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XL iv—-30 sulfone
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;/%%t é% Current Data Parameters
NAME XL iv—-30 sulfone
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 201502089
- Time 18.01
: INSTRUM robinson
SOzPh PROBHD 5 mm PABBO BB—
PULPROG 2930
D 32768
SOLVENT CDC13
Z NS 17
DS 2
22 SWH 7183.908 Hz
FIDRES 0.219235 Hz
AQ 2.2806528 sec
RG 114
DW 69.600 usec
DE 6.50 usec
TE 298.2 K
D1 2.00000000 sec
TDO 1
======== CHANNEL fl ======—==
NUC1 1H
Pl 11.20 usec
PL1 0 dB
SFO1 400.1428010 MHz
F2 - Processing parameters
ST 16384
SF 400.1400000 MHz
WDW EM
SSB 0
LB 0 Hz
GB 0
PC 1.00
;f)\:rl | " ﬁr ?,[_ w,’b
......... w.._..._.._.._..._,___...._._._._......._....._..__..._.....___...._.._._...._.__...__...__._.._
9 8 7 6 5 4 3 2 1 ppm
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XL iv-30 sulfone carbon
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NAME XL iv-30 sulfone
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150209
Time 18.04
INSTRUM robinson
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 202

DS 4

SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664256 sec
RG 18390.4

DW 20.850 usec
DE 6.50 usec
TE 298.6 K
D1 1.00000000 sec
D11 0.03000000 sec
D0 1
======== CHANNEL f] =======
NUC1 13C

Pl 7.60 usec
PL1 -2.00 dB
SFO1 100.6253446 MHz
======== CHANNEL 2 ========
CPDPRG[2 waltzlé
NUC2 1H
PCPD2 90.00 usec
PL2 0 dB

PL12 18.10 dB
PL13 17.00 dB
SFO2 400.1416006 MH=z
F2 - Processing parameters
SI 32768

SF 100.6152830 MHz
WDW EM

SSB 0

LB 3.00 Hz
GB 0

PC 1.40
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XL, i-07 epoxide
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SO4Ph
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

FIDRES
AQ
RG

XL 1-07 epoxide
1

1
20140113 0
10.59 O
robinson
5 mm PABRBO BRB-
zg30
32768
CDC13
19
2
7183.908 Hz
0.219235 Hz
2.2807028 se:
128
69.600 wust
6.50 us:
298.3 K
2.00000000 se

400. H%wmopo MH:
16384
400.1400000 MH:
EM
0
0.00 Hz
0
1.00
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XL-viii-26-epoxide

ml e .l N __/ r~ MJ ,.b = mA
M m /\ | __ mx »
I
SO.Ph
0
rac-23
— ooty hottol Sy Ny v - Jif.“ rumininamie i o R M
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200 180 160 - 140 120 100 80 60 40 20 ppm
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Curleul vUdta raramciels

NAME XL-viii-26-epoxide
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date__ 20151203
Time 16.18 h
INSTRUM spect
PROBHD z566601_0014 (¢
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 128

Ds 4

SWH 42613.637 Hz
FIDRES 0.650232 Hz
AQ 0.7689557 sec
RG 203

DW 11.733 usec
DE 6.50 usec
TE 303.2 X
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFOL1. 176.0345018 MHz
NUC1 13C

Pl 21.00 usec
PLWL1 150.00000000 W
SFO2 700.0098000 MHz
NUC2 1H
CPDPRG[2 waltzlé6
PCPD2 55.00 usec
PLW2 25.00000000 W
PLW12 0.41427001 W
PLW13 0.14935000 w
F2 - Processing parameters
SI 32768

SF 176.0169002 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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XL—iv-49-Diol
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g

XL—iv-49-Diol
2
1
20150220
23.30
robinson
S5 mm PABBEQ EBR-
zg30
32768
CDCl13
3z
2

7183.908 Hz
(.219235 Hz
2.2807028 se

362

69.600 us:
5.50 us

298.2 X
2.0000Q0000 se

S7

0.00 aB
400.1428010 ME:
16384
400.1400000 MH:
EM
G
0.30 H=
o
1.00
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XL-iv-49-Diol T 288 o~ o =
w g /\ m _
Pho,s
HO
OH
(R)-25
_ , T _ _ _ T i _ T _ i _ _ _ I
200 180 160 140 120 100 80 60 40 20

Current Data Parameters

NAME XL-iv—-49-Dicl
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date,_, 201606086
Time 18.08 h
INSTRUM spect
PROBHD Z44808_0013 (C
PULPROG zgpg30

D 63356
SOLVENT CDpC13

NS 801

Ds 4

SWH 42613.637 Hz
FIDRES 1.304047 Hz
AQ 0.7668437 sec
RG 203

DW 11.733 usec
DE 18.00 usec
TE 305.2 K
DL 2.00000000 sec
D11 0.03000000 sec
DO 1
srol 176.0345018 MHz
NUC1 13C

Pl 12.80 usec
PLWL 220.00000000 W
SFOZ 700.0098000 MH=z
NucCz2 1H
CPDPRGI[2 waltzlé
PCEDZ 65.00 usec
PLWZ 10.00000000 W
PLW12 0.15148000 W
PLW13 0.07627600 W
F2 - Processing parameters
58I 32768

SF 176.01692002 MHz
WoW EM

55B 4]

LB 1.00 Hz
GB 0

PC 1.40
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Acetonide

7.944
7.942
7.935
7.932
7.930
7.695
7.684
7.682
7.675
7.673
7.672
7.608
7.606
7.597
7.597
7.588
7.586
7.289
4.158
4.152
4.149
4.146
4.141
4.067
4.058
4.055
4.046
3.574
3.566
3.563
3.554
3.329
3.322
3.313
3.309
3.306
3.302
3.293
3.286
3.204
3.197
3.189
3.184
3.181
3.177
3.168
3.161
1.927
1.350
1.308
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(R)-26

%%Z/w\i\\

T

S L B B e

95 9.0 85 80 75 70 65 6.0 55 50 45 40 35 3.0 25
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NAME
EXFNO
PROCNO
Date_
Time
INSTRUM
PROEHD
PULPRCG
TD

SOLVENT
NS

MS III-08
1
mowoom@
15.

spe

5 mm CPDCH 13C

zg30
65536
CDpC13
5

2
11904.762 H
0.181652 H
2.7525620 s

40.3
42.000 w
16.50 u
287.9 K
2.00000000 s»

33. mmm“_.qmom w

700.1245508 M
65536

700.1200000 M
EM

0
0.30 H
0

1.00
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Acetonide carbon :

NAME MS II1I-08
EXPNO 2
PROCNO
~ o
S E5E < o o o o o 20100582
. I . ~ &~ s & <O o Time 5.2
o o~ OO o . . . P INSTRUM speck,
RIS Y [ M w o [oRGT PROBHD 5 mm CPDCH 1
L B - o~ W0 w o0 PULPROG zgpg3
f i D 98304
_ SOLVENT cpe13
I _ D§ a
swH 41666.668 H
FIDRES 0.423855 H
20 1.1796980 s
RG 203
DW 12.000 u
DE 15.00 u
TE 298.0 X
D1 2.00000000 s
D1l 0.03000000 s
DO 1
======== CHANNEL f] =====
NUC1 13¢
SO-Ph 21 5.00 u
2 PLL 4.50 4
PLIW 38.14553833 W
SFO1 176.0629186 M
======== CHANNEL £2 =====
CPDPRG2 waltzlé
NUC2 18
PCPD2 65.00 u
PL2 -3.20 ¢
o PL12 13.60 &
PL13 120.00 &
PL2W 33.59817505 W
O PL12W 0.70196527 W
PL13W 0.00000000 W
SFO2 700.1228005 M
QMY.NO ST 131072
SF 176.0453140 M
WDW EM
SSB 0
LB 3.00 H
GB 0
BC 1.40

T T T T _ T
200 180 160 140 120 100 80 60 40 20 ppm
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Julia coupling
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7777777777777777755544443333333322221111111000

/, 1,
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N TRl

~..,___.___...______...._.____.._.__._.____._:..__:,_:.__.____...._...._,,____..___..____.._.:.__
95 9.0 85 80 75 7.0 6.5 6.0 55 50 45 4.0 3.5 3.0 25 2.0 1.5 1.0 05

g 3 9eEEeEE hy Y s

ppm

NUC1
Pl
PL1
PL1W
SFO1

MS III-84
1

1

20110127
16.44
spect

5 mm CPDCH 13C
zg30

65536
CDC13

19

2
11904.762
0.181652
2.7525620
101

42.000
16.50
298.2
2.00000000

CHANNEL f1

-3.20
33.59817505
700.1245508

65536
700.1200000

EM

0
0.30
0
1.00

S 11

Hz


S 11 


Julia coupling carbon

NAME MS IT1I-84
= WANMONOWININ O @Y AN EXPNO 2 QN
83 CnNNSIeSAanaRe R85RRA825 Y43Ign3AgsagTes PROCNO 1
S memenmmadR228923 BN Coadons aaoonaom g o o Date_ 20110127 ¢
o~ N L B B B e B B T BT e g g I il I SR R WP NNNNNN A~ Time 17.43

/ \ ///;\\\ INSTRUM spect
/ PROBHD 5 mm CPDCH 13C

PULPROG z2gpg30

TD 98304

SOLVENT CDC13

NS 2048

DS 4

SWH 41666.668 Hz

= FIDRES 0.423855 Hz

" AQ H.qumwww se
‘o, RG

SO,Ph DW 12.000 us

DE 15.00 us

TE 298.2 K

D1 2.00000000 se

mu D11 0.03000000 se

TDO 1

0
mUINA// ======== CHANNEL fl ======
NUC1 13C
Pl 9.00 us
27 PL1 4.50 dB

PL1W 38.14553833 W

SFO1 176.0629186 MH

======== CHANNEL f2 ======

CPDPRG2 waltzlé

NuUC2 1H

PCPD2 65.00 us

PL2 —-3.20 dB

PL12 13.60 dB

PL13 120.00 dB

PL2W 33.59817505 w

PL12W 0.70196527 W

PL13W 0.00000000 W

SFO2 700.1228005 MH

ST 131072

SF 176.0453140 MH

WDW EM

SSB 0

LB 3.00 Hz

GB 0

PC 1.40

- I T ] T

_ _
200 180 160 140 120 100 80 60 40 20 pPpm
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Enone check WE ws 1X-17 wuouw
PROCNO

NHONO AN NOHNNMOIEFN AT T OONNAALSOSONHTOOVODOAOAT NN HONHNO M R sswswmm
OOVWVWWAHONNNHAOANOMAVIDLMOVOUINNAOOANDM AN NN INLEM AN OO O L) OO Ll robinsed
OENEENVOVVNNAHOIIOCNANNUNNOIINCONNNAAAAAAAAO M A NN N O ZED 5 m maz0 2
. - « e s e - - - P Zg.
NN NN NN NN NN NN OO M MO MO MO MmN NNNNNNNNNNNNNN o oo oo o - — Al

FIDRES 0.219235 H
AQ 2.2807028 s

O
=

SFOL £00.1428010 M
s1 32768
SF 400.1400000 M

wow EM

0
1, MONﬂv—J WW o‘wm B

PC 1.00

A b T;rri;i%ﬂccf

T 1 T 17 T T T T _ T

9.5 wo mm mc 75 7.0 mm mc 5.5 mo hm Ao wm wo Nm Mo ,_c om ppm

3 “m_ @ %}jiﬁijjj 33
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Enone carbon

145.88
145.63
136.31
136.22
134.43

.
Z
\

133.05
132.89
129.56
129.33
129.19
129.11

109.78
109.65

——52.23
T51.27

39.01
38.91
32,21
31.53
28.00
27.75

N %

26.95
26.38
25.39

25.34

19.70
19.64

200

180

T
160

140

I
120

T

100

80

ppm

MS IX-17 Enone
4,

1
201209097
1.09
robinson( \ v
5 mm PABBO BB-
zgpg30
65536
¢DC13
1500
a4

23980.814 Hz
0.365918 Hz
1.3664756 se
16384
20.850 us
6.50 us
298.8 K
1.00000000 se
0.03000000 se
1

400.1416006
32768
100.6152830
EM

us
ds
dB
17.00 a8
MH
MH

0
3.00 Hz
0

1.40
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=
'_l
Q
=
)
[0}
'_.I
O
o
Q
(-.t.
|._J.
(o]
=]

7.716
7.714
7.706
7.704
7.702
7.701
7.697
7.695
7.590
7.578
7.576
7.569

~
O
EJ
7/

7. 290
4.003
3.994
3.991
3.983
3.349
3.345
3.334
3.325
3.323
2.672
2.657
2.564
2.556
2.543
2.534
2.396
2.381
2.373
2.357
2.210
2.203
2.201
2.188
1.918
1.914
1.895
1.892
1.768
1.318
1.302
1.066
1.057

%ﬁ\\ f%%%/%\\\

L

NAME
EXPNO
PROCNO
Date
Time

PROBHD

D

SOLVENT

NS
DS
SWH
FIDRES
AQ
RG
DW
DE
TE
D1
TDO

INSTRUM

PULPROG

MS IV-08-L-HC cyclizati

1

1

20110129
18.11
spect

5 mm CPDCH 13C
zg30

65536
CDC13

31

2
11904.762
0.181652
2.7525620
64

42.000
16.50
298.2
2.00000000
1

Hz
Hz
sec

usec
usec

=

sec

NUC1
Pl
PL1
PL1W
SFO1
SI
SF
WDW
S5B
LB
GB
PC

L

S U A I ) B DL B R B AL B B
95 90 85 80 75 7.0 65 6.0 55 50 45 40 35 3.0 25 20 15 1

T T

.0 05 ppm

CHANNEL f1
1H
9.40
-3.20
33.59817505
700.1245508
65536
700.1200000
EM
0
0.30

0
1.00

usec
dB
w
MHz

MH=z

Hz

o]

—

w
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Michael reaction carbon

_—206.25
TT—205.31

o)
PhO,S /\\\

O~

32a

NAME

EXPNO
v o PROCNO
Ll Date_
v~ Time
N INSTRUM

PROBED
PULPROG
TD

SOLVENT
NS

Ds

SWH
FIDRES
20

RG

DW

DE

TE

D1

D11
TDO

—— 134,39
_—129.99
T~ 129,04
——109.74

_—136.22
——47.05
—— 44,53

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2
SI

SF
WDW
SSB
LB

GB

PC

—~—

|- _

. _ . T . _
200 180 160

! T ! I i ] j ] ! | i I i I ! [
140 120 100 80 60 40 20 ppm

MS IV-08-L-HC cyclizati

2

1

20110129

18.15

spect

5 mm CPDCH 13C
zgpg30

98304

CDC13

4000

4
41666.668
0.423855
1.1796980
203

12.000
15.00
298.2
2.00000000
0.03000000

CHANNEL fl ========

9.00
4.50
38.14553833
176.0629186

120.00
33.59817505
0.70196527
0.00000000
700.1228005
131072
176.0453140
EM

0

3.00

0

1.40

EI=GG8G

N

g

Hz

©

—

w
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(S)-Cl0-Diol NAME MSII13

EXPNO 1
O OOUS AN AN AV OVOOOVOANFTAOLINONMOOOAMATMNOASMN O © PROCNO 1~
NMMOANVONOAANNOAMF OOV ONFHMNONOSNHINANOIN T M N O N O Date 20100208 T
AN ~TOOVLVLLOLLOVUNMIOANNDOVWOVWOULIIIMNON NN ANNNSTETNNTNOCN O O Time 11.35 ¢
SO NN MMM NN NNNNN A A A A A A A INSTRUM spect
PROBHD 5 mm PABBO BB-
/%//i& f%/_///,%_\ /\ /?§mt\ PULPROG zg30
TD 32768
’ . SOLVENT CDC13
NS 32
DS 2
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 se:
RG 181
Dw 78.000 us:
DE 6.50 us:
SO,Ph TE 299.4 K
D1 1.00000000 se:
TDO 1
ey ======== CHANNEL fl ======:
OH NUC1 1"
Pl 14.00 us:
Omvnwm PL1 0.00 dB
PL1W 10.27361584 W
SFO1 400.1378009 MH:
ST 32768
SF 400.1350000 MH:
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

J ! ;

B I L U 0 e B L I B I B B I B B IS
95 9.0 85 80 75 7.0 65 6.0 55 50 45 4.0 3.5 3.0 25 20 15 1.0 0.5 Ppm

583 ey B

©O
-
N
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HKR carbon

Lundailis oo b g

SO,Ph

“1OH

(5)-25

139.03
— 133,86
129,40
———128.04

Ay 4 u

Laanit, W

[SREN = i -
RN N . o
SV I ) .
-~ O jiel fad <
i
!
" ook o - O .. Voot i eetlb s “« . "
. TSP IRt it y o FmBetapminhundcdeimmdl yvesinsyotp ¥ Vet ey o

T
200

_
180

100 80 60 40 20 ppm

Emmev

=

20100915
1

spe!
5 mm CPDCH 13C
zgpg30
88304
CDCl13
901

4
41666.668
0.423855
1.1796980
203

12.000
15.00
298.1
2.00000000
0.03000000

4.50
38.14553833
176.0629186

13.60
120.00
33.59817505
0.70196527
0.00000000
700.1228005
131072
176.0453140
EM

0
3.00
Q
1.40

@ mn

waomgg

B RE==ponc

o
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Acetonide -

NSNS ONS OO MOV DONFFANSTNCNNLSOLOCAIONCANNOONNNDOLNONWYONT O NN Current Data Parameters
COCWWOLFMM™IN MO FNAAONOMN AT NNOANONWOINDOVON TN N AN OO QDY O N d O Oy 0O D O O 1A NAME MSII24
OV 00 WO W WY NN N A 0000V LMANNNNNAAAAAAAAOOONNO O O D DD D D ® 0  EXPNO 1
[ A N A S FIS IS IFLONNOMOOEIMNONIN NN OO NN N o o o o e o o ) mmOozo \M

USER Mrinmoy

F2 - Acquisition Parameters
Date_ 20100211

/
\

Tine 10.55
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG zg30
™ 32768
SOLVENT CcDel3
—_— — J— — — — -~ NS 32
DS 2
SWH 6410.256 Hz
FIDRES 0.185625 Hz
p:\e] 2.5559540 sec
RG 40.3
DW 78.000 usec
DE 6.00 usec
TE 298.2 K
D1 1.00000000 sec
D0 1
_UjOmm ======xz= CHANNEL fl =s=====:
NUC1 1H
Pl 13.50 usec
PL1 -3.00 @B
SFO1 400.2478017 MHz
O = F2 -~ Processing parameters
O ST 32768
SF 400.2450000 MHz
. N WDW EM
SSB 0
Amv..Mm LB 0.30 Hz
GB 0
PC 1.00

T :
9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 ppm

568 3 s
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. NAME MSII24
Acetonide 13C EXPNO 3

PROCNO (en)
. Date_ 2010021Q\]
Time 11.2
% %%% m;; <+ NO ™MW — @ 10 INSTRUM DPX4

© o oo o SMeenn @ o @™ PROBHD 5 mm BBO BB-1H

M N NN o -~ WMo o~ WY Wn PULPROG zgpg30

SOLVENT cDC13

NS 1024

DS 4

SWH 23980.814

FIDRES 0.365918

A0 1.3664756

RG 8192

oW 20.850

DE 6.00

TE 298.2

D1 2.00000000

d11 0.03000000

DELTA 1.89999998

PhO,S TDO 1
======== CHANNEL fl ====

NUC1 13¢

- Pl 8.30
o = PL1 -3.00
\MVM\mu SFO1 100.6517495
======== CHANNEL f2 ====

CPDPRG2 waltzlé

(S)-26 NUC2 1H
PCPD2 90.00

PL2 -3.00

PL12 15.00

PL13 15.00

SFO2 400.2466010

ST 32768

SF 100.6416850

WDW EM

$SB 0

LB 3.00

GB 0

BC 1.40

_ _ _ T _ T _ T . T _ T
200 180 160 140 120 100 80 60 40 20 ppm
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Sulfone-ester coupling NAME MSIIA5

EXPNO 1
AU ANHRDOONNNMS WSO MmMOMANOONMN~FTNOOINSTSKOYTWLWOUWSNFOWOHIOMMSEO WL 0 0N PROCNO 1 v
OO OO~V HEMONDOFTNN NN AR NOUENHTONMANOOONNANAM™M O Date 20100316 O\
7666554444499333888433366000000999998888118887 Time 15.25 ¢p
7777777777744444333333322222222111111111110000 INSTRUM spect
PROBHD 5 mm PABRO BB-
r%a_/%j /{%fj/ﬁ,x\\ PULPROG zg30
TD 32768
SOLVENT CDC13
NS 32
DS 2
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 se
RG 8
DW 78.000 us:
DE 6.50 us:
TE 298.0 K
Dl 2.00000000 se«
TDO 1
======== CHANNEL f] ======:
NUC1 1=
Pl 14.00 us
PL1 0.00 4B
PL1W 10.27361584 W
SFO1 400.1378009 MH:
IShe 32768
SF 400.1350000 MH:
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

| NS

T T T T T T T [ T e T [ T e e
95 9.0 85 80 75 7.0 65 6.0 55 50 45 40 3.5 3.0 25 20 15 1.0 0.5 ppm

=2 5 [ BEE e @b
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Sulfone—-ester coupling carbon

_~201.27
=~-1200.90

77.64
77.32
77.00
74.31
72.75
71.87
68.91
68.82

62.65
50.22

71.02
51.95
51.30
44.63
40.73
40.61
35.91
31.96
31.80
31.20
27.96
27.77
26.86
26.73
26.37
25.41
25.28
20.36
20.31
19.40
19.35

TSN

j
\

—

_ ! _ _ , _ _ _
200 180 160 140

FIDRES
AQ
RG
Dw
DE

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2

MSII45
2

1
20100316
15.28
spect

5 mm PABBO BB-

zgpg30
65536
CcDC13

583

4
25125.629
0.383387
1.3042164
11585.2
19.900
6.50

298.6
2.00000000
0.03000000
1

9.00

-2.00
46.89702606
100.6255966

17.00
10.27361584
0.24872722
0.20498557
400.1366005
32768
100.6140260

EM

0
1.00
0
1.40

S22

MHz

Hz
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Cross Metathesis [ (S)-Cl0]

™

Al
Current Data Parameters S
NAME MSII27i
EXPNO 2

COO0OMN AN VAN O NV AN AHON WA NN AN NDOANOWNE AN AWVO AN ™D PROCNO 1

AN NOMAOONANI NN —HOAFTEOLITMNANNOOORNXR>OFMOD M

DNV VNVONANEHOFINNAVUNFROANA A AT AHTOOOMNNN GO P2 - Acquisition Parameters

NSNSV VVOUELFTMN O MOMOMANNNNNNNNNNNNAHAAAOO OO pate. mopmmmww
INSTRUM DPX400
PROBED 5 mm BBO BB-1H
PULPROG zg30
TD 32768
SOLVENT cDell
NS 32
DS 2
SwH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 90.5
DW 78.000 use:
DE 6.00 uset
TE 298.2 K
D1 1.00000000 sec
TDO 1
======== (CHANNEL fl =======:
NuUcl 1"
Pl 13.50 user
PL1 -3.00 &B
SFO1 400.2478017 MHz
F2 - Processing parameters
ST 32768
SF 400.2450000 VHz
WoW EM
SSB 0
LB 0.30 Hz
GB 0
pC 1.00

N %%?L
o T 17 TP T T TETTTTTTTTTT T T TP
w 5 90 85 80 7.5 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 1.5 1.0 05 pPpPmM
=N < D © (2Nl Q| |2NIR QT
AN|~—| N - (=] o AN| O] Ol [IDIM|O ©0m



S 23 


Cross

\

Me
™~ ®
N <~
o @
S oo
N

V

201.02

tathesis carbo

109.78
109.64

77.07
76.75

~
o
wn
o~

I\

77.39

74.38

72.91
71.87

68.97
68.91
52.23
52.07

71.16
51.52

39.24
39.08

39.65

N

N
—
o~
(o}

31.43
28.52
27.64
27.02

N
o
o
o~

NN\

25.45

26.38
19.36

w

z

_ _ T
200 180

_
160

T
140

T
120

_
100

T
80

60

40

20

ppm

Current Data Parameters

NAME MSII2 q%
EXPNO

PROCNO w
F2 - Acguisition Parameter
Date_ 20100222
Time 13.13
INSTRUM DPX400
PROBHD 5 mm BBO BR-1H
PULPROG zgpg30

™D 65536
SOLVENT CDC13

NS 1024

DS 4
SWH 23980.814 H=z
FIDRES 0.365918 Hz
2Q 1.3664756 se
RG 5160.6

DwW 20.850 us
DE 6.00 us
TE 298.2 X
-D1 2.00000000 se
dill 0.03000000 se
DELTA 1.89999998 se
TDO 1
======== CHANNEL f] ======
NUC1l 13cC

P 8.30 us
PL1 -3.00 4B
SFO1 100.6517495 MH
======== CHANNEL f2 ======
CPDPRG2 waltzlé
NUC2 15
PCPD2 90.00 us
PL2 -3.00 4B
PL12 15.00 4B
PL13 15.00 4GB
SF02 400.2466010 MH:
F2 - Processing parameters
ST 32768

SF 100.6416850 MH:
WDW EM
SSB o]

LB 3.00 Hz
GB 0

PC 1.40
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tes protection

-SO,Ph

“OTES

OTES
Si-1

NN MO OVNO AN MPADTNMUNOLWOOONNEAAMMUWOAOO = ~K© 0O
O~V NAFN ANV ANANANDTONINLTNINEDRWOIN MO O
nl WI wl cJ cJ EJ EJ 1J OJ 1J ﬁd ﬁA ﬁa ﬁ& ﬂa ﬁa ﬁL ﬂa nj nJ nJ nj nj nj nj 00 nO nO nd nO OO EJ nj nﬁ nﬁ 04 [Ielielyisl
o ?J 1J QJ QJ 7J QJ 73 1J ?J QJ 1J 7J 1J 1J QJ ?J ?J 1L 1L 1; 1L 1; 1L 1L 4; 1; 1; 1; 1L 1¢ ﬂL AU nU AU AU OO o

B é§\

5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5

©| {o|{woj O [2p] e
ol (Qfi—ie (o) =] oe] ™~
| |~ bt B W o

— ~—

t
0.0 ppm

Current Data Parameters

NAME
EXPNO
PROCNO
ou
USER

5
Al 1
/9

Mgfmoy

F2 - Acquisition Parame

Date_
Tine
INSTRUM
PROBHD
PULPROG

20100115

17.42

spect

5 mm PABBO BB-
zg30

32768

CDC13

32

2

6410.256
0.195625
2.5559540
256

78.000
6.50

300.2
1.00000000
1

CHANNEL fl ===
1H

14.00

0.00
10.27361584
400.1378009

F2 - Processing paramet

ST
SF
WDW
SSB
LB
GB
PC

32768
400.1350000
EM

0

0.30

0

1.00
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(S)-di-TES ether

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD

.04

70.07

32

26.11
80
6.72
4.86
.26

4

—139.02
——133.86
129,40
128
77.21
77.03
~76.84
— 66,
52.
6.

.
~

FIDRES
A0
RG

SO,Ph

OTES

OTES
Si-1

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2

T

I _ T 1
200 180 160 140 120 100 80 60 40 20

ppm

MS II-09 Di-TE th

i le]

Hnﬁ

20141117 )
2.27
spect
5 mm CPDCH 13C
zgpg30
65536
CDC13
256
4
41666.668
0.635783
0.7864820
203
12.000
16.50
298.1 K
2.00000000
0.03000000

4.50
38.14553833 W
176.0697436

120.00
33.59817505
0.70196527
0.00000000
700.1499406
32768
176.0521380
EM

0

3.00

0

1.40

Hz
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Julia Coupling lst fraction NAME

EXPNO
PROCNO
<# 00 Date_
< M o Time
O N 0 INSTRUM
PROBHD
nunUnU

.........

.........

MSITI10
2

1
NSW;
N1g

ct

S mm PABB B—
zg30

32768

CDC13

32

2

6410.256
0.185625
2.5558540
35.9
78.000
6.50

289.9
1.00000000
1

CHANNEL f£1 ====
1H

14.00

0.00
10.27361584
400.1378009
32768
400.1350000
EM

0

0.30

0

1.00
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Cross metathesis with di-TES ether

\\\

SO,Ph

OTES
OTES

T

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

Dw

ﬁé

R D R B B
w.o.m.m.ou.ﬂ.

e

[

T ]
0 6.

5 6.

:

00
2.01
0.99

1

0 5.

I I

T I
5 5.

T I
0 4.

T !
5 4.

0 3.

:

5 3.

5

e R
0 25 20 1

L

RS RAASS RS L
510 05 ppm

.01
1.02
02
01
0.99
0.99
8.28

1
1

21.20
12.29

MSIT12

NOHOOHN%

21.46)
spect

5 mm PABBO BE-
zg30

32768
CDC13

32

2

6410.256
0.195625
2.5559540
45.3
78.000
6.50

299.5
1.00000000

CHANNEL f1l ====

1H

14.00

0.00
10.27361584
400.1378009
32768
400.1350000
EM

0

0.30

0

1.00

Hz
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Cross Metathesis 13C

NAME ZmHHNW
O N NOOD OW WO ON EXPNO
N W N ™ ARSI NADODN I NO AN NONMOO N ON-TMONIHDOM™M
— O w e NN WO N OOy s e e e e e D N~ 0~ N
oo oo AN MMM NN N MO AHOONNN LSOO MANNSNOWAR - - - .- Date_ 20100326N
NN e R e B B B B B B B B A S~~~ 0 o MmN NNN OO <<t <t ~H,u..Hﬁm HH.WO
N A\ ENZAAS\AA 2~
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 1024
DS 4
SWH 25125.629 Hz
FIDRES 0.383387 Hz
O AQ 1.3042164 se«
RG 20642.5
DW 19.900 use
= DE 6.50 use
TE 298.2 K
. D1 2.00000000 se
SO,Ph D11 0.03000000 sec
3 TDO 1
======== CHANNEL f1 ======-
o) ., NUC1 13C
‘OTES Pl 9.00 use
PL1 -2.00 4B
OTES PL1W 46.89702606 W
43 SFO1 100.6255966 2
======== CHANNEL f2 ======-
CPDPRG2 waltzlé
NUC2 1H
PCPD2 90.00 use
PL2 0.00 dB
PL12 16.16 4B
PL13 17.00 4B
PL2W 10.27361584 W
PL12W 0.24872722 W
PL13W 0.20498557 W
SFO2 400.1366005 MHz
ST 32768
SF 100.6140260 MH:z
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
_: _ :r gi_: _ :L:

_ . T , _ _ T ; _ . _ . _ _ T . T
200 180 160 140 120 100 80 60 40 20 ppm
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NAME
EXPNO
PROCNO
Date_

PROBHD
PULPROG

T TP T T T T T T T TT T AR N R

wm 9.0 85 80 75 7.0 65 6.0 55 50 45 40 35 3.0 25 20 15 1.0 0.5 ppm

Mo o ololala] ) [N [©(m (<) 0] N o) ©) S s
M D b e B B R s R D Bt s i et Bl B
N[N |||~ NO v [ MDD ™

MS II-49
(]

@
20140120
15.33
spect

5 mm CPDCH 13C
zg30
95236
CDC13

5

2
11904.762
0.125003
3.9999621
32

42.000
6.50
298.2
2.00000000
1

CHANNEL £f1 ====
1H

9.40

-3.20
33.538817505
700.1516210
131072
700.1471400
EM

0

0.30

0

1.00

Hz
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Micheal product (Cl0 epimer)

NAME MS II-49
2a 952 5 . o~ EXPNO &
- it . o oW e ™ PROCNO
Lo oY o o e e g Date_ 20140120
N o =t | o~ I~ < <p Time 15.35
\ /\ INSTRUM spect
PROBHD 5 mm CPDCH 13C
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1024
DS 4
SWH 41666.668 Hz
FIDRES 0.635783 Hz
AQ 0.7864820 se
RG 203
DW 12.000 us
DE 16.50 us
TE 298.2 K
D1 2.00000000 se
D11 0.03000000 se
TDO 1
======== CHANNEL fl ======
NUC1 13¢C
Pl 9.00 us
PL1 4.50 4B
PL1W 38.14553833 W
SFO1 176.0697436 MH
======== (CHANNEL f2 ======
CPDPRG2 waltzl6
NUC2 18
PCPD2 65.00 us.
PL2 -3.20 4B
PL12 13.60 4B
PL13 120.00 4B
PL2W 33.59817505
PL12W 0.70196527
PL13W 0.00000000
SFO2 700.1499406
SI 32768
SF 176.0521380
WDW EM
SSB 0
LB 3.00
GB 0
PC 1.40

) ¥ y ' Ve g e L gnd

_ _ u _ _ T _ _ _ _ < _ _ _ , _ . _ . _ . _
200 180 160 140 120 100 80 60 40 20 ppm
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8.015
8.013
8.006
8.003
8.001
7.697
7.687
7 620
7.618
7 609
7.609
7.598
4.756
4.751
4.748
4.743
3.765
3.756
3.643
3.638
3.634
2.966
2.958
2.940
2.932
2.858
2.851
2.557
2.538
2.340
2.332
2.313
2.305
2.079
1.854
1.850
1.847
1.834
1.831
1 827
l 814
l 800
l 608
1.353
0 973
0.963
&
&

S e s oo

mON_U_J FIDRES

m-— =mmmmmmane

NUC1
Pl
PL1
PL1W
SFO1
ST
SF
WDwW
SSB

A _ NN

_..__,,..____.__..___.~__.__.__~____..._...._.._._,__.___..__~.__._.._...__...._._.._._._______..___.711

95 9.0 85 80 75 7.0 6.5 6.0 55 50 45 40 35 3.0 25 20 1.5 1.0 05 pPpm

HE T EE e R

MS ITI-1€\
o™

Nowooqmmb

15.31
spect

5 mm CPDCH 13C
z2g30

65536
CDC13

18

2
11904.762
0.181652
2.7525620
64

42.000
16.50
298.0
2.00000000

CHANNEL fl ======

-3.20
33.59817505
700.1245508

65536
700.1200000

EM

0
0.30
0
1.00

Hz
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Ketal

206.82

carbon NAME

EXPNO
N PROCNO
i Date
™ Time
\ INSTRUM
PROBHD
PULPROG

—138.39
——133.69
—130.29

T~—128.82
—109.03

——47.31
35
35

SWH
FIDRES

AQ

WAUNUJ RG

O DW

CPDPRG2
NUC2
PCPD2 -
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2
ST

SF
WDW
SSB
LB

GB

PC

T . T _ _
200 180 160

I _ _
140 120 100 80 60 40 20 ppm

CHANNEL f£2

(4p]
MS III-1QD

(2p)

1
20100726
15.39
spect

5 mm CPDCH 13C

zgpg30
98304
CDC13
296

4
41666.668
0.423855
1.1796980
203

12.000
15.00
298.0
2.00000000
0.03000000
1

9.00
4.50
38.14553833
176.0629186

waltzle

1H

65.00

-3.20

13.60
120.00
33.59817505
0.70196527
0.00000000
700.1228005
131072
176.0453140
EM

0

3.00

0

1.40

Hz
Hz
se

CHANNEL fl ======

MH

Hz
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Hemiketal

OCNHONNUVUNLOLNOHONONDWM M OIN AN ON N O D~ <H o~ AT OHI~NMI~ < <
oo NHOCOMMNNNHOO M~ NN~ OANO—A—TONOVOOF MM NI —=OM>~S0nwmmaN LWL
SOOI M~NOVWVWVWWVWWVWONMN O LB B B | Q/ny 7/ 7:r0 EJ EJ qul nU ﬂan nU nU nU ﬂvn& A%.A*A% Qund OO
e e i e e N T e R e MMM mMnmmao Oané ﬂL QL OL 7un4 ﬂé 04 Ouné QL OL QQQL 1L 1L.I_1l 1L nUnU

SO,pPh
§¢muA%MMHHHUV\\\ .
o L
i
47
AR B T T ,__ e B A
9.5 9.0 mm mc Nm 7.0 mm mo mm mo hm ho wm wc Nm NO 1.5 0.5 ppm

m@w @ @m31¥

4{ﬁ344J&

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

NUC1
Pl
PL1
PL1W
SFO1
ST
SF
WDW
SSB
LB
GB
PC

MS IV-10

%

2011020€N

0.14

spect

5 mm CPDCH 13C
zg30

65536
CDC13

10

2
11904.762
0.181652
2.7525620
71.8
42.000
16.50
298.2
2.00000000

CHANNEL fl ======

-3.20
33.59817505
700.1245508

65536
700.1200000

EM

0
0.30
0
1.00
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hemiketal carbon

NAME us k1o
EXPNO ™2
o~ ™~ oy o PROCNO 1
O = <t I [Te} QS e~ o~ O WO SN T DY Date 201, 08
. . .. o) o T} e I s R rime th
o M~ O o < M . . .o . 5 d
o oen e (o = st ™M O s SO o INSTRUM spect
o~ e e e ] e o~ o~ o ;= M e NN PROEBED 5 mm CPDCH 13C
v I | ] PULPROG Zgpg30
| o D 98304
_ . \ SOLVENT CDC13
| NS 202
DS 4
SWH 41666.66¢ H
FIDRES 0.423855 H
AQ 1.1796980 s
RG 203
oW 12.000 u
DE 15.00 u
TE 298.2 K
D1 2.00000000 s
D11 0.03000000 s
TDO 1
=====—== OE.ZZMUF MH =====
NUC1 13¢
Pl 9.00 u
mOMﬂT PL1 4.50 o
PLIW 38.14553833 w
SFO1 176.0629186 M
IO ==Z====== ﬂmyzz‘mh MN T====
CPDPRG2 waltzlé
NUC2 18
PCPD2 65.00 u
PL2 -3.20 @
_I_O O PL12 13.60 &
O PL13 120.00 &
PL2W 33.59817505 W
PL12W 0.70196527 w
PL13W 0.00000000 W
47 SFO2 700.1228005 M
ST 131072
SF 176.0453140 M
WD EM
SSB 0
LB 3.00 B
GB 0
PC 1.40
i -~ Lhadtaatek o " " ke T ™ POR TR FyRm N PR " r.x e | PYWOHRN IS DTS PRSI o, U A Sl
Rl anli W ™ Y e iy o gy ) M Ymataitveiom kdante e Y " Laaiatiaae L Lot u NAAnint ot Mrlynhisth i " 4
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Mesitylate

%/I%//f%//%/é\ / X\\\\

SO,Ph

,z(ﬁﬁ

E_ wll

S T T L I B B A A I B B IR DL LIS B
95 90 85 80 75 7.0 6.5 6.0 55 50 45 40 35 3.0 25 20 1.5 1.0 0.5 ppm

L0 o el

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD

MS VIII-29 mewﬁmwm

-1

20120530

19.21

spect

5 mm CPDCH 13C
2g30

95236

CDC13

2

2
11904.762
0.125003
3.9999621
18

42.000
6.50

298.3
2.00000000

CHANNEL f1

-3.20
33.59817505
700.1516910

131072
700.1471400
EM

0

0.30

0

1.00

™
09
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Mesitylate carbon

206.40
143.61
140.12
137.50
134.25
131.86
131.79
130.30
130.25
130.07
129.08
——105.72

i

NN

SO,Ph
HO

MesO

49

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PLI2W
PL13W
SFO2
ST

SF
WDW
SSB
LB

GB

PC

j I ! I j I ! I
180 160 140 ppm

MS VIII-29 Mesjiylea

S
1
20120530 UD
19.25
spect
5 mm CPDCH 13C
zgpg30
65536
CDC13
6
4
41666.668 Hz
0.635783 Hz
0.7864820 sec
203
12.000 usec
16.50 usec
298.2 K
2.00000000 sec
0.03000000 sec
1
CHANNEL f] ========
13c
9.00 usec
4.50 dB

38.14553833 w
176.0697436

CHANNEL f2
waltzlé

1H

65.00

-3.20

13.60
120.00
33.59817505
0.70196527
0.00000000
700.1499406
32768
176.0521380
EM

0

3.00

0

1.40

MHz

Hz
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(o0]
NAME MS IV-1dn

EXPNO
38511322404937766467232429894505068138493 PROCNO WO
20042083999764764331089885865362607740732 Date 20110207
777666231166664444999om6rnw55111100.543333288 Time 1211
77777774443333333322222222222222111111100 INSTRUM robinson
PROBHD 5 mm PABBO BB-
eSS T —— e Ve =
TD 32768
SOLVENT CcDpC13
NS 8
DS 2
SWH 6793.478 Hz
FIDRES 0.207320 Hz
20 2.4117749 se
RG 128
SO,Ph

DW 73.600 us
DE 6.50 us
TE 298.2 K
D1 2.00000000 se
TDO 1
O S======= CHANNEL f] ======
NUC1 1H

Pl 14.00 us
PL1 0.00 dB
SFO1 400.1424008 MH
ST 32768
SF 400.1400000 MH
WDW EM
SSB 0
LB 0.30 Hz
GB 0
BPC 1.00

B D AL S

A B ...____.._n.A.__._.___.._._.___u.____.__.__~__...______,_._____,_..___,.._________..__ T
9.5 9.0 85 80 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 35 3.0 25 N.c._.ml_.oo.m UUB

5 22 g [z

(=2}
oy
=

2 g
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~Azide carbon (0

o S823 3 w o © Monmome. Current Data Parameters N
> PR > o — B NV AOE-m NAME MS IIXI-19
V-3 O n . - = s e s e e S
o MmN o n w U] O MO M EXPNO 3
f / \ // \ \ , \ F2 - Acquisition Parameter:
Date_ 20100723
Time 17.33
INSTRUM DPX400
PROBHD S mm BBO BB-1H
PULPROG zgpg30
1D 65536
. SOLVENT CDC13
NS 4000
MOM_UI Ds 4
- SWH 23980.814 Hz
HO FIDRES 0.365918 Hz
AQ 1.3664756 sec
. RG 8192
DwW 20.850 use¢
N3 O 9] : DE 6.00 use
TE 299.2 X
D1 0.20000000 sec
50 aii 0.03000000 sec
. DELTA 0.10000000 sec
™0 1 .
===m=s== CHANNEL fl ======-
NUC1 13¢C
Pl 8.30 us:s
PL1 -3.00 4B
SFO1 100.6517495 MH:
==m===== CHANNEL £2 ======-
CPDPRG2 waltzlé
NUC2 1H
PCPD2 90.00 use
PL2 ~3.00 8B
PL12 15.00 @B
PL13 15.00 &B
SFO2 400.2466010 MH:
F2 - Processing parameters
SI 32768
SF 100.6416850 MaE:
WD EM
SSB 0
LB 3.00 Hz
. GB 0
: - PC 1.40
ey o e maaa T Safig ¥y L PP —a oy :%

T

| i | ’ I j 1 v | i I

A S — T (R
200 180 160 140 120 100 80 60 40 20 pPpm
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TBS enol ether

OTBS

PhO,S

TBSO:-

53

tn
jie}
7
O

oo}
(o)}
6
O

O 318

0. 237

\

Yol
[e)]
l
O

\\\\

0. 151
0.005
-0.024

N~
o

o

—

25

2.02
2.25

2.0

217

1.21

3.01

0.5

12.09

T
0.0 ppm

Current Data Parameters

NAME MS IV-15
EXPNO 1
PROCNC 1
DU /m
USER Mrinmoy

F2 - Rcquisition Parameters
Date_ 20110208

Time 14.19
INSTRUM DPX400
PROEHD 5 mm BBO BB-1H
PULPROG zg30
D 32768
SOLVENT CDC13
NS 32
Ds 2
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 sec
RG 574.7
DWW 78.000 usec
DE 6.00 usex
TE 298.2 K
Dl 2. oooooooo sec
TDO

CHANNEL f1
NUC1 1H
Pl 13.50 usec
PL1 -3.00 a8
SFO1 400.2478017 MHz

m,m - Processing parameters

32768
Mm, 400. mnmoooo MHz
WDW
SSB o
LB 0.30 Hz
GB )
PC 1.00

S 40
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TBS enol ether carbon

Current Data Parameters

NAME MS IV-15
o o — ® 0w EXPNO 3
< e} [~ 0 @ o~ OY¥NO 1N o~ o H OO MO O N ™ PROCNO 1
. <t N Mo~ =)} N N HO~ NN <t n oy . im
[Ve} [Ve} ol o Wi . o e . . .- . PR - USER Mrimmoy
o n M~ = OV~ 0 n O IS M N WLWN oy 0~ ¢ <t
o L AR R ] [o)} ~r~r~r~ w0 n MM N NN A [ F2 - Acquisition Parameters
Date_ 20110209
Time 15,39
INSTRUM DPX400
PROBHD 5 mm BBO BB-1H
PULPROG 2gpg30
™ 65536
SOLVENT €Del3
NS 8000
DS 4
sWH 23980.814 Hz
FIDRES 0.365918 Hz
a9 1.3664756 sec
RG 6502
DW 20.850 usec
DE 6.00 usec
TE 298.2 K
D1 0.20000000 sec
a1l 0.03000000 sec
DELTA 0.10000000 sec
DO 1
======== CHANNEL fl ========
NUCL 13¢
Pl 8.30 usec
OTBS PL1 -3.00 @&
SFOL 100.6517495 MHz
S=z===== CHANNEL f2 ========
CPDPRG2 waltzl6
- NUC2 1H
T_)_Omm PCED2 90.00 usec
PL2 ~3.00 a8
O PLI2 15.00 dB
PL13 15.00 4B
sro2 400.2466010 MHz
n_lmwo_ . F2 - Processing parameters
ST 32768
N SF 100.6416850 MHz
3 - WoW EM
SsSB 9
53 B 3.00 Hz
@B o
BC 1.40
T T T T T T T T T T A

T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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Zbgm ZMH<bww
EXENO 1

Tmine PROCNO N 1
Dat 201

DA 0O NHNTMNONDOLONWNDONNFTO AV A AT EOMNONDENNO N NN Oy [~ D2 H@

998778786587165983632199757573215432110099877608843 INSTRUM robindbn

WODOOOVONNNNOCOILSSIAAODVVOO NN NOOONANTN O Gy GO G0 G0 M0 g OO EROBED 5 mm PABBO SR

. . . . . .. . . . . . . . EU ik

777_./77777_./74422222llllll111111110000000000000000000 SOLVENT coeL3

L NS 32

N —_——— ne 2

SWH 6793.478

FIDRES 0.207320

30 2.4117715

RG 181

oW 73.600

bE 6.50

TE 298.4

DL 2.00000000

TDO 1

===z==== CHANNEL fl ===

NUCl 1H

1 14.00

OTBS o 0.00

) SFOL 400.1424008

SI 32768

_USOMW 7 / SF 400.1400000

WDW EM

SSB Q

N LB 0.30

GB o]

BC 1.00

0TBS
54

;f _ ; E% LFF AL

I I I I I I I I I I I I I I I I I I

95 90 85 80 75 7.0 65 6.0 55 50 45 4.0 35 3.0 25 20 15 1.0 05 ppm

e 58 EgsERy e et
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Imine carbon

NAME MS III-71
EXPNO 3
I S
w3 = o 0w no oo PROCNO 2010192
; 5 w ~ S e OV Y (N ate
<h W . . B . R Time 17.
[€a e} et ™~ o [Xal T e e R B INSTRUM Sp
—t i o ~ W 3 Mo e PROBHD 5 mm CPDCH
1 ! _ ] PULPROG =gpg30
| | ™ 98304
| w _ SOLVENT cpels
: ! NS 151
DS 4
SWH 41666.668 H
FIDRES 0.423855 H
AQ 1.1796980 s
RG 203
W 12.000 u,
DE 15.00 u
TE 297.5 K
D1 2.00000000 s
D11 0.02000000 s
TDO 1
======== CHANNEL fl =====
NUC1 13¢
p1 9.00 u
PLL 4.50 @
PLAW 38.14553832 ¥
OTBS SFOL 176.0629186 M
======== CHANNEL f2 =====
CPDPRG2 waltz
: NUC2 1H
PhO,S / 6555 v
7 PL2 -3.20 d
N PL12 13.60 d
PL13 120.00 &
PL2W 33.59817505 W
PL12W 0.70196527 W
PL13W 0.00000000 W
SFO2 700.1228005 M
OoTBSs ST 131072
SF 176.0453140 M
WDW EM
54 SSB 0
LB 3.00 H
GB 0
PC 1.40

3

_ T T T
200 180 160 140 120 100 80 60 40 20 ppm
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SO,Ph
HO

OTBS

52

—156.24

.48

138

134.02

TBS enol ether with hemiketal carbon

—105.61

92.33

.08

_—175.84

75

56.41

—42.00

37,17
34.29
34

2
.04

———=31.74

T~—29.74

Il

22.68

- 25.77
21

~C

.53

T~—18.06

—0.04

~4,67
~-4.81

200 180

I
160

T

T
140

T
120

_
100

80

60

40

20

ppm

wm MS V-87-enol ether hemike
EXENO 2
PROCNO FE))
Date_ 20110716 <
Time 16.04
INSTROM cpect
PROBED  § mm CEDCH 13C S
PULPROG 29pg30

TD 58304
SOLVENT apc1s

ns 402

Ds 4

SwH 41666.668 Hz
FIDRES 0.423855 Hz
a0 1.1796980 mec
R4 203

D 12.000 usec
DE 15.00 ugec
TE 298.2 K
D1 2.00000000 sec
D11 0.03000000 sec
D0 1
Ss====== CHANNEL £l ========
nocL 13¢

P1 9.00 usec
BL1 4.50 aB
PLIW 38.14553833 W
sFoL 176.0629186 Mz
Ssssszcs CHANNEL £2 s=m=m=s==s
CPDPRG2 waltzlg
xwcz 1#
FOED2 65.00 usec
PL2 -3.20 a8
PL1Z 13160 aB
PL13 120.00 &8
PL2W 33.59817505 W
PL12W 0.70196527 W
PL13W 0.00000000 W
sFo2 700.1228005 MHz
sI 131072

sr 176.0453140 Mz
WDW M

SSB o

s 3.00 Hz
aB . 0

BC 1.40
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TIPS ether

....__..._...__..____..__....w_.x._...._.

L A L B B R D IR B
95 9.0 85 80 75 7.0 6.5 6.0 55 50 45 40 35 3.0 25 20 1.5 1.0 0.5 ppm

10
27
0

17
03
01
08
09
03

e

2

2

1

1

1

1

2
3.54
1.

3 e e

— MO
NN
R

453

2

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT

MS VIII-36 TIPS @WE

1

20120614
0.36
robinson

5 mm PABBO BR-
zg30

32768
CDC13

10

2

7183.908
0.219235
2.2807028
40.3
69.600
6.50

298.7
2.00000000

CHANNEL fl ====

1H

11.20

0.00
400.1428010
32768
400.1400000
EM

0

0.30

0

1.00

I <

w
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TIPS ether carbon

206.76

PhO,S

TIPSO

N3
57

157.09

—137.04
—133.74
——131.28
——128.55

—91.04

——80.07

—68.88

~——55.06

—47.10

37.26

200

180

I
160

T

_
140

I
120

_
100

80

60

40

20

ppm

us vITI-36 TreBNeth

3
i~

20120614,
0.41
robinson
5 mm PABBO EB-
zgpg30
65536
€DC1l
307

4
23980.814 Hz
0.365918 Hz
1.3664756 sec

20.850 usec
6.50 usec
298.3 X
1.00000000 sec
0.03000000 sec

-2.00
100.6253446 MH=z

17.00 ds

400.1416006 MHz
32768

100.6152830 Mz
EM

0
3.00 Hz
0

1.40
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NAME MS VIII-45 HEE@

EXPNO 2
PROCNO 10
Date 20120618
Time 16.30
INSTRUM spect
PROBHD 5 mm CPDCH 13C
PULPROG zg30
D 95236
SOLVENT cpcls
NS 2
DS 2
SWH 11904.762 Hz
FIDRES 0.125003 Hz
AQ 3.9999621 se
OTBS RG 22.6
/\u\\ ‘ DW 42.000 us
DE 6.50 us
_UJOm,w p / TE 298.2 K
N D1 2.00000000 se
TDO 1
======== CHANNEL f] ======
NUC1 1H
OTIPS _ p1 9.40 us
PL1 -3.20 dB
58 PLIW 33.59817505 W
SFO1 700.1516910 MH
ST 131072
SF 700.1471400 MH
WDW EM
SSB 0
1B 0.30 Hz
GB 0
BPC . 1.00

...._,_..__._._...,___.____..~.____._,~____._.__.__..____..__..-.._.__.d.__..___.____._____ T
95 9.0 85 80 75 70 65 6.0 55 50 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 ppm
NN ™| == | =] 1121221%39 ©
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Imine carbon

—164.46

—156.76
—137.34
—133.92
—130.07
129,08
—91.59
—72.40
——62.04
—56.54

ey a

i

T ] : I T

_
200 180 160

CPDPRG2
NUC2
PCPD2
P12
PL12
PL13
PL2W
PL12W
PL13W
SFO2
ST

SF
WDW
SSB
LB

GB

PC

MS VIII-45 HEHM&
3<t

1
20120618 U

16.35

spect

5 mm CPDCH 13C

zgpg30

65536

CDC13

20

4
41666.668 Hz
0.635783 Hz
0.7864820 se

203
12.000 us
16.50 us
298.2 K
2.00000000 se
0.03000000 se

CHANNEL fl ======

9.00 us
4.50 dB
38.14553833 W
176.0697436 MH

120.00 dB
33.59817505 W
0.70196527 W
0.00000000 w
700.1499406 MH
32768
176.0521380 MH
EM
0
3.00 Hz
0

1.40
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] o 7.961
] =) 7.959
o :\8 7.949
] ) 7.947
© 1 a — 7.729
© "0 TZ 7.718
] 7.625
o 7.615
] O 7.614
0 7.603
T AnN_ oo
2.00 o ]
0 7.288
0= ~ ] .876
2047 N 366
] .356
N .345
© .335
o ] .331
] .927
1 2.914
D ] 2.907
] 2.894
o ] 2.571
o -2.496
] l-2.306
o1 ] |
N -2.303
_1.00— © S 3;2.280
& Ir2.248
o ir2.245
~ ] i-2.222
o] Ir2.219
] -2.206
W 1.956
203= 9 -1.946
1 1.931
w
1.02° - o ] i-1.917
1.05 = ] 1.909
202 DN 1 1.632
S5 1 ll-1.624
N | 1.613
3.11 — o | 1.605
122 L oss
_1.03 = tn 7 1. 082
2114 |, ] 1.081
314/ o 7] 1.076
o 1.075
- 1.070
< 1.068
] 1.063
o ] 1.047
'g ] 1.038
LR RS L B PELFERPRERY
ﬁ 8§ gEre
I ]
. §E§§¢m ; ggm$ §§§ gaNg%mg
SRITELEIPETINN A-MENEL R
B R=EpE empgg wmm

9%13 98-IIA SW

DTOADTIL

HAYN

ONdXF
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Tricycle carbon

NAME MS VII-86 tricyc
° EXENO Y
© N = S0 PROCNO _Hmu
<t 0 O W N O o~ o Wi~ O WO stz (eI Date_ 201204
- . ™S~ < ®© NN LW N At O ™ Time 9.
o ~ <oy oy .. INSTRUM mvh@
= MM 0~ 0~ W0 o~ SN M W T 000 N PROBHD 5 mm CPDCH 13C
N et el o~~~ e o n ISR I s NN e PULPROG 200G30
TD 65536
SOLVENT CcDCl13
NS 140
DS 4
SWH 41666.668 H
FIDRES 0.635783 H
AQ 0.7864820 s
RG 203
oW 12.000 w
DE 16.50 w
TE 303.2 K
D1 2.00000000 s
D11 0.03000000 s
1

=======z CHANNEL fl =====

NUCL 130
PhO S PL 9.00 u
2 PLL 2.50 @
PL1W 38.14553833 w
ZI SFO1 176.0697436 M
======== CHANNEL f2 =====

CPDPRG2 waltzlé

NUC2 1H
PCPD2 65.00 w
PL2 -3.20 @
OTIPS PL12 13760 &
PL13 120.00 &
59 PL2W 33.59817505 w
PL12W 0.70196527 W
PL13W 0.00000000 W
SFO2 700.1459406 1

sI 32768
SF 176.0521380 M

WD EM

SSB 0
LB 3.00 B

GB 0

rC 1.40

X ) - kbl

T _ _ _ _
200 180 160 140 120 100 80 60 40 20 ppm
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[(S)

8.020
8.018
8.000
7.996
7.736
7.720
7.717
7.644
7.624
7.609
7.605
7.280
5.638
4.376
3.432
3.386
2.916
2.899

Eehey

PhO,S

HO

g ©OH

SI-3

—-C10] Hemiketal

Current Data Parameters

NAME
EXPNO
PROCNO

2.880
2.863
2.348
2.325
2.302
2.279
2.212
2.187
2.152
1.933
1.914
1.878
1.748
1.656
1.635
1.624
0,976
0,970
T~ 0.941
N 0.710
0.694
0.669
0.659
0.633

™~
O
rO
1L

S

1. 272

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

2

PL1
SFO1

L.

T

mm 9.0 mm mo ﬂm Mo mm mo mm mo hm ho wm wo Nm No4m4

™ T T

________ T R I

VT e

MSII 50
1
1

20100328
18.56
DPX400

5 mm BBO BB-1H
zg30

32768
CDC13

32

2

6410.256
0.195625
2.5559540
645.1
78.000
6.00

298.2
1.00000000

CHANNEL f1
1H

13.50

-3.00
400.2478017

32768
400.2450000
EM

0

0.30

0

1.00

S 52

F2 - Acquisition Parameters

F2 - Processing parameters

MHz

Hz
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[(8)-C10] Hemiketal carbon

Current Data Parameters®?

NAME MSII 5040
o © 1n o EXPNO 50N
N 2M m SS8EL R 5 RN PROCNO 1
w 0 C e . B P .. .
& 33 a SRR 3 e meedaNg F2 - Acquisition Parameters
Date__ 20100329
Time 17.02
INSTRUM DPX400
PROBHD 5 mm BBO BBR-1H
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 2275
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
O A0 1.3664756 sec
/\:/ RG 3649.1
DW 20.850 usce
PhO,S OH DE 6.00 use
@] TE 299.2 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
HO TDO 1
Si-3
======== CHANNEL f1 ======-
NUC1 13¢C
Pl 8.30 use
PL1 -3.00 4B
SFO1 100.6517495 MH:
======== CHANNEL f2 =====-—-
CPDPRG2 waltzlé
NUC2 1H
PCPD2 90.00 usse
PL2 -3.00 4B
PL12 15.00 4B
PL13 15.00 4B
SF02 400.2466010 MH:
F2 - Processing parameters
@ ST 32768
RPN s A A A o s \ L T S PR Lanie e aai s an L R L L L T R wdpsgt SF 100.6416850 MH:
WDW EM
SSB o]
LB 3.00 Hz
GB 0
PC 1.40
i I j I i I i I ' I j I i [ i I ' f j ] i I
200 180 160 140 120 100 80 60 40 20 ppm
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Mesylate NAME MSII62

EXPNO 2
OFEOONINANONDVO AFOMNMNDEAN AN NOANOMADRNNDONDOW ™I~ ™~ O < 0O ] LA PROCNO HM
ll09953353290307643140942195208853209208320920 Date 20100418
COCAANTTVWOOVNOVNNIIIIIMNMOOODONM MM N dd OO DO WO SN~ Time 14 20 D
DOO DI IO MNONO OO NNNNNNNNNNNAAA A O OO INSTRUM spect
PROBHD 5 mm PABBO BB-
%/.%_ //%:;/%%Z%\\W\\ PULPROG zg30
TD 32768
v SOLVENT CcDC13
NS 32
DS 2
SWH 6410.256 Hz
FIDRES 0.195625 Hz
AQ 2.5559540 se
RG 128
DW 78.000 us:
DE 6.50 us:
0 : TE 299.0 X
Lﬁ D1 2.00000000 se
PhO,S DO !
o OH
======== CHANNEL f] ======:
NUC1 1H
Pl 14.00 us:
PL1 0.00 &B
MsO 61 PL1W 10.27361584 W
SFO1L 400.1378009 M
SI 32768
SF 400.1350000 MH:
WDW EM
$SB 0
LB 0.30 Hz
GB 0
PC 1.00
_______________-___
95 90 85 80 7.5 7.0 65 6.0 55 5.0 4. 40 3.5 3.0 25 20 15 1.0 05 ppm
1010

sy &z wisumdeas

115

5

_2/_
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Mesylate 13C

206.04

MsO
61

NAME
3 EXPNO
in PROCNO
M Date_
Time
?\ INSTRUM
PROBHD
PULPROG
TD
SOLVENT

——105.45
—45.97

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2
ST

SF
WDW
SSB
LB

GB

PC

_
200 180 160

T ~
140 120 100 80 60 40 20 ppm

CHANNEL f2

MSII62
3

1
20100418
14.27
spect

5 mm PABBQO BB-

zgpg30
65536
CDC13

932

4
25125.629
0.383387
1.3042164
14596.5
19.900
6.50

299.7
2.00000000
0.03000000

-2.00
46.89702606
100.6255966

waltzl6

18

90.00

0.00

16.16

17.00
10.27361584
0.24872722
0.20498557
400.1366005
32768
100.6140260
EM

0

1.00

0

1.40

S 55

Hz

sec

MHzZ

Hz
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NAME
EXPNO
PROCNO
Date_
Time

(@) . INSTRUM

/\\=// PRORBHD
PULPROG

PhO,S OH ™

SOLVENT

o) NS

DS

SWH

N3 FIDRES

AQ

62 RG

L 5 ;g L

S A L B B B B B
95 9.0 85 80 75 7.0 6.5 6.0 55 5.0 4

Wk

[ A N A
5 4.0 35 3.0 25 2

LY

TTTTTTTETTTTTT
0 15 1.0 0.

< O | <
228 85
| N[+ ™M

5 ppm

2

~—

XL-vi-23-Azide

7

1
20150705
10.51
spect

5 mm PABBO RB-

zg30
65536
CbhCcl3

32

2
14423.077
0.220079
2.2719646
80.6
34.667
6.50
298.4
1.00000000

-3.00
32.08600616
700.1514637

131072
700.1471400
EM

0

0.30

0

1.00

S 56
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XL-vi-23-Azide

Y
4

i

——= 2006

o~

105,

4
U6
g

7

~ 77
6
76.61
3

6
3804

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

Dw

CPDPRG2
NUC2
CPD2
PL2
PL12
PL13
PL2W
PL12wW
PL13W
SFO2
ST
SF
WoW
SSB
LB

L GB

o e BC

200 180

160

140

T

T
120

T
100 80 pPpm

4

1
20150703
19.43

spect

5 mm PABBO RBB-

zgpg30
65536
CDC13
207

4
41666.668
0.635783
0.7864820
203

12.000
21.27
299.2
2.00000000
0.03000000

2.00
67.83342743
176.0697436

80.00

-3.00

12.30

12.30
32.08600616
0.94692516
0.94692516
700.1499406
131072
176.0521380
EM

0

1.00

0

1.40

BRUKER

>0

XL-vi-23~Azide

MHz

Hz

S 57
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m

L

NAME
EXPNO
PRCCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

T T
9.5 9.0 8

T ] I

2.00
1.01

g

2,02/

S5 80 75 7.0 6

6.0 5.

I

5 5.

T
45 4.

N D
S|5|a| |
— || (@]

TTTTTTTT
5 3.0 2

T
5 2.0 1

DO DD
e C|eleesc o
Ol || OO

0 3.

2
97

o

1.02

3
20

501

e

I IS I
.0 0.5 ppm

0

XL-vi-49-TIPS—-ether
2
1
20150801
22.51
spect
5 mm PABBC BB-
zg30
65536
CDC13
32
2
14423.077 Hz
0.220079 Hz
2.2719646 sec
144
34.667 usec
6.50 usec
288.1 X
1.00000000 sec

CHANNEL fl ========

-3.00 dB
32.08600616 W
700.1514637 MHz

131072
700.1471400 MHz
EM
0
0.30 Hz
0
1.00

S 58
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XL-vi-49-TIPS—-ether

LY
1ha.

== 200
.

OTBS

PhO,S

TIPSO

SI-5

16

o

—— i

.94

NAME
EXPNO
PROCNO
Date__
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2
ST

SF
WDW
SSB
LB

_ T
200 180 160 140 120

CHANNEL f2

3

1
20150801
23.06
spect

5 mm PABBO BB-

zgpyg30
16384
CDC13

601

0
41666.668
2.543132
0.1966580
203

12.000
21.27
298.8
0.80000001
0.03000000

2.0
67.83342743
176.069743¢

waltzl6

1H

80.00

-~3.20

11.20

12.30
33.59817505
1.21987605
0.945692516
700.1499406
131072
176.0521380
EM

0

1.00

0

1.40

XL-vi-49-TIPS-ether

S 59
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NAME XL-vi-47-10(8)-TIPS-imine
EXPNO 1
PROCNO 1
Date_ 20150803
Time 9.47
INSTRUM spect
PROBHD 5 mm PABBO BB-
. PULPROG zg30
D 65536
l\oqumm SOLVENT CDC13
NS 32
/ DS 2
PhO.S 74 SWH 14423.077 Hz
N FIDRES 0.220079 Hz
_ AQ 2.271%646 sec
RG 203
u_u__Umo Du 34.667 usec
DE 6.50 usec
63 TE 298.4 X
D1 1.00000000 sec
DO 1
======== CHANNEL fl ========
NUC1 1"
Pl 13.75 usec
PL1 -3.00 4B
PL1W 32.08600616 w
SFO1 700.1514637 MHz
SI 131072
SF 700.1471400 MH=z
WDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 1.00

L , | N U f |

R T T B T B B L L BB RS S e
m.m.m.m.ou.ﬂ.om.m.om.mm.op.%o.m

b S

AR R R R
3.0 25 20 15 1.0 0.5 ppm

 ESEesm g

T T

1.01
1.00
1.00
1.01

94

20
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XL-vi-53-10(S) -TIPS-imine

.74
G

2.39
.36

8,48

4

—
— G
2

|
i
|

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH .
FIDRES
AQ

RG

DwW

DE

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2
51

SF
WDw
SSB
LB

GB

PC

w _ T T
200 180 160 140 120 100 80 60 40 20 ppm

RUKER

XL-vi-47-10(S)-TIPS-imine

2

1

20150803

10.09

spect

5 mm PABBO BB-
zgpg30

16384

CDC13

1024

0
41666.668
2.543132
0.1966580
203

12.000
21.27
298.3
0.80000001
0.03000000

CHANNEL f1 ====

67.83342743
176.069743¢

CHANNEL £2 ====

waltzlé

1H

80.00

~3.20

11.20

12.30
33.59817505
1.21987605
0.94692516
700.14994086
131072
176.0521380
EM

0

1.00

0

1.40

MHzZ

Hz

©
%)
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NAME XL-vi-54-10(s)-TIPS-methyvl-ketone
EXPNO 5
PROCNO by
Date_ 20250805
Time 21.26
INSTRUM spect
PROEHD 5 mm PAEBO BB~
PULPROG zZg30
D 65536
O SOLVENT CDCl3
74 NS 64
Ds 2
SWH 14423.077 Hz
—U_)_omm \ FIDRES 0.220079 Hz
AQ 2.2719646 sec
N rG 203
DW 34.667 usec
|_|_Tmo DE 6.50 usec
TE 298.2 K
mm Di 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUCL 1
Pl
PLL
PLIW
S5F01
51
SF
WDW
S55B
LB
GB
PC

R T

T T T T T T [ e T
- 95 9.0 85 80 75 7.0 65 6.0 55 50 45 4

)
e
o~

R R D
.0 35 3.0 25 20 15 1.0 0.5 ppm

99 s

Q99
2.02
00
01
1.00
99
06

0.
1
1
0
3

S 62
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XL-vi1i-54-10(s)-TIPS—-methyl-ketone

PhO,S

TIPSO
66

4

NAME
EXPNO
PROCNO
Date__
Time
INSTRUM
PROBHD
PULPROG
o]
SOLVENT

WDW

200

180

160

140

120

100

80

60

40

20

ppm

s

XL-vi-54-10(s)~-TIPS-methyl-ketone
5

1
20150805

21.32

spect

5 mm PABBO BBE-
2gpg 30

63536

cpcl3

8192

4
41666.668 Hz
0.635783 Hz
0.7864820 sec
203
12.000 usec
21.27 usec
299.8 K
2.00000000 sec
0.03000000 sec

67.83342743 W
176.0637436 MHz

CHANNEL f2 ===z=====
waltzlg

12.30 4B
33.59817305 w
1.21987605 W
0.94692516 W
700.1499406 1
131072
176.0521380 MHz
B
0
1.00 Bz

0
1.40

S 63
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Desulfurized Tricycle

NAME MS IX-19
EXPNO IS8
PROCNO 10
Date_ 2012090
Time 10.4
INSTRUM spect
PROBHD 5 mm CPDCH 13C
PULPROG zg30
™D 95236
SOLVENT cDCl3
NS 7
DS 2
SWH 11904.762 H:
FIDRES 0.125003 H:
AQ 3.9999621 se
RG 18
DW 42.000 us
DE 6.50 us
TE 296.3 K
D1 2.00000000 se
O TDO 1
======== CHANNEL fl =====:
NuCl 1H
NH Pl 9.40 us
PL1 ~3.20 dr
PL1W 33.59817505 W
SFO1 700.1516910 M
OTIPS SI 131072
. SF 700.1471400 M
69 WDW EM
SSB 0
1B 0.30 H:
GB 0
BC 1.00

T WY 17 Y

R R R
0 35 3.0 25 20 1.5 1.0 0.

e

N T I I I I I I I

__.._.__________u._.__.,___.._. _
95 9.0 85 80 75 7.0 6.5 6.

T
0 5.

I
5 5.

0 45 4. 5 ppm

7
0
08
3
0
9
9

2.1
1.05
1.1
1
1.1
1.1
1.0
1.17
4.33
1.1
1.63
2.02
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Desulfurized Tricycle carbon

VoI NS Y
0
NH
OTIPS
69
L L
| N_.o | :_3 | :wo | L_o | ﬁ_wo | :_s | m_o | m_o | N__o | N_o | __o_o_s

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

FIDRES
AQ
RG

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO02
ST

SF
WDW
SSB
LB

GB

PC

MS HNIHMm

1

201209040
10.50
spect

5 mm CPDCH 13C
zgpg30
65536
CDC13
53
4
41666.668 Hz
0.635783 Hz
0.7864820 se
203
12.000 us
16.50 us
296.2 K
2.00000000 se
0.03000000 se
1
CHANNEL f1 ======
13C
9.00 us
4.50 dB
38.14553833 W
176.0697436 MH
CHANNEL f2 ======
waltzlé
1H
65.00 us
—-3.20 dB
13.60 dB
120.00 dB
33.59817505 W
0.70196527 W
0.00000000 W
700.1499406 MH
32768
176.0521380 MH
EM
0
3.00 Hz
0
1.40
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Acryloyl chloride addition

6.511
6.496
6.487
6.472
6.142
6.140
6.118
6.115
5.605
5.602
5.590
5.587
4.217
3.683
3.657
3.652
3.637
3.632
3.435
3.428
3.415
3.408
2.822
2.797
2.525
2.280
2.256
2.255
2.215
2.212
2.175
1.730
1.722
1.710
1.299
1.280
1.0093
1.088
1.076
1.069
1.062
0.985
0.981
0.906
0.897
0.893

F#LﬂW%MWWmmmmmW"MHM”WWWWWmmWﬂMMMMWWWWWWWWWWWMWMMWW%L&NWNNWVL

-

T R

mm 90 85 80 75 7.0 65 mo 5.5 5.0 hm ho wm 3.0 25 No Am Ao 0.5

i

T

T

T

09

1
1

ﬂ

| ﬂ

00

J E

1.0

05

3

2.

1.00
1.00
1.07
1.08

{

%

07

1.
1.
1.
1.
2,

6
8

0
1

:

ﬁ

00

|

00
1.06

L

31
1
1.09
3.23

1
1

|

21.8

N

1T

Ppm

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

MS IX-78 Acylatio:
1 ©
1 ©
20130108
12.26 w
spect
5 mm PABBO BB-
zg30
95236
CDC13
16
2
11904.762 Hz
0.125003 Hz
3.9999621 se
203
42.000 us
6.50 us
298.5 K
2.00000000 se

CHANNEL f1 ======
1H
13.75 us
-3.00 4B
32.08600616 W
700.1516910 MH
131072
700.1471400 MH
EM
0
0.30 Hz
0
1.00
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Acryloyl chloride addition carbon

NAME MS IX-78 .u.ou\“_.mnwﬁ
i - ® N EXPNO 3
= = s S b seworgdIlmsesS 3 PROCNO 1 ©
et e RS N S oueNdonTON®®o N Date_ 20130108 ()
| NPTV B s
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CcDC13
NS 1024
DS 4
SWH 41666.668 Hz
FIDRES 0.635783 Hz
AQ 0.7864820 sec
RG 203
Dw 12.000 use
DE 16.50 use
TE 299.5 K
@) D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
Z4~\/ ======== CHANNEL fl =======
NUC1 13C
o) Pl 9.30 use
PL1 2.00 dB
OTIPS PLI1W 67.83342743 W
7 SFO1 176.0697436 MHz
======== CHANNEL f2 =======
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 use
PL2 -3.00 4B
PL12 12.30 4B
PL13 12.30 dB
PL2W 32.08600616 W
PL12W 0.94692516 W
PL13W 0.94692516 W
SFO2 700.1499406 MHz
ST 32768
SF 176.0521380 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB o]
PC 1.40

_ _ d T _ _ _ _ . _ _ T _ _ _ _ _ _ ; _ _ _
200 180 160 140 120 100 80 60 40 20 ppm
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N

OTIPS
74

W

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG

.

v I

. T
9.

o _
9.

o _
8.

- _
8.

O T
7.

. T
7.

.,,. _
m-

o T
6.

. T
5.

AR RS
5 50 4.

E

[
.0 3

:

SR
5 3.0 2

i

T
b5 1.

NI
=2
|

> AR AR
S 5 20 1

=

2

WJ
“©
oy
N

0.5 ppm

<
<
o

MS IX—24 Alkylati

1

1

20120912
2.29

spect

5 mm PABBO BB-—
zg30

95236
cDel3

6

2
11904.762
0.125003
3.9999621
114

42.000
6.50

298.4
2.00000000

IIWIOO
32.08600616
700.1516910

131072
700.1471400
EM

0

0.30

0
1.00

0
()

w

Hz
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Alkylation carbon

211.80

7&\\1//(\\\)/ﬁu7*

OTIPS
74

CPDPRG2
Nuc2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2

I j ] j [ ’ f

200 180 160 140

— . _ . _ _ _ _ _ _ T . ~
120 100 80 60 40 20 ppm

MS IX-24 Alkylati

2

1

20120912
2.32

spect

5 mm PABBO BB-
zgpg30
65536
CDC13

40

4
41666.668
0.635783
0.7864820
203

12.000
16.50
299.0
2.00000000
0.03000000

()]
()

w

Hz
Hz
se

CHANNEL fl1 ======

9.30
2.00
67.83342743
176.0697436

CHANNEL £f2 ======

waltzlé

1H

80.00

-3.00

12.30

12.30
32.08600616
0.94692516
0.94692516
700.1499406
32768
176.0521380
EM

0
3.00
0
1.40

MH

MH

Hz
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OTIPS -
76

1

9

9

I

8

I

8

7

I

T
7.

6

:

6.0 5

5.

[

0 4.

5 4

3

[

3

T

2

2

I

1

RN BRI B

S5 1.0 05

—

ppm

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

SWH
FIDRES

AQ

MS IX-28 Tetracyc

2

1

20120913
16.48
spect

5 mm PABBO BB-
zg30

95236
CDC13

1

2
11904.762
0.125003
3.9999621
203

42.000
6.50

298.2
2.00000000
1

CHANNEL f1

-3.00
32.08600616
700.1516910

131072
700.1471400
EM

0

0.30

0

1.00

o
N~

w

Hz
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Tetracycle carbon

NAME MS IX-28 Tetracyc
© oo ~ EXPNO 3 v
! s < PROCNO 1 M~
= &8 @ Date 20120913 (py
N IR 2 Time 16.55
I INVZANY
PROBHD 5 mm PABBO BB-—
PULPROG 2gpg30
™D 65536
SOLVENT CDC13
NS 200
DS 4
SWH 41666.668 Hz
FIDRES 0.635783 Hz
AQ 0.7864820 se
RG 203
DW 12.000 us
DE 16.50 us
N TE 299.4 X
D1 2.00000000 se
D11 0.03000000 se
DO 1
OTIPS CHANNEL f1
76 NUC1 13c
Pl 9.30 us
PL1 2.00 dB
PL1W 67.83342743 W
SFO1 176.0697436 MH
======== CHANNEL f2 ======
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 us
PL2 -3.00 dB
PL12 12.30 dB
PL13 12.30 dB
PL2W 32.08600616 W
PL12W 0.94692516 W
PL13W 0.94692516 W
SFO02 700.1499406 MH
ST 32768
SF 176.0521380 MH
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40

_ _ _ 1 . _ _ T , _ . T A _ . _ _ _ _ I _ _
200 180 160 140 120 100 80 60 40 20 ppm
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TIPS ether of 10-hydroxylycopodine

NN NNOMNOOIOLTO NI NI ANNNALOAODAONINANOAINAOAND O~ m o M§ VIII=55 hydrogenati
N NN ANNOOCOOAXONTNMMMOOITITO OO NMMNAATOONNAOAOCONRN®ONS TN O EROCNO I e\
MMM ONNAAANNANNUANNAATANOOOSNNNNESNOOOOUNNMM e~ OO0 o 20120625 N~
® L] Ll L] - » L] . - - L] . L] L] L] - - ° L] - - —
mmomaAaNNNNNNNNANNNANNAFA A A A A AT AT AA A A A A A A A A A A A A OO OO O Time 10.35 n
TR R N Y T D D O INSTRUM spect
bl oot ST PROBHD 5 mm PABBO BB-—
PULPROG zg30
TD 95236
SOLVENT cpCl3
NS 10
DS 2
SWH 11904.762 Hz
FIDRES 0.125003 Hz
20 3.9999621 sec
RG 203
DW 42.000 usec
DE 6.50 usec
TE 289.9 K
Dl 2.00000000 sec
TDO 1
O ======== CHANNEI, f] ========
NUCL iH
Pl 13.75 usec
PL1 -3.00 dB
PLIW 32.08600616 W
N SFO1 700.1516910 MHz
ST 131072
SF 700.1471400 MHz
WDW EM
] SSB 0
OTIPS 1B 0.30 Hz
GB 0
78 PC 1.00

1 e Do

N

[ [ I I [ [

___.____.:.:_:,____. _
95 9.0 85 80 75 7.0

R I
6.5 6.0 55 5.

]
0 4.

I
5 4.

I
0 3.

[
5 3.

_:.:___._;
0 25 20 1

.0 0

S5 1

5  ppm
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TIPS ether of 10-hydroxylycopodine carbon

213.10

NAME

EXPNO
o < PROCNO
o Date_
© 0 W N Time
Tttt INSTRUM

WYy

D
SOLVENT
NS

DS

SWH
FIDRES
2Q

RG

@) DY

DE

77.17
76.99
76.81
—— 68,91

OTIPS Pl

78 PLIW

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2
sI

SF
WDW
SSB
LB

GB

PC

T . _ _ _ _ _ _ T _ T _ _ , T . _ . ~ _ _
200 180 160 140 120 100 80 60 40 20 ppm

MS VIII-55 hydrogenati
3 ™
20120629 ™
10.53 S
spect
5 mm PABBO BB-
zgpg30
65536
CDC13
2000

4
41666.668 Hz
0.635783 Hz
0.7864820 sec
203
12.000 usec
16.50 usec
292.6 K
2.00000000 sec
0.03000000 sec

2.00 dB
67.83342743 W
176.0697436 MHz

12.30 dB
32.08600616 W
0.94692516 W
0.94692516 W
700.1499406 MHz
32768
176.0521380 MHz
EM
0
3.00 Hz
0
1.40


S 73 


10-hydroxylycopodine

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

ﬁu?i PC

i oo o b

L R D R D R T A I
w.w.m.m.ﬂ.ﬂ.mhmm.m.m.

[ A E N U A H N AR I
5 40 35 3.0 25 20 15 1.0 0.

0 4 5 ppm

MS VIII-23 10-hydroxylycopodi
1

1

20120520

9.41

spect

5 mm CPDCH 13C
zg30

95236

CDCL3

32

2
11904.762 Hz
0.125003 Hz
3.9999621 sec
36
42.000 usec
6.50 usec
298.2 K
2.00000000 sec

~3.20 dB
33.59817505 W
700.1516910 MH=z
131072
700.1471597 MHz
EM
0
0.30 Hz
0
1.00

<
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10-hydroxylycopodine carbon

212.79

OH

.

—68.15

(W

N

"

180

T
160

140

ppm

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

CPDPRG2Z
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2

MS VIIT-23 10-hydroxylycopodi

2

1

20120520

9.48

spect

5 mm CPDCH 13C
zgpg30

65536

cDnel3

1352

4
41666.668
0.635783
0.7864820
203

298.2
2.00000000
0.03000000

38.14553833
176.0697436

120.00
33.59817505
0.70196527
0.00000000
700.1499406
32768
176.0521368
EM

0

3.00

0

1.40

0
Na

w

MHz

Hz
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Deacetylpaniculine—C1l0-TIPS ether

OH

QTIPS
SI-6

] SN

Y

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

Ds

SWH
FIDRES
AQ

RG

DW

DE

TE

D1

TDO

7

1

20120510
11.30
spect

5 mm CPDCH 13C
zg30

95236

MeOD

32

2
11904.762
0.125003
3.9999621
80.6
42.000
6.50

298.2
2.00000000
1

MS VIII-13 DIBAL reducti

(o]
N

w

Hz
Bz
sec

usec
usec

sec

NUC1
Pl
PL1
PL1W
SFO1l
SI
SF
WDW
SSB
LB
GB
PC

[ ] I T I I I

R L B
95 90 85 80 75 7.0 65 6.0 5

T _ T
5 5.

_:AZ._._.;
0 45 4.0 3.

1.01
1.01

5

cheleessbed

I

i ]
3.

I
0 2

I
5 2

S5 1

01 .0 0.

[l =l M NOIN O] =N
%S Q| (N|Q|w|n QNS
O|r—|r— ™ ANr= MM ™ Mm [T o

5

pm

CHANNEL f1
1H
9.40
-3.20
33.59817505
700.1516910
131072
700.1471400
EM
0
0.30
0
1.00

usec

w
MHz

MHz

Hz
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Deacetylpaniculine—Cl0—-TIPS ether carbon

OH

OTIPS
Sl-6

52.31
42.83
40.58
40.06

RS

35.40
33.55
32.96
32.65
31.68
29.38

——23.27

< —
T
\

NAME
EXPNO
PROCNO
Date
Time
INSTRUM

PROBHD
PULPROG
D

22.33
21.32
19.03
17.09
17.06
13.04
12.06

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2
ST

SF
WDW
SSB
LB

GB

PC

200 180

MS VIII-13 DIBAL reducti

9

1
20120510
11.50
spect

5 mm CPDCH 13C
z2gpg30
65536
MeOD
2057

4
41666.668
0.635783
0.7864820

Hz
Hz
sec

203
12.000 usec
16.50 usec
298.2 K
2.00000000 sec
0.03000000 sec

CHANNEL f1 ========

9.00 usec

4.50 dB
38.14553833 W
176.0697436 MHz

waltzl6
1H
65.00 usec
-3.20 dB
13.60 dB
120.00 dB
33.59817505 W
0.70196527 W
0.00000000 W
700.1499406 MHz
32768
176.0521380 MHz
EM
0
3.00 Hz
0

1.40
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Acetate NAME MS IX-34 Acetate

EXPNO 1
PROCNO 1 00
Date 20120920 M~
Time 3.37 N
INSTRUM robinson
PROBHD 5 mm PABBO BB-
PULPROG 2g30
TD 32768
SOLVENT CcDC13
NS 32
DS 2
SWH 7183.908 Hz
FIDRES 0.219235 Hz
0 AQ 2.2807028 se
RG 181
\Fh// DW 69.600 us
O DE 6.50 us
TE 298.2 K
D1 2.00000000 se
TDO 1
Z ======== CHANNEL fl1 ======
NuC1 1H
Pl 11.20 us
PL1 0.00 dB
SFOl 400.1428010 MH
OTIPS _ ST 32768
Si-7 SF 400.1400000 MH
WDW EM
SSB 0
1B 0.30 Hz
GB 0
PC 1.00
A A éfﬁ?

I I I I I I ] I

95 90 85 80 75 7.0 6.5 6.0 5

I
.5 5.

I
0 4.

I
5 4.

]
0 3.

5 3.

HEAAREEN DA I L DAL B B
0 25 2.0 1.5 1.0 0.5 ppm

o[ o e
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Acetate carbon

OTIPS
Si-7

170.61

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG

FIDRES
AQ
RG
DW
DE
TE

CPDPRG2
NUC2
PCPD2
P12
PL12
PL13
SFO2

' I j I

200 180

ppm

MS IX-34 Acetate

3

1

20120920

3.55

robinson

5 mm PABBO BB-

zgpg30

65536

CDC13

8497

4

23980.814 Hz

0.365918 Hz

1.3664756 se
32768

20.850 us

6.50 us

298.9 K

1.00000000 se

0.03000000 se
1

S79

CHANNEL fl ======

9.00 us
-2.00 dB
100.6253446 MH

CHANNEL f2 ======
waltzlé
1H
90.00 us
0.00 dB
16.16 dB
17.00 dB
400.1416006 MH
32768
100.6152633 MH
EM
0
3.00 Hz
0
1.40
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paniculine HCl salt

NAME MS IX-45 paniculine HCL sz
EXPNO 2
PROCNO 1 o
Date_ 20120930 (e0)
Time 0.33
INSTRUM spect S
PROBHD 5 mm CPDCH 13C
PULPROG 2g30
TD 95236
SOLVENT MeOD
NS 32
Ds 2
SWH 11904.762 Hz
FIDRES 0.125003 Hz
AQ 3.9999621 sec
RG 32
DW 42.000 usec
DE 6.50 usec
TE 298.2 K
D1 2.00000000 sec
O D0 1
o OEMﬁ WH s
\:/ NUC1 1H
(@) Pl 9.40 usec
PL1 -3.20 dB
PLIW 33.59817505 W
SFO1 700.1516910 MHz
SI 131072
I Z SF 700.1471400 MEz
T WDW EM
@ @ SSB 0
LB 0.30 Hz
- Cl GB 0
BC 1.00
OH
9-HCli

ST A N I NN DA B B A LA f T
m.w.muwm.ﬂumﬂ.muwm;um.

.0 0.5 ppm

PO O]
™ |||

L D D H A T DA LA B
5 5.0 45 40 35 3.0 25 2.0 1.5 1

o N[O ooo/<(m
S SRR
- irir{r|r|[=|Nr~= <=0
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paniculine HC1l salt carbon

170.21

—67.85
—64.23
TT—62.57

)

L

200 180 160 140 120

100

80

60

40 20

PPmM

NAME
EXPNC
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

bs

SWH
FIDRES
2Q

RG

Dw

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL1Z2W
PL13W
SFO2
SI

SF
WDW
SSB
LB

GB

PC

MS IX-45 paniculine HC1l sz

4

1

20120930
0.52

spect

5 mm CPDCH 13C
zgpg30
65536

MeOD

12267

4
41666.668
0.635783
0.7864820
203

12.000
16.50
298.2
2.00000000
0.03000000

4.50
38.14553833
176.0697436

waltzlé

18

65.00

-3.20

13.60
120.00
33.59817505
0.70196527
0.00000000
700.1499406
32768
176.0521380
EM

0

3.00

0

1.40

~—

(o0
n
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paniculine

OIFNWVOINONWMNMOANMNODOANYWOMNTOND-EROINOANAAMNMMSMMNMNMWOWONSNSON WIS LD
OV NAS~NOVOFIOONITATNNO TN TNWNIIOMONNONNOORNDNNOITINIFTNON O H
NOOQOQOIFIAANOAANANLVWYWOOOAOANANA~TVLVVLVVOVWVYVWVWVVUOVUUUINVIIIIIITOMONNNNO G ™~

L] . . L] . . - . L) . . . . . . . . . . . . . - L] L] . L4 . . . L] . . L) . .
SO UOOMOMONNNNNNNNNA A AA A — i b B B B e B e B B | e O OO

Sy

OH

A

1. |

R A T I D D DAL DAL
w.w.muwm.u.ﬂkum.m.m.

I [ I I I I TrTTTTTTTITTTT

L N D R DA D LA
5 50 45 4.0 35 3.0 25 2.0 1.5 1.0

N N[OOI IO N| =
2 ] | It Bt B b Bl B
- =N~ [ r=|—=]|™

NAME

MS IX—47 paniculi:

EXPNO 3 Al
PROCNO 100
Date 20121002
Time 19.36 N
INSTRUM spect
PROBHD 5 mm CPDCH 13C
PULPROG zg30
TD 95236
SOLVENT CDC13

NS 15

DS 2
SWH 11904.762 Hz
FIDRES 0.125003 Hz
AQ 3.9999621 se
RG 22.6

DW 42.000 us«
DE 6.50 usc
TE 298.3 K
D1 2.00000000 se
TDO 1

CHANNEL f1

NUC1 1H

Pl 9.40 us«
PL1 -3.20 dB
PL1W 33.59817505 W
SFO1 700.1516910 MH
sI 131072

SF 700.1471600 MH
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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paniculine carbon

NAME MS IX—44 paniculi:
S SmHH© PROCNO 1 0O
~ NN~ O Date 20120928 (7))
N o Time 20.34
/\ INSTRUM spect
PROBHD 5 mm CPDCH 13C
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 18204
DS 4
SWH 41666.668 Hz
FIDRES 0.635783 Hz
AQ 0.7864820 se
0 RG 203
DW 12.000 us:
\:/ DE 16.50 ust
O TE 298.2 K
D1 2.00000000 se
D11 0.03000000 set
TDO 1
N s======= CHANNEL f] ======:
NUC1 13C
Pl 9.00 us:
PL1 4.50 dB
OH PL1W 38.14553833 W
9 SFO1 176.0697436 MH:
=mm====== CHANNEL f2 ======:
CPDPRG2 waltzl6
NUC2 1H
PCPD2 65.00 us:«
PL2 -3.20 dB
PL12 13.60 dB
PL13 120.00 dB
PL2W 33.59817505 W
PL12W 0.70196527 W
PL13W 0.00000000 W
SFO2 700.1499406 MH:
ST 32768
SF 176.0520930 MH:
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40

I i I j I j i I j ] i I j I i I j I j I

_
200 180 160 140 120 100 80 60 40 20 ppm
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deacetylpaniculine

NAME MS IX-50 Deacetoxypaniculi
EXPNO 2
PROCNO 1 <t
Date_ 20121009 o0
Time 8.47
INSTRUM spect ()]
PROBHD 5 mm CPDCH 13C
PULPROG 2g30
D 95236
SOLVENT CDC13
NS 32
Ds 2
SWH 11904.762 Hz
FIDRES 0.125003 Hz
AQ 3.9999621 sec
RG 25.4
DW 42.000 usec
DE 6.50 usec
TE 298.2 K
Dl 2.00000000 sec
TDO 1
OI s OEZMH. HH ==t
NUC1 1H
Pl 9.40 usec
PL1 -3.20 dB
PLIW 33.59817505 W
Z SFO1 700.1516910 MHz
SI 131072
SF 700.1471600 MH=z
WDW no
SSB 0
LB 0.00 Hz
OH GB 0
8 PC 1.00

Y _%%F

L I U A N N A DAL BRI B
m.w.m.mAuNh.Nomwmm.muwm.

TTTITTTTTTTT T T T
0 45 4.0 35 30 25 20 1

Nt MO/~ O=N[[ON
RS EECIEEEIE IR
bl bl B bl ol Bl R R R R R

[
5 1.0 05 ppm

N
==

T
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deacetylpaniculine carbon
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NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

Ds

SWH
FIDRES
2Q

RG

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2
SI

SF

MS IX-50 Deacetoxypaniculi

3

1

20121009
1.48

spect

5 mm CPDCH 13C
zgpg30
65536
CDCl3

801

4
41666.668
0.635783
0.7864820
203

12.000
16.50
298.2
2.00000000
0.03000000

CHANNEL fl m=======

9.00
4.50
38.14553833
176.0697436

CHANNEL f2 ========

waltzlé

1H

65.00

-3.20

13.60
120.00
33.59817505
0.70196527
0.00000000
700.1499406
32768
176.0521108
EM

0

3.00

0

1.40

MHz

MHz

Hz

o}
(o0}

w
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