 MHz, CDCI;)

S15



0T
BAW
80°T
PET~
6C°T %

et

€0°C—¢

2.80 9.51

0.0

0.5

1.5

2.0

tU ¢
80°C
60°C
(4
[4y4
9€'C

Sh'e

LPE—=
£€9'€—+
oo.m.\.

185
185

[4:X

[4:X

€8's

€8's

8Ly
L824
86/ 1
654
oL
WL
@.Tf
bl 4

L

mi.;.
9.4
s
59'2 1
592
99
99
191
89/ 1
89

o i

h
!

1.000.94

I

‘
‘ ’ |
R n 1
s I

2.382.442.74

0.98

4.56 6.63

10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5
f1 (ppm)

10.5

1.0

13C NMR of compound 2 (126 MHz, CDCl;)

1571/
(26T~
1642
£6oT
29tE
575\

-10

20 10

30

50

69
2aD vL9L \
a2 90°4L 7
uouwm.mm

6588 —

80

90

100
f1 (ppin)

1

bS'STT —
€TBIT —

P 1

120

¥8'LTT

mw.mmﬂ
£6'6C1 N

13

|

40

zs'seT

150

0T'¥9T —

Y1°0LT —

170

180

1

200

210

DEPT-135- NMR of compound 2 (126 MHz, CDCls;)

S16



1356

TBPPSDO

69.2€

—35.2¢
~-32.62
—24.97

7 20.92

12.52

210 | 200 [19p [180 17 160 150 14 130 12| g0  1po| 90 0
1 (bprh)

'H NMR of compound 11 (400 MHz, CDCl;)

5.8
5.8
5.8
5.8
3

—
Ho\\\\v,/
l 1 | J\J‘)i i
o IoN SR
0.84 1.001.00 0.991.002.562.84 88
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 4.5 4.0 3.5 3.0 2.5 2.0 1.0 0.5 0.

5.0
f1 (ppm)

3C NMR of compound 11 (151 MHz, CDCl;)

S17




[ 1R}

oOPO

a a

q o =) U%U
d « N o o dgh o M N o o
q =™ o 19 < Ngn o~ © «
© — ] NS o 1 ol <
4 = - % ~NEN © kel ~
Il I - Ve

12.40

210 200 190 180 110 1%»3 150 140 130 120 110/ 100 90 80 70 60 50 0 30 20 10 10
f1 (ppm)
DEPT-135- NMR of compound 11 (151 MHz, CDCl;)
o 8 M8 A S
= g ge 8 o
\/ | |
O]
o O
HO\\\“ o,
T T T T T T T T T 1 T T T T T T T T T
10 200 180 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10
f1 (ppm)

'H NMR of compound 1; Lanceolactone A (600 MHz, CDCl;)

518



o OTETM—HONNNIAOOVOON® NOLWLMANONOON — — OMN N
N 29900 RRNNNNA=3S dNNNNNRHAG A H oSS ah
N BWBBA AR BBBBBERRRE NNNNNNN NSNS NN A

e P e

| Mg oL

A SR

0.970.90 145‘01400 1.731.190.993.12  3.17

T
11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0
f1 (ppm)

13C NMR of compound 1; Lanceolactone A (151 MHz, CDCl;)

mﬁm
oPpfo
a [a)
~ ~ ~ R P © o
(=)} © o~ o H oo ©o D J=J Pl w1 o wn
@ ™ N olsq NS H®e 10
o © < — ~ ~ o Id <~ o~
— — — — 0 ~ I~ Mooy —
I [ [ T A
\\\‘ ,, j
//f
o L e b ol | TP T w0 . | o po L NN B —
(i} Lt ¥ m r#n“ oo | T LA 1 ‘f Ty 'r""—l' e Aala it e T L
T T T T T T U T Tl T T T T T T U T T T T T T
210 200 19 18 170 160 50 140 130 120 |110| 100 90 80 70 6“] 50 40 30 20 10 0
f1 (ppm)

DEPT-135- NMR of compound 1: Lanceolactone A (151 MHz, CDCl5)

519



o o -
o o] I @ O @ r~
[s1] @ o = ] n
g oo oT o o
— — — m m [»] b
(R S
\ \‘~ .
\\ ////
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 80 70 60 50 40 30 20 10 0

90
f1 fnnm)

HSQC spectrum of compound 1; Lanceolactone A (600 MHz, CDCl;)

"S Nanda™ 549 1 D:\IITKGPTXINIITK.TXI ﬁjk L

sn / quaTgés - hsqc - txif549 0 E
I , B
' [T

O s L

= o 0 PSR pupas Wil i 4L I
== KBS ", = - - F o
[ =<
- ;c
]
B =4
e

- - » |
— > -8
=
-
— - - -

T T T T T T T T T T T T T
7 6 5 4 3 2 F2 [ppm]

COSY Spectrum of compound 1; Lanceolactone A (600 MHz, CDCl5;)

S20



|

"S Nanda" 545 1 D:\IITKGPTXI\IITK_TXI

(|

an /. r¥a: / 569 = cosy - Exif545 E
e IE
A
\ O O ' - ] . o~
i \\“ "/// :

- -+
e -

é a0 ‘

]

7 6 [ 4 3 2 F2 [ppm]
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Crystal data and structure refinement for compound 2

X-ray crystal data of compound 2 (the following crystal has been deposited at the Cambridge
Crystallographic Data Centre and has the deposition number CCDC NO: 1834617

(@)
N4
Ph. Si\’O\
7< Ph

."- CCDC NO: 1834617
“ ORTEP presentation (drawn at 50% probability)
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Bond precision:

Celdl:

Temperature:

Volume
Space group
Hall group
Moiety formula
Sum formula
Mr

Dx,g cm-3

Z

Mu (mm-1)
FOO0O

FOOO*

h,k, lmax
Nref

Tmin, Tmax
Tmin’

C-C = 0.0050 A

a=11.660(14)
alpha=90
290 K

Calculated
2494 (4)

P 21/c

-P 2vybc

C26 H32 04 Si
C26 H32 04 5i
436.61

1. 163

4

0. A2

936.0

936.73

13 Td, 2

4325
0.978,0.984
0.978

Correction method= Not given

Data completeness= 0.991

R(reflections)=

S = 0.894

0.0499( 2513)

Wavelength=0.71073

b=12.070(9)
beta=100.58(7)

Reported
2494 (4)
B 2ife
-P 2vybc

2

c=18.027(13)
gamma=90

C26 H32 04 Si

436.60

1.163
4

0.122
936.0

13,148,217

4284

Theta (max)= 24.860

wR2 (reflections) =

Npar= 285

523

0.1623( 4284)



