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DIAD
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Eq
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t-BuOOH
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Molar equivalent(s)
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Current Data Paramete
NAME VIP-360 25. ll 10
ExPNO
FROCNO
F2 - Acquisition Parameter
Date_ 20101125
Time 19.20
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2g30
™ 65536
SOLVENT c©pcl3
NS 8
DS o
6188.119 Hz
FIDRES 0.094423 H=z
AQ S5 2953557 se
RG
DwW 80. 800 us
DE 6.00 us
TE 300.0 K
D1 1.00000000 se
JA/.\x ™0 1
======== CHANNEL £1 ======
NuUC1 1H
Pl 11.60 us
PL1 -1.00 de
SFoO1 300.1318534 ME
2 -
T T T T T T T sT 32768
6.0 5.5 5.0 4.5 4.0 3.s PPm  s¢ 300.1300084 ME
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Current Data Parameters
NAME VIP-360 25.11.10
oTBS BRoCN
PROCNO 1
BnO. SN F2 - Acquisition Parameters
OTBS Date_ 20101125
Time
OBn INSTRUM apack
PROBHD 5 mm QNP 1H/13
PULPROG 2930
™ 65536
SOLVENT cDC13
NS 8
DS 0
swa 6188.119 Hz
FIDRES 0.094423 Hz
aQ 5.2953587 sec
RG 114
DW 80.800
DE 6.00
TE 300.0
D1 1.00000000
D0 1
======== CHANNEL fl ========
NUCL 18
P1 11.60 usec
PL1 dB
SFOl 300. 131553‘ MHz
ing parameters
32768
i 300.1300084 MHz
EM
0
0.30 Hz
T T T T T T T T T o
10 9 8 7 5 4 3 2 0 ppm i./60
<! o] of (3] 2| (=)fo AR
= Sls) EJ Rl [R[&]s
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NMR Spectrum of 3a
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Current Data Parameters
NAME VIP 360 30.09.11
EXPNO 200
P 1
F2 - Acquisition Parameters
Date_ 20111003
T
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG dept135
TD 65536
SOLVENT c©pcl3
NS 256
DS 4
swH 18028.846 Hz
FIDRES 0.275098
AQ 1.8175818
RG 16384
DW 27.733
DE 6.00
TE 673.2 K
CNsT2 145.0000000
2.00000000 s
dz 0.00344828
diz 0.00002000
b | DELTA 0.00001108
TDO 1
£1
Nuc1 13c
P1 8.70 usec
p2 17.40 usec
PL1 -3.00
sFo1 75.4752953 MHz
CPDPRG2 waltzl6
NUC2
P3 11.60
4 23.20
PCPD2 80.00
PL2 -1.00
PL12 17.00 dB
sFo2 300.1312005 MHz
F2 - Processing parameters
s1 32768
SF 75.4677363 MHz
T T T T T T T T WDW EM
ssB o
140 120 100 80 60 40 20 o] ppm = .50 Ha
GB o
aawomEne
b B e 2335838323 8 2% 983 VIP-360
P TN : H S22
ammMINNaS SrREesnas @ ¢ wo R
483533333 SRR ERR S 8 "3 - T
Current Data Parameters
NAME VIP 360 28.09.11
EXPNO 30
PROCNO 1
F2 - Acquisition Parameters
pate_ 20110928
Time 16.35
INSTRUM spect.
PROBHD 5 mm Dual 13C/
PULPROG z 30
D 65536
oOTBS SOLVENT cpcis
NS 227
DS 4
BnO N SwH 11990.407 Hz
OTBS FIDRES 0.182959 Hz
aAQ 2.7329011 sec
OBn RG 71.8
DW 41.700 usec
DE 6.00 usec
TE 0.0 K
D1 2.00000000 sec
daii 0.03000000 sec
DELTA 1.89999998 sec
MCREST 0.00000000 sec
0.01500000 sec
£1
Nuci 13c
P1 6.30 usec
PL1 -6.00 dB
sFo1 50.3277608 MHz
£2
CPDPRG2 waltzl6
Nuc2 1H
PCPD2 100.00 usec
PL2 -4.00 dB
PL12 18.00 4B
PL13 22.00 aB
sFo2 200.1308005 MHz
F2 - Processing parameters
sI 32768
sk 50.3227216 MHz
WDW EM
SsB o
LB 3.00 Hz
GB 0
T T T T T T T T T T T T T T T pC 1. 40
140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

13C NMR Spectrum of 3a



VIP-360

pPpm
Current Data Parameters
—60 NAME IP-360 3.12.10
ExeNo 31
PROCNO 1
O F2 - Acquisition Paramet:
Date_ 20101203
b 65 Time 20.07
INSTROM spect
PROBHD 5 mm QNP 1H/13
BULPROG | hsqeetgpsiz
Toz4
70 ;
- @ o .
. o D = i
@ 75 ;
o [
-85
? T T T T T T T T T T T T T T T T T s +
PL1 -1.00 «
48 47 46 45 44 43 42 41 40 39 3.8 3.7 3.6 3.5 3.4 3.3 3.2 ppm 2L, W
BnO A oTBS VIP-360
OBn
Jk iy ppm
- 0
Current Data Parameters
NAME VIP-360 3.12.10
3 @ 20 EXPNO 3
% PROCNO 1
IR 5
. F2 - Acquisition Paramet:
Date_ 20101203
L a0 Time 20.07
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqgeetgpsi2
™ 1024
SOLVENT cpcl3
- NS 2
- & 60 s 16
SWH 2824.859
=] FIDRES 2.758651
s ee aQ 0.1812980
; 80 RG 2050
= pe b oW 177.000
¢ DE 6.00
™= 300.0 !
cnst2 145.0000000
do 0.00000300
D1 1.44675195
_1m d4 0.00172414
. dil 0.03000000
a13 0.00000400
. D16 0100020000
D24 0.00086207
120 DELTA 0100127920
DELTAl 0.00120800
- DELTA2 0.00006207
—— € . DELTA3 0.00052414
_.] - 2 INO 0.00004000
] 140
T T T T T T T T T :
PL1 -1.00 .
8 4 6 5 4 3 2 1 0 ppm sFo1 300.1310738 1

HSQC Spectra of 3a
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Current Data Parameters
NAME VIP-362
EXPNO 110
PROCNO 1
F2 - Acquisition Parameter
Date_ 20101129
T 12.59
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zg30
65536
SOLVENT cpc1z
NS
bs 2
6188.119 Hz
FIDRES 0.094423 Hz
aQ S. 2953557 se
RG
oW 80. aoo
DE s.o
TE 300.0
D1 1Aoonuoouo
TDO 1

======== CHANNEL fl ======
NUC1 pY

P1 11.60 us
PL1 -1.00 &
sFo1 300.1318534 ME
F2 - Processing parameters
ST
sF 300.1300060 ME
woW M

. . . . . . . ss» 0,22

6.5 6.0 5.5 5.0 4.5 3.5 =t o
eC 1.00
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OTBS Current Data Parameters
NAME VIP-362
EXPNO 110
BnO NS OH PROCNO g
F2 - Acquisition Parameter
OBn Date_ 20101129
Time 12.59
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zg30
™D 65536
SOLVENT cpc13
NS 8
DS 2
6188.119 Hz
FIDRES 0.094423 Hz
aQ 5.2953587 se
RG 101
oW 80.800
DE 6.00
TE 300.
D1 1.00000000
TDO 1
CHANNEL f1 ======
1H
11.60 us
-1.00 dE
300.1318534 ME
|h l A ing parameters
VN L 32768
300.1300060 ME
EM
, . . . . y . . . , . 0.5
10 9 8 7 6 5 2 1 0 ppm o
1.00
o olo o ea| fes] [eulls et |9
S S|S S| [=lle] [2lle =] ofe
S ] | [oif|esf [l =y |

'H NMR Spectrum of 4a
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13C NMR Spectrum of 4a

VIP-362

Current Data Parameters
vip 362 21.12.10

NAME
EXPNO
PROCNO

1200
1

F2 - Acquisition Parameter:
Date_ 2010

Time
INSTRUM
PROBHD
PULPROG

SI
SF
WDW

1222

spect

5 mm QNP 1H/13
zgpg30

65536

CDpC13

512

4

18028.846
0.275098
1.8175818
14.2

27.733
6.00

300.0
2.00000000
0.03000000
1.89999998
1

CHANNEL f1
13c
8.70
-3.00
75.4752953

CHANNEL £f2 =
waltzl6
1

H

80.00

-1.00

17.00

21.00
300.1312005

75.4677369
EM

us¢
dB
dB
dB
MH:

F2 - Processing parameters
32768

MH:



VIP-362

ppm
i Current Data Parameters
NAME vip 362 21.12.1
EXPNO 21
PROCNO 1
Lss F2 - Acquisition Paramet
Dat 20121221
15.57
INSTRUM spect
PRO} 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
[eo ™ 1024
SOLVENT coc13
NS 1
DS 16
— SWH 2994.012
FIDRES 2.923840
Les AQ 0.1710580
RG 2050
oW 167.000
DE 15.00
TE 67
145.0000000
F70 0.00000300
S @ @ 1.45699203
0.00172414
3 0.03000000
— 0.00000400
— 0.00020000
F75 0.00086207
0.00002650
CHANNEL £1 =
18
[-80 10.00
— 20.00
1000.00
-1.00
15.02081871
SFO1 300.1310153
85
===m===== CHANNEL f£2 ===x
CPDPRG2
NUC2 13C
P3 8.15
P4 16.30
|-90 PCPD2 80.00
T T T T T T T T T T T T A e on
5.2 5.0 4.8 4.6 4.4 4.2 4.0 3.8 3.6 3.4 3.2 3.0 ppm a2 RN
OTBS
BnO o
OBn
U AAn ppm
F-20
Current Data Parameters
F-10  NaME vip 362 21.12.121
— - 271
A I o  PROCNO
| 10 F2 - Acquisition Parameter:
: Date_ 2012122
— 20 Time .
3 INSTRUM spect
'S PROBHD 5 mm QNP 1H/13
. F 30 PULPROG hsgcetgpsi2
™ 1024
F 40 SOLVENT €DC13
NS 4
L so DS 16
SWH 2994.012 Hz
L 60 FIDRES 2.923840 Hz
_— » aQ 0.1710580 sec
RG
= . ®° F 70 DW 167.000
— DE 15.00
. x4 673.2
CNST2 145.0000000
F 90 0.00000300
D1 1.45699203
L10o D4 0.00172414
D11 0.03000000
L1170 D13 0.00000400
D16 0.00020000
D24 0.00086207
F120 1no 0.00002650
e » v E130 BOORTRS
—] - m=mmmm=s CHANNEL £1 ==mms=m:
B F140  wuc1 15
P1 10.00 us¢
Liso P2 20.00 ust
P28 1000.00 us:
160 PLL -1.00 dB
PLIW 15.02081871 W
sFo1 300.1310153 Ma:
F170
k180
F190
P4 16.30 use
: : : 2 . . . . : 2 PCPD2 80.00 us¢
PL2 -3.00 dB
8 7 6 5 4 3 2 1 o PP®  pran 16 R4 AR

HSQC Spectra of 4a
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Current Data Parameters
NAME VIP 361 29.11.10 ma
10

EXPNO o
PROCNO 1

F2 - Acquisition Parameters
Date_ 20101125
Time 12.53
INSTRUM spe:
PROBHD 5 mm QNP 1H/13
PULPROG 2g30

D 65536
SOLVENT cpci3

ns 8

ps

DW 80.800 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
D0 %
mmmmmmm= CHANNEL f1 mm=mmm==
NUC1 1H
Pl 11.60 usec
PL1 -1.00 daB
sFo1 300.1318534 Maz
F2 - Processing parameters
T
SF 300.1300080 MHz
wow EM
ssB o
LB 0.30 Bz
GB o
PC 1.00
5.0 4.9 4.8 4.7 4.6 4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 3.4 3.3 3.2 3.1 3.0
5 3 & S eI
o = o o) o o
@ ©0 o NONONOVOLEHMANONNLTONNHNO AN © ™ ® © VIP-361
AN MOITOVOVIOCXFEOIFNANNOAINOVRINNS O © N ®O
comn OO HOOMVWMAIVMHNHNXNANRE DM nMmo
Mmoo NMINNOOAAIRLVLVOVLVLLOLINITHHHHOON © coo
~~~ TIELILLIOOONNONOOONNONONMOMHA O coco
Current Data Parameters
NAME VIP 361 29.11.1(
EXPNO 100
PROCNO 1
F2 - Acquisition Paramete
Date_ 20101129
Time 12.53
BnO INSTRUM spect.
PROBHD 5 mm QNP 1H/13
PULPROG 2930
TD 65536
SOLVENT cpc13
NS 8
DS 2
SWH 6188.119 F
FIDRES 0.094423 ¢
AQ 5.2953587 ¢
RG 128
DW 80.800 U
DE 6.00 1
TE 300.0 E
D1 1.00000000 ¢
DO 1
CHANNEL f1 =
1H
11.60 v
-1.00 ¢
300.1318534 »
T T T T T T T F2 - Processing paramete:
7 6 5 4 3 2 1 0 ppm sI 32768
SF 300.1300080 »
WDW EM
o~ o| ||| |o o~ 658, 0
© o of [o|o|a|o ~ 0 LB 0.30 &
. . o| [l olsl . . cB 0
o | lnjmllolo © PC 1.00

'H NMR Spectrum of 5a
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13C NMR Spectrum of 5a

VIP-361

Current Data Parameters
NAME vip 3619.03.11
EXPNO 20
PROCNO

F2 - Acquisition Paramete
ate 20110309
20.10

INSTRUM spect.

PROBHD 5 mm QNP 1H/13

PULPROG dept135

65536

SOLVENT cpc13

NS

DS 4
SwH 18028.846 B
FIDRES 0.275098 B
AQ 1.8175818 s

RG 2050
DW 27.733 v
DE 6.00 u
.0 K

CNST2 145.0000000
2.00000000 s

az 0.00344828
d12 0.00002000 s
DELTA 0.00001108 =

1.

P3 11.60 u
pa 23.20 u
PCPD2 80.00 u
.2 -1.00 ¢
PL12 7.00 &
sFo2 300.1312005 ¥
F2 - Processing parameter
s1 2768
SF 75.4677353 ¥
wDwW EM
ssB

Current Data Parameters

NAME VIP 361 25.02.11
EXPNO 80
PROCNO 1

F2 - Acquisition Parameters
Date_ 20110226
Time 16.03
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgpg30

TD 65536
SOLVENT cpcl3

NS 512

DS 4
SWH 18028.846 Hz
FIDRES 0.275098 Hz
AQ 1.8175818 sec
RG 16

DW 27.733 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
di1l 0.03000000 sec
DELTA 1.89999998 sec
TDO 1

21 8.70 usec
PL1 -3.00 dB
SFOl 75.4752953 MHz
Cl f2

CPDPRG2 waltzl6
Nuc2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 17.00 dB
PL13 21.00 dB
SFO2 300.1312005 MHz

F2 - Processing parameters
sI 32768

SF 75.4677358 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

10



VIP-361

ppm
_ ] , 06 "
—] o) current Data Paramaters
NAME VIP 361 30.01.13 n
EXPNO 111
PROCNO
60 F2 - Acquisition Parameters
Date 20130130
0 Time 21.52
INSTRUM spect.
® PROBED 5 mm PABBO BB/
PULPROG hsqoetgpsi2
™ 1024
é SOLVENT cpc13
NS 8
ps 16
Swh 3787.879 Hz
FIDRES 3.699100 Hz
AQ 0.1352180 sec
RG 01.4
oW 132.000 use
70 DE 6.50 use
0 x
— g @ © Ensr2 1450000000
o <
- q @ °© H 5
pa o o
e o) D11 o o
D16 0 o
v 75 D24 0 e
N0 0.00003000 sec
ZGOPTNS
3 © b mmmmmmn CHANNEL £1 mmmmme=
3 sFo1 400.1618718 Muz
Nuc1 in
80 Pl 12.35 use
[e) »2 24.70 use
(@] P28 1000.00 use
F1 - Acquisition parameters
NDO
™ 256
Fo1 100.628 Muz
5.2 5.0 4.8 4.6 4.4 4.2 4.0 3.8 3.6 3.4 3.2 3.0 ppm  wrnmme £5 1naTRa w,

OTBS
BnO
() VIP-361
OBn
Epm
o
= 10
- n Currant Data Paramotaons
I3 20 = VIF 361 30.01.1% n
= =ERo 111
o -~ FROCED 1
& 30
= 2 siticn Parsmmters
Dara T 20230130
40 Tima
TS TRDM
FROSED S mm FRAESO
50 FULEROG catgpsiz
. ™ 1028
*° BoLENT
—— T &0 e a
- s 16
. Swe 3787879 Hx
70 FIDRES 3.699100 BEx
ag 0.1352180 sac
. BC 201,
B0 pw Z. usa
DE [N usa
™= 3000
80 cwsrz 145 00G0D0O
e a 00300 mac
DL 146098302 mac
W0 g 0.00172414 mac
D11 0. 03000000 sac
D16 0. 00020000 sac
110 pog 0. D008E20T mac
™0 0. 0003000 sac
12g  DooFTES
=5 = sroa 4001616718 MEx
- 230 WUC1
F1 1235 usa
200 E2 24.70 usa
28 100000 usa
- . 2E0 Fl — Aoguisition parametars
i ™
EFOL 100 MEz
a L -1 ppm  FTREER EE ANdTEs A

HSQC Spectra of 5a



VIP-363
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—4.6529
—4.6128
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WSSz v

Current Data Parameters
NAME vie 363
EXPNO 90
PROCNO 1

F2 - Acquisition Parameters
Date_ 20101203
22.3a

spect
5 mm QNP 1H/13
=

65536
cocl3

CHANNEL £1

1n
11.60 usec

~1. 0.
300.1318534 Miz

F2 - Processing parameters
2

o1 53765
or 300.1300101 Mz
viow £
Son o
In 0.30 =

50 4.5 4.8 4.7 4.6 4.5 4.4 4.3 4.2 4.1 4.0 3.5 3.8 3.7 3.6 3.5 3.4 3.3 3.2 3.1 3.0 2.5  ppm @ ees

o = o = ©

2 5 = K 3

H S o | &

VIP-363

cea P B O PN M NN NN PPN NI NONNCABEANDT T sy
R R RS e S e P e E R R D 258
885 PRI RS R BT R R F S PR S R LR R 238
83 BEhNS8aRR8EoERARIISSIISARASARRINNNS 338
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Current Data Parameters

NAME VIP 363
EXPNO 90
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101203
Time 22.34
BnO. INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930
™ 65536
SOLVENT cpcl3
NS 16
DS 2
s 6188.119 Hz

W
FIDRES 0.094423 Hz

AQ 5.2953587 sec
RG 101
DW 80.800 use
DE 6.00 use
TE 300.0 K
D1 1.00000000 sec
DO 1
== CHANNEL £1 =
1H
11.60 use

-1.00 dB
300.1318534 MHz

F2 - Processing parameters
s1

32768
SF 300.1300101 MHz
‘ ‘ WDW EM

SsB o
L8 0.30 Hz
T T T T T T T T T T o8 o
8 7 6 5 4 3 2 1 0 ppm € .00
a o | (o) [= o ©
N @B ElEl N "
| o o| |o|[m| [~ o o

'H NMR Spectrum of 6a
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128.54
128.01
127.87
73.61

7.3
25
=
=

73.53

72.22

71.21
—57.51
———55.59
——44.63
—29.88
—26.03
—1.20

S
S
_—-4.38
-8

VIP-363

Current Data Parameters
NAME VIP 363 29.09.1
80

EXPNO
PROCNO 1
F2 - Acquisition Paramet
pate_ 20110929
Time 11.18
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG dept135
D 65536
SOLVENT cpc13
NS 256
DS
swi 11990.407
FIDRES 0.182959
aQ 2.7329011
RG 182
DW 41.700
DE 00
TE 0.0
cNsT2 145.0000000
2.00000000
dz 0.00344828
diz 0.00002000
DELTA 0.00000802
MCREST 0.00000000
0.01500000

12.60
-6.00
50.3277608
CHANNEL f£2

waltz1l6
10
T T T T T T T T T T T T T T T T 8.35
140 130 120 110 100 90 80 70 60 50 40 30 20 10 o ppm P4 16.70
VIP-363
Mmoo mo Wi
N MO ™ HOHITM N ™ m o © ™
A e OMANMOANN 100 © o o o ™
@ 00 @ O I~ I~ R T S N R I W % ¢ ’ S
MM AN NNN S~ OYwONA N - o © -
o e o nn - o~ - - 11
Current Data Parameters
NAME VIP 363 23.09.11
EXPNO 60
PROCNO z
F2 - Acquisition Parameters
Date_ 20110923
T 14.12
INSTRUM pect
PROBHD 5 mm Dual 13c/
PULPROG zgpg30
D 65536
SOLVENT cpc13
NS 512
DS 4
SWH 11990.407 Hz
FIDRES 0.182959 Hz
AQ 2.7329011 sec
RG 35.9
DW 41.700 usec
DE 6.00 usec
TE .0 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.89999998 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
ci £1
NuC1 13c
P1 6.30 usec
PL1 —-6.00 dB
SFO1 50.3277608 MHz
£2
CPDPRG2 waltzlé
c2 1H
PCPD2 100.00 usec
PL2 -4.00 4B
PL12 18.00 dB
PL13 22.00 4B
sFo2 200.1308005 MHz
F2 - Processing parameters
s1 32768
SF 50.3227225 MHz
Al L WDW EM
" A i ssB 0
i b LB 3.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T T T T
140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

13C NMR Spectrum of 6a
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9.

VIP-372

Current Data Parameter
NAME v.

s
P 372 17.1.11
50

EXPNO
PROCNO 1

F2 - Acquisition Parameters
Date_ 20110117
Time 12.51
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930

™ 65536
SoLVENT cpci3

Ns

ps

swi

FIDRES

aQ

RG

oW

DE

TE

D1

™0

======== CHANNEL f£1

NuC:

P1

PL1 ~1.00 aB
sFo1 300.1318534 Mz
F2 - Processing parameters
s1 32768

sF 300.1300072 Miz
wow EM
ssB o

LB 0.30 Bz
cB o

pc 1.00

VIP-372

Current Data Parameters
NAME

VIP 372 17.1.11
90

EXPNO
PROCNO 1

F2 - Acquisition Parameters
Date_ 20110117
Time 12.51
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930

™ 65536
SOLVENT cpc13

NS 8

DS 0

SWH 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 228

oW 80.800 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
DO 1

NUC 10

P1 11.60 usec
PL1 -1.00 dB
SFOl 300.1318534 MHz

F2 - Processing parameters
s1 3276

300.1300072 MHz
EM

0
0.30 Hz
0

1.00

14



VIP-372

Fomwea
EEERR-R Y Eoea
e b Fh&&
®®® o s Lnen
SIIISS Rl
aanaan ERER

—81.39
—29.86
—26.01

——-4.26
e

Current Data Parameters

VIP372 3.2.

EXPNO 20

PROCNO 1

F2 - Acquisition Parameters

pate 20110203

Time

INSTROM apect

PROBHD 5 mm QNP 1H/13

PULPROG dept135

™ 65536

SOLVENT cpc13

NS 256

os a
18028.846 Hx

FIDRES 5 Hz

AQ 1.8175818 sec

RG 2051

ow 27.733 us

m T

-1.00 aB

PL1z 17.00 an
sroz 300.1312005 Mz
F2 - Processing parameters
s1
sr 75.4677381 Mux
wow £
ssB o
1n 1.00 ne
as o
zc 1.40
T T T T T T r T T T y y r T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 o -10 ppm
VIP-372
OO M~OHN
HOWINMHO® MINODVOMMMWOR ©m 1n < ©
~FNOVANNS~NON S © o N o~
00 I~ 00 00 GO 00 & I~ " o % e
MONNNNNN MEHE OO a0 © R
Hedddddd o L o o e SR NN [
Current Data Parameters
NAME VI 372 28.01.11
EXPNO 20
PROCNO 1
F2 - Acquisition Parameters
Date 20110129
Time 12.47
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2gpg30
™ 65536
OTBSOH soLvenT coe13
= NS 512
- DS 4
s 18028.846 Hz
Bno FIDRES 0.275098 Hz

4

OBn = =

0.03000000 sec

F2 - Processing parameters

s1 32768
sF 75.4677380 Mz
oW =
| ss o
1 1.00 Hz
G o
»c 1.40

T T T T T T T T T T T T T T T T
140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

13C NMR Spectrum of 7a



VIP-372

Current Data Parameter
NAME

Ppm VIP 372 4.2.1
EXPNO 1
PROCNO
55 F2 - Acquisition Param
Date_ 2011020
INSTRUM spec
PROBHD 5 mm QNP 1H/1
PULPROG hsqcetgpsi
™D 102
cpcl
60 2o
ps
SwH 2702.70
FIDRES 2.63935
aQ 0.189490
RG 18390.
65 W 185.00
DE 6.0
TE 7.
cNsT2 145.000000
40 0.0000030
D1 1.4385600
70 aa 0.0017241
a11 0.0300000
o d13 0.0000040
(@) D16 0.0002000
D24 0.0008620
) DELTA 0.0012792
DELTA1 0.0012080
75 DELTA2 0.0000620
DELTA3 0.0005241
INO 0.0000400
sTicNT
ZGOPTNS
25 ======== CHANNEL f1 ==
Nuc1
Pl 11.6
@ p2 23.2
P28 1000.0
PL1 -1,
sFo1 300.131038
85 ==mmm=== CHANNEL £2 ==
CPDPRG2 gar
Nucz 1
P3 8.7
pa 17.4
PCPD2 70.0
-3.0
50 48 46 44 42 40 38 36 34 32 30 28 26 24 ppm rLiz 15.0
sroz 75.473407

OTBSOH VIP-372

Bno\/k‘/\\
AN
OBn
PPM  Nme - VP 372 4211

EXPNO 11
PROCNO cY
°
+ 0 F2 - Acquisition Paramet
Date_ 20110204
Time 12.56
INSTRUM spect.
o PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
20 TD 1024
. e SOLVENT cpcl13
\d NS 2
* DS 16
SWH 2702.703
FIDRES 2.639358
AQ 0.1894900
40 RG 18390.4
DW 185.000
DE 6.00
TE 297.1
CNST2 145.0000000
! 60 do 00000300
I

)
L D1 1.43856001
d4 0.00172414
d11 003000000
e o ° . d13 0.00000400
oe D16 0.00020000
80 D24 0.00086207
° DELTA 0.00127920
DELTAl 0.00120800
DELTA2 0.00006207
DELTA3 0.00052414
™o 000004000
ST1CNT 128
100 ZGOPTNS
======== CHANNEL fl ====
NuC1l 1H
Pl 11.60
p2 23.20
120 28 1000.00
PL1 -1.00
o sFo1 300.1310382
140
10 9 8 T 6 5 4 3 2 1 ppm  priz 15.00
SFO2 75.4734070

HSQC Spectra of 7a
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e
X
—
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IH NMR Spectrum of 8a

VIP-383

Current Data Parameters
NAME VIP 383 man

EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20110314
Time
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930
™D 65536
SOLVENT cpc13
NS 8
DS o
E 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG
oW 80.800 use
DE 6.00 use
TE 300.0
D1 1.00000000
DO 1
= CHANNEL f£1
18
11.60 use
as

-1.00
300.1318534 MHz

F2 - Processing parameters
s1 32768

SF 300.1300087 MHz

wow EM

ssB o

LB 0.30 Hz

cB

BC 1.00
VIP-383

Current Data Parameters
NAME VIP 383 man

EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
pate_ 20110314
Time 13.48
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2g30
D 65536
SOLVENT cpc13
NS 8
DS o
SWH 6188.119 Hz
FIDRES 0.094423 H;
aQ 5.2953587
RG 228
DW 80.800 use
DE 6.00 use
TE 300.0 K
D1 1.00000000 sec
TDO 1

£1
Nuci 1H
Pl 11.60 use
PL1 -1.00 a8
sFo1 300.1318534 MHz

F2 - Processing parameters
s1 32768

SF 300.1300087 MHz
WDW EM
ssB [

LB 0.30 Hz
GB [

PC 1.00

17
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13C NMR Spectrum of 8a

VIP-383-A

Current Data Parameters
NAME

VIP 383 A 1.4.11
191

EXPNO
PROCNO

F2 - Acquisition Parameter:
Date_ 20110402
Time

INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG dept135

D 65536
SOLVENT cpc13

NS 256

DS

Swi 18028.846 Hz
FIDRES 0.275098 Hz
AQ 1.8175818 sec
RG 205

oW 27.733 us¢
DE 6.00 usc
TE 673.2 K
CNST2 145.0000000

D1 2.00000000

dz 0.00344828
d12 0.00002000
DELTA 0.00001108
TDO 1

17.00
sFo2 300.1312005

F2 - Processing parameters
sI 32768

sF 75.4677338 Mu:

wow EM

ssm o
UIP-383-A

Current Data Parameters
HAME VIP 383 A 18.03.11
50

EXPNO
PROCNO 1
F2 - Acquisition Parsmeters
Date 20110318

Time 13.59

INSTROM spect

PROBAD 5 mm QNP 1R/13

PULPROG 2gpg30
65536

soLvent coca3

NS

os

swi

FIDRES

aQ

RG

oW

DE

™= 673.2 K

01 2.00000000 sec

dnn 0.03000000 sec

DELTA 1.89999998 sec

™0 1

smsnsues CHANNEL £1 sssssass

woc1 13¢

»1 8.70 usec

PL1 -3.00 dB

sro1 75.4752953 Max

PL12 17.00 a8
PL13 21.00 dB
s¥o2 300.1312005 Mz

75.4677375 Muz
M

o
1.00 Bz
o

1.40

18
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VIP-383-A

Current Data Parameters
NAME VIP 383 A 25.03.1
121

EXPNO
PROCNO

F2 - Acquisition Paramete:
pate_ 20110325
Time

INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsiz

™ 1024
SoLvENT cpc13

NS 2

VIP-383-A

Current Data Parameters
NAME VIP 383 A 25.03.1
121

EXPNO
PROCNO

F2 - Acquisition Parameter
Date_ 20110325
Time 19.04
INSTRUM spect
PROBED 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
™D 1024
SOLVENT cpcl3
NS 2
DS 16
SWH 2631.579 Hz
FIDRES 2.569901 Hz
AQ 0.1946100 se
RG 2050
oW 190.000 us
DE 6.00 us
TE 300.0 K
CNST2 145.0000000
do 0.00000300 se
D1 1.43343997 se
d4 0.00172414 se
d11 0.03000000 se
d13 0.00000400 se
D16 0.00020000 se
D24 0.00086207 se
DELTA 0.00127920 se
DELTA1 0.00120800 se
DELTA2 0.00006207 se
DELTA3 0.00052414 se
INO 0.00004000 se

PL1 -1.00 dE
SFO1 300.1311387 ME
======== CHANNEL f2 ======
CPDPRG2 garp
NuUC2 13c
P3 8.70 us
4 17.40 ue
PCPD2 70.00 us
PL2 -3.00 dE
PL12 15.00 dE
SFO2 75.4734070 ME
GRADIENT CHANNEL ==
GPNAM1 SINE.100
GPNAM2 SINE.100
GPNAM3 SINE.100
GPNAMA SINE.100



VIP-384

meso guw® MEoNnN e N
HEse SEJR SAISRANSA8
aaSh soas ShoNSenSass
BRRS B FERERS8ESRAF
ceew cvew M em Mo menme

— 4.5517
—4.5148

22
=
4491
——4.4163
<
4
=
X

Current Data Paramete:
NAME VIP 384 for 1
EXPNO !

PROCNO

Acquisition Parar

2011041
2

T.
INSTRUM spe.
PROBHD 5 mm QNP 1H/
PULPROG =

g
™ 655
SOLVENT cpc.
NS

bs

swH 6188.1
FIDRES 0.0944;
aQ 5.29535!
RG 3:
DW 80.8!
DE 6.1
TE 300
D1 1.000000
DO

= CHANNEL £1 =

1.

=
300.13185:

.0

T T T T T F2 - Processin ram
4.0 3.8 3.6 3.4 3.2 ppm s1 9 pazeT.

T T T T

4.8 4.6 4.4 4.2 327

SF 300.13002!

= e | ~ o) Yow !
=l o =] o ssB

| E E § i s 0.

2.99

VIP-384
NN NNV HMONINOMNINNNONT HIDM =3
NTOVMVIEHINOVOEANANMNMNONNANO O O =
CINXHOAE DN HIATONAVINMNOVNORVIT AR =4
NNNHOER NI ITMOOONENEEROVOONONT T o
EERENYIIIILILIIISLILSILIONNOMNMOOOMOONN o
Current Data Parameters
NAME VIP 384 for manual
EXPNO 50
PROCNO 1
F2 - Acquisition Parameters
Date_ 20110406
Time 20.23
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930
D 65536
SOLVENT cpc13
NS 8
DS 2
SWH 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 322
DW 80.800
DE 6.00
TE 300.0
D1 1.00000000 sec
0 1
======== CHANNEL fl ========
Nuc1 18
P1 11.60 usec
PL1 -1.00 dB
sFo1 300.1318534 MHz
F2 - ing
ST 3276
SF 300.1300281 MHz
WDW EM
T T T T T T T T T T  gep ry
8 7 6 5 4 3 2 1 0 PpPm LB 0.30 Hz
GB 0
BC 1.00
<« () o
t) ololo| oo o
] o o
=1

'H NMR Spectrum of 9a
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13C NMR Spectrum of 9a

Ppm

VIP-384-A

Current Data Parameters

NAME VIP 384 A 15.04.1
EXPNO 150
PROCNO 1
F2 - Acquisition Parameter
Date_ 20110416
Time 14.58
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2gpg30
™D 65536
SOLVENT cpc13
NS 512
DS 4
SWH 18028.846 Hz
FIDRES 0.275098 Hz
AQ 1.8175818 se
RG 14.2
DW 27.733 us
DE 6.00 us
TE 300.0 K
D1 2.00000000 se
d11 0.03000000 se
DELTA 1.89999998 se
TDO 1
= === CHANNEL f1 ======
Nuc1 13c
P1 8.70 us
PL1 -3.00 dB
sFo1 75.4752953 M
CHANNEL f2 =
waltzl6
1H
80.00 us
-1.00 dE
17.00 de
de

21.00
300.1312005 ME

F2 - Processing parameters
SI 32768

21
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HSQC Spectra of 9a

VIP-384-A

Current Data Paramet
NAME P 384 A I
EXPNO
PROCNO

F2 - Acquisition Pai
Date_ 2011¢
ime

T: «
INSTRUM sy
PROBHD 5 mm QNP 1i
PULPROG hsqcetgy
SOLVENT (=4
NS
DS
swi 2702
FIDRES 2.63¢
) 0.189:
RG 183¢
W 185
DE ‘
TE ]
cNsT2 145.000(
do 0.0000¢
D1 1.4385¢
da 0.0017:
a1l 0.0300¢
dai3 0.0000¢
D16 0.0002(
D24 0.0008¢
DELTA 0.0012°
DELTAL 0.0012(
DELTA2 0.0000¢
DELTA3 0.0005:
INO 0.0000¢
ST1CNT
ZGOPTNS
===s==== CHANNEL f1
NUC!
Pl 1z
p2 2:
P28 100¢
PL1 -5
sFo1 300.131:
==s===== CHANNEL f£2
CPDPRG2
NUC:
P3 ¢
4 i
PCPD2 k0
PL2 -
PL12 £
SFO2 75.473¢

====== GRADIENT CHA!
GPNAM1 SINE

VIP-384-A

Current Data Paramet

NAME VIP 384 A [
EXPNO

PROCNO

F2 - Acquisition Pai
Date_ 2011(
Time «
INSTRUM st
PROBHD 5 mm QNP 1F
PULPROG hsqcetgy
D 5
SOLVENT cr
NS

Ds

SWH 2702
FIDRES 2.63¢
AQ 0.189«
RG 183¢
DW 185
DE «
TE 2¢
CNST2 145.000¢
do 0.0000¢
D1 1.4385¢
d4 0.0017:
dil 0.0300¢
di3 0.0000¢
D16 0.0002¢
D24 0.0008¢
DELTA 0.0012°
DELTAl 0.0012(
DELTA2 0.0000¢
DELTA3 0.0005:2
INO 0.0000+«
ST1CNT

ZGOPTNS

sFo1 300.131%

CHANNEL £f2
<



VIP—-9C

momoe m= o5 Ssnesmanesses seee wsog anSs
223RS 33 28 TIRSRSRSITES 5883 23sS8 2538
S5E823 s 53 S28ES2S33Se A 2858 F#R38 2883
saaqad a8 TEBLALSTSSRA AR8E FEER S5515
PR < s e b kR R R M me oe e o @ e

Current Data Parameters
NAME vip

9c hsge
EXPNO 100
PROCNO 1
F2 — Acquisition Parameters
Date_ 20130130
Time 21.31
INSTRUM spect.
PROBHD 5 mm PABBO BB/
PULPROG 2930
™D 65536
SOLVENT cpci3
NS
bs
s 8012.820
FIDRES 0.122266
AgQ 4.0894966
RG
oW 62.400
DE i3
TE 300.
D1 1.00000000
TDO 1
£1
FO: 400.1629712 MH=
NUCL 1i
P1 12.35 usec
F2 - Processing parameters
sT 65536
sF 400.1605153 MH=
EM
T T T T T T T T T T T T T T T T T T e ry
5.2 5.1 5.0 4.9 4.8 7 .4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 ppm = B0
GB o
| | I~ o o | 3 PC 1.00
B B S t= = B =
| | [ | | — —

VIP-9C

CICstOZO QBn Sizzint DaEdacdmatars

vIP 9¢c hsqc

-3 EXPNO 100
BnO R PROCNO 1
% F2 - Acquisition Parameters
Date_ 20130130
OBn Time 21.31
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
D 65536
SOLVENT cDCl13
NS
Ds 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894966 sec
RG 89.7
DwW 62.400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
L TDO 1
u c £1
sFol 400.1629712 MHz
NUC1l 1H
Pl 12.35 usec
T T T T T T . T T T T F2 - Processing paramete
10 9 8 7 6 5 4 3 2 3 0 pPm  SI 65536
SF 400.1605153 MHz
N N[ es] | (O |y |0 =3 o o
& =[] | B B S S ssB 0
< ||| foo || - LB 080

!H NMR Spectrum of 9c
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13C NMR Spectrum of 9c

VIP-9C

Current Data
NAME v

EXPNO
PROCNO

Parame

ters
P 9¢ 21.12.12
240

F2 - Acquisition Parameters
Date_

20121221

Time
INSTROM spect
PROBHD 5 mm QNP 1H/13
PULPROG dept135

™ 65536
SOLVENT cpc13

NS 256

DS 4

swn 18028.846 Hz
FIDRES 0.275098 Hz
Ao 1.8175818 sec
RG 205

oW 27.733 usec
DE 15.00 usec
TE 673.2
cNsT2 145.0000000

D1 2.00000000

D2 0.00344828

D12 0.00002000

DO 1

sFoz
F2 - Process
ST

s
woW
ssB
LB
GB
rC

15.02081871 W
0.23479761 W
300.1312005 MHz

ing parameters
32768

75.4677281 Muz
EM

o
1.00 Hz
0

1.40

VIP-9C

Current Data Paramete.
NAME v

EXPNO
PROCNO

F2
pate
Time
INSTRUM

PROBHD
PULPROG

Acquisition Parame

P 9c 20.12.12
40

1

20121221
4.29

spect

5 mm QNP 1H/13
2g9pg30

65536

cocis

512

4
18028.846 Hz
0.275098
1.8175818

673.
2.00000000

-3.00
55.13059616 W
75.4752953 MHz

61
0.09477496
300.1312005

F2 - Processing parameters
st

s¥
wow
ssB
1B
GB
rC

32768
75.4677360 Muz
=
o
1.00 Hz
o
1.40

24



i

VIP-9C

J MMLU il

pPpm
D O 55
60 Current Data Parameters
NAME vIP 9c hsqc
EXPNO 101
PROCNO
F2 - Acquisition Parameter:
qu:
65 Tine~ 20083
T A
INSTRUM spect
PROBHD 5 mm PABBO BB/
q o PULPROG hsqgcetgpsi2
D 1024
70
(: @ NS
s
Q FIDRES
75 e
oW
D DE
TE
o
z 80
100020000
.00086207
85 .00003000
CHANNEL £1 =
400.1620527 MH:
1H
90 12.35 us
24.70 use
1000.00 us«¢
F1l - Acquisiti =
52 50 48 46 44 42 40 38 3.6 3.4 32 3.0 28 26 24 ppm wpo o oon pamamgren
CICH,S0,0  OBn
BnO '3R\
OBn
VIP-9C
ull | i ppm
. - 0
- 20
» Current Data Parameters
NAME vIP 9¢ hsqgc
EXPNO
- 40 PROCNO 1
F2 - Acquisition Parameter:
Date_ 20130130
se Time 21.32
INSTRUM spect
- 60 PROBHD 5 mm PABBO BB/
PULPROG hsgcetgpsi2
& oo ™D 1024
e o SOLVENT cpcl3
s o NS 2
° b DS 16
o . - 80 swi 3571.428 Hz
FIDRES 3.487723 Hz
aQ 0.1434100 sec
RG 201.48
DW 140.000 usc
DE 6.50 usc
—100 TE .0 K
CNST2 145.0000000
Do 0.00000300 sec
D1 1.45269096 se«
D4 0.00172414 sec
120 D11 0.03000000 sec
D16 0.00020000 sec
D24 0.00086207 sec
INO 0.00003000 sec
ZGOPTNS
= c £1
140 sFo1 400.1620527 MH:
NUC1 1H
P1 12.35 usc
P2 24.70 us
P28 1000.00 us¢
Y ! ! J ! ! ! ! J F1 - Acquisition parameter
- +
8 7 6 5 4 3 2 1 0 ppm oo 2

HSQC Spectra of 9c
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R R R R R R R PR R R mOmmmnmmn mmnmmn

s A

T T T T T T T T T T T T T T T T T
4.8 4.7 4.6 4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 3.4 3.3 ppm

o — £ n

— t=] =] —

- o~ o~
MONOVAHNNOVOVMOAITNPOVAIANNHTINANNANDTNOIITIOADS MO
HOMNAHNLVOVLTNOEONHNHONTNOMNMNHTOINHONITINMO A
CONAOAFTMNMHOAIVITIAINMNAONTOILITTONMOVLINHOOTNNONO-HOS
MMANNREFFVOVLOVNNNTTTONNANNAATNNINNNVOTITITITONH®OO
RNV IIIIIIIILITITONNOOOOOOMNMOMOOO

VIP-365A

Current Data Parameters
NAME

VIP 365 A
EXPNO 50
PROCNO

F2 - Acquisition Parameters
Date_ 20110704
Time

INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930

™ 65536
SOLVENT cpc13

NS

swH
FIDRES 0.094423 Hz
AQ 5.2953587 sec

RG
bW 80.800 usec
DE 6.00 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1

CHANNEL f£1

11.60 usec

~1.00 dB
sFo1 300.1318534 MHz

F2 - Processing parameters
s1 32768

SF 300.1300085 MHz
wow EM
ssB 0
LB 0.30 Hz
GB 0
BC 1.00

VIP-365A

0.0350
0.0000

Current Data Parameters

OTBS
BnO

OTBS
OBn

ROCNO 1

F2 - Acquisition Parameters

Date_ 20110704
Time 18.12
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930

™ 65536
SOLVENT cpc13

NS 8

Ds ]

SWH 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 4

DW 80.800 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
sssssss= CHANNEL f1 s==sz=z=z==
NUC1 1H

P1 11.60 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
s1 32768

SF 300.1300085 MHz
WDW EM

sSB [

LB 0.30 Hz
GB 0

BC 1.00

,._
w
»
e
o

10 9 8 7 6 5
o o o[H || [
- 1= H|o|o| [+ olN| |o|o
o ~ < || fey
-

'H NMR Spectrum of 3b

ppm
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VIP-365

songamaw
EEEREE R o mEoao = o=
2 IIIn ] 23
S88S558K8S S woas @ 6 s
agSgNaNgy g Tofe g V
Current Data Parameters
NAME VIP 365 28.12.10
EXPNO Io
PROCNO 1
F2 — Acquisition Parameters
Date_ 20101228
Time 20.01
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG dept135
™D 65536
soLvenT cpc13
[ | LB
Ds a
s
H - 25
AQ
RG
bw
DE
TE
cnsT2
b1
aiz 0.00002000
DELTA 0.00001108
™0 1
£1
Nucl 13c
P1 8.70
Pz 17.40
Pr1 ~3.00
sFo1 75.4752953
£2
T T T T ¥ T T T T T T T T T T 2 waltzl6
Nuc: =
130 120 110 100 %0 80 70 60 s0 40 30 20 10 o ppm xu. g
VIP-365
oo~ mSTS
CONITMOOTH meorY~oOMmd ™~ o oo
AONINNTNINM i ™o
000 W00~~~ R
MOMNNNNNN orrVwYMNOM © © © <0
el e e o~ O N - ()
\\W \N // / \/ Current Data Parameters
NAME VIP 365 20.01.12
EXPNO 90
PROCNO 1
F2 - Acquisition Parameters
Date_ 20120120
Time 14.58
INSTRUM spec
PROBHD 5 mm Dual 13C/
PULPROG 2gpg30
™ 65536
SOLVENT cpc13
NS 512
DS 4
SWH 11990.407 Hz
FIDRES 0.182959 Hz
AQ 2.7329011 sec
RG 57
DW 41.700
OTBS DE 6.00
TE 0.0 K
D1 2.00000000
BnO OTBS d11 0.03000000
DELTA 1.89999998
MCREST 0.00000000
OBn MCWRK 0.01500000
PL13 22.00 dB
SFO2 200.1308005 MHz
F2 - Processing parameters
sI 32768
SF 50.3227216 MHz
WDW EM
W LU | o
s A 1B 3.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm

13C NMR Spectrum of 3b
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HSQC Spectra of 3b
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VIP-365

Current Data Parameter:
NAME VIP-365 31.12

EXPNO
PROCNO :
F2 - Acquisition Paramc
Date_ 2011010
Time 0.0!
INSTRUM spect
PROBHD 5 mm QNP 1H/1:
PULPROG hsqcetgpsi:
TD 102+
SOLVENT cpcl:
NS 1
DS 10
swH 2717.39:
FIDRES 2.65370:
AQ 0.188466(
RG 18390.¢
DW 184.00(
DE 6.0(
TE 300.(
CNsT2 145.000000(
do 0.0000030(
D1 1.4395840:
aa 0.0017241+
di1 0.0300000(
a3 0.0000040(
D16 0.0002000¢
24 0.0008620°
DELTA 0.0012792(
DELTAL 0.0012080¢
DELTA2 0.0000620°
DELTA3 0.0005241+
INO 0.0000400¢

VIP-365

Current Data Parameter:
NAME VIP-365 31.12

EXPNO i1
PROCNO :
F2 - Acquisition Param
Date_ 2011010:
Time 0.0!
INSTRUM spect
PROBHD 5 mm QNP 1H/1:
PULPROG hsqcetgpsii
™ 102
SOLVENT cpcl:
NS H
DS 1
SWH 2717.39:
FIDRES 2.65370:
AQ 0.188466(
RG 18390.+
DW 184.00(
DE 6.0(
TE 0.(
CNST2 145.000000(
do 0.0000030(
D1 1.4395840:
d4 0.0017241+
d11 0.0300000(
d13 0.0000040(
D16 0.0002000(
D24 0.0008620°
DELTA 0.0012792(
DELTAL 0.0012080(
DELTA2 0.0000620°
DELTA3 0.0005241+
INO 0.0000400(
ST1CNT 12¢

28



VIP-366

scmnseNzse neesnsa o goumes SRR
ZsEESEasse gzasgsd £ genss:s exu=z
23528253888 8328388 £ §E353% S38E
E3882RNEEE 8x38338 2 R3858% 3E8%
@ s Sevee S ceedas i)
TR St S—
NAME vip 366 13. 07 13
ExPNO
PROCNO 1
F2 - Acquisition Parameters
e 20110713
A.m-
INSTRUM =
PROBHD 5 mm QNP 1H/13
EOLEROG 2330
TD 65536
SOLVENT c©pcl3
NS s
s o
S 6188.119 Hz
FIDRES 0.094423 Hz
5.2953587 sec
181
DW 80.800 usec
DE 6.00 usec
TE 300.0
D1 1.00000000 sec
TDO 1
P
NUC1 1H
P1 11.60 u:
PL1 ~1.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
sI 32768
SF 300.1300079 MHz
wow o
Ss8 o
LB 0.30 Hz
o o
6.0 5.8 5.6 5.4 5.2 5.0 4.8 4.6 4.4 4.2 4.0 3.8 3.6 3.4 ppm B 190,
2 - . . -
S = 2 S S
K .f j.f jar K
VIP-366
N RN O PO NI ONEOR MR AN AN M@0 O TN O o 0o
EEERERE SR b gk R R S 3 88
AR EIN O RON RS0 0an0sA 32028 $ g3
RARREIIERRRNREERIRIITANAINAREISSS H 38
T P T P DR L T e s so
Current Data Parameters
NAME  vip 366 13.07.11
EXPNO 200
PROCNO 1
F2 - Acquisition Parameters
pate_ 20110713
Time 18.37
OTBS INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930
BnO OH ™ 65536
SOLVENT €DpCl3
NS 8
DS 0
swi 6188.119 Hz
FIDRES 0.094423 Hz
aQ 5.2953587 sec
RG 181
oW 80.800 usec
DE 6.00 usec
B 300.0
p1 1.00000000 sec
00 1
CHANNEL f1
11
11.60 usec
~1.00 aB
300.1318534 Miz
F2 - Processing parameters
M s1 32768
— sF 300.1300079 Mz
WDW EM
SSB 0
8 0.30 Hz
GB 0
T T T T T T T T T T T o 1.00
9 8 7 6 5 4 ppm
A of A (alfm] (e () )
3 3 = 8]l (8 & i
o N | |ofls] |~ o |

'H NMR Spectrum of 4b
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VIP-366

Conanws o
53233864 o aecs o =
DN 00 2 J%53 8 3
moamerEEs LS es o 5
S3885888 S wmao @ °
938NNy 8 =PRR 8 &
Current Data Parameters
NAME VIP 366 30.12.10
EXPNO 30
PROCNO 1
F2 - Acquisition Paramete
Date_ 20101231
Time 2.55
INSTRUM spact
PROBHD 5 mm QNP 1H/13
PULPROG dept135
™ 65536
SOLVENT cpc13
NS 256
s 4
swn 18028.846 1
FIDRES 0.275098 &
ag 1.8175818 s
RG 16384
oW 27,733 u
DE 6.00 u
TE 300.0
cNsT2 145.0000000
b1 2.00000000
az 000344828
aiz 000002000
DELTA 000001108
o 1
==mmmmms CHANNEL £1 =====
Nuc1
P1 8.70 u
p2 17.40 u
PL1 -3.00
sFo1 75.4752953 M
==ssss=s CHANNEL £2 =====
cPDPRG2 waltz16
Nuc2 1
T T T T T v T r T g T T v T T T 22 50 %
140 130 120 110 100 90 80 70 60 50 40 30 20 10 ) ppm pe :20 u
PCPD2 100 u
Pr2 00 @
VIP-366
ToNMENVY O
N@OTMmM®® O D rmoovomm M « ~ we
: : . PONRNTO® N S « <
MABON NN R I i g .
MNNNNNNN SRROYMNS M © ) <<
fit o B b b | SRRRRNNE O & - L

=

OTBS
BnO

OH

OBn

T T T T T T
140 130 120 110 100 %0 80 70 60 50 40 30 20 10 0 ppm

13C NMR Spectrum of 4b

Current Data Parameters
NAME VIP 366 30.12.11
130

EXPNO

PROCNO 1

F2 - Acquisition Parameters

Date_ 20111231

Time

INSTRUM spect.

PROBHD 5 mm QNP 1H/13

PULPROG 2gpg30

TD 65536

SOLVENT cpc13

NS 512

DS 4

SWH 18028.846 Hz

FIDRES 0.275098 Hz

AQ 1.8175818 sec

RG 32768

DW 27.733 use

DE 6.00 use

TE 303.0 K

D1 2.00000000 sec

d11 0.03000000 sec

DELTA 1.89999998 sec
1

PL1 -3.00 dB
SFO1 75.4752953 MHz
CHANNEL f£2

waltzlé
1H
80.00 use
-1.00
17.00 dB
21.00 dB
SFO2 300.1312005 MHz

F2 - Processing parameters
s1 32768
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VIP-366

Current Data Parameter
NAME

VIP 366 20.01
7

EXPNO
PROCNO
F2 - Acquisition Param
Date_ 2012012
Time
INSTRUM spec
PROBHD 5 mm QNP 1H/1
PULPROG hsqcetgpsi
™ 102
SOLVENT cpcl
NS
DS

2958.58
FIDRES 2.88923
AQ 0.173106
RG 2
DW 169.00
DE
TE 303.
CNsT2 145.000000
do 0.0000030
D1 1.4549440
a4 0.0017241
di1 0.0300000
di3 0.0000040
D16 0.0002000
D24 0.0008620
DELTA 0.0012792
DELTAL 0.0012080
DELTA2 0.0000620
DELTA3 0.0005241
1IN0 0.0000400
ST1CNT 12
ZGOPTNS
======== CHANNEL f1 ==
NuC1
P1 1.6

VIP-366

Current Data Parameter
NAME VIP 366 20.01
y

EXPNO

PROCNO

F2 - Acquisition Param
Date_ 2012012
Time

INSTRUM spec
PROBHD 5 mm QNP 1H/1
PULPROG hsqcetgpsi
™ 102
SOLVENT cpcl
NS

DS

SWH 2958.58
FIDRES 2.88923
AQ 0.173106
RG 2
DW 169.00
DE 6.0
TE 303.
CNST2 145.000000
do 0.0000030
D1 1.4549440
a4 g

d11 0.0300000
d13 0.0000040
D16 0.0002000
D24 0.0008620
DELTA 0.0012792
DELTA1 0.0012080
DELTA2 0.0000620
DELTA3 0.0005241
INO 0.0000400
ST1CNT

ZGOPTNS

== CHANNEL f1 ==
1
11.6
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4.7805
4.7416

2@ Nwwn wowmw an o
RS SRR BRAE ASAN
8o aEan 280% ISR
PR RBhDE Mman SNAA
oo MEmm memme monne

4.8 4.7 4.6 4.5 4.4 4.3 4.2 4.1 4.0 3.9

e

7.3206
7.3071
7.2558
7.2447

s
~

3.8 3.7 3.6 3.5 3.4 3.3 3.2 3.1

1.02

3.2219
3.2147
3.1999
3.1927
2.9779
2.9695
2.9633
2.9563
2.9479

BnO

P

0.8776
0.0657
0.0528
0.0004

%
e

VIP-367

Curzent Data Farametess
VIR 367 21.12.10

ExpNo
PROCNO l
£2 - Acquisition Parameters
te_ 0101221
17
INSTRUM spe
PROBHD 5 mm QNP ZH./ 13
ULPROG zg:
D 65536
SOLVENT c©pc13
8

2
Wi 6188.119 Hz
FIDRES 0.094423 Hz

AQ 5.2953587 sec

RG 71.8

oW 80.800 usec

DE 6.00 usec

TE 300.0 K

D1 1.00000000 sec
1

P1 11.60 us
PL1 -1.00 dB
sFo1 300.1318534 MHz

F2 - Processing parameters
s1 32768

10.00

IH

T
4.5 4.0 3.5

0

1.01
1.02
3.05
0.93
1.09
p—— )
0.96

NMR Spectrum of 5b

70

SF 300.1300107 MHz
wowW EM
SsSB o
B 0.30 Hz
GB o
PC 1.00
VIP-367
Current Data Parameters
NAME VIP 367 21. 12 10
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20101221
i 16.17
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2g30
™ 65536
SOLVENT cpc13
NS 8
DS 2
SWH 6188.119 Hz
FIDRES 0.094423 Hz
aQ 5. 2953597 sec
RG
oW ao sco usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
DO 1
P1 11.60 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
s1 32768
SF 300.1300107 MHz
b ol WDW EM
ssB 0
1B 0.30 Hz
GB 0
PC 1.00
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13C NMR Spectrum of 5b

VIP-367

Current Data Parameter:
NAME VIP 367 25.11
8(

EXPNO
PROCNO
F2 - Acquisition Parame¢
Date_ 2011112
Time 18.1:
INSTRUM spect
PROBHD 5 mm QNP 1H/1:
PULPROG 2gpg3(
TD 6553¢
SOLVENT CcpCl:
NS 51:
DS 4
SWH 18028.84¢
FIDRES 0.27509¢
AQ 1.817581¢
RG 3276t
DW 27.73:
DE 6.0(
TE 300.(
Dl 2.0000000¢
dil 0.0300000¢
DELTA 1.8999999¢
TDO -
CHANNEL f1 =
13¢
8.7

-3.0(
75.475295:
CHANNEL f2 ==:
waltzl(

33
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VIP-367

Current Data Parameters
NAME

vip 367
EXPNO 121
PROCNO 1
F2 - Acquisition Parame
Da 20110101
Time

INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsgcetgpsi2
TD 1024
SOLVENT cpc13
NS 2
DS

E 2857.143
FIDRES 2.790179
AQ 0.1792500
RG 1839
DW 175.000
DE

TE g
cNsT2 145.0000000
do 0.00000300
b1 1.44879997
a4 0.00172414
d11 0.03000000
di3 0.00000400
D16 0.00020000
D24 0.00086207
DELTA 0.00127920
DELTA1 0.00120800
DELTA2 0.00006207
DELTA3 0.00052414
INO 0.00004000
sST1icNT

ZGOPTNS

======== CHANNEL f1 ===
Nuc

P1 11.60
p2 23.20
P28 1000.00
PL1 -1.
sFo1 300.1310468

VIP-367

Current Data Parameters
NAME

vip 367
EXPNO 121
PROCNO 1
F2 - Acquisition Parame
Date_ 20110101
Time
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
™D 1024
SOLVENT €DC13
NS 2
DS 16
SWH 2857.143
FIDRES 2.790179
AQ 0.1792500
RG 18390.4
DW 175.000
DE 6.00
TE 300.0
CNST2 145.0000000
do 0.00000300
D1 1.44879997
d4 0.00172414
dil 0.03000000
di3 0.00000400
D16 0.00020000
D24 0.00086207
DELTA 0.00127920
DELTA1 0.00120800
DELTA2 0.00006207
DELTA3 0.00052414
INO 0.00004000
ST1CNT
ZGOPTNS
======== CHANNEL £l ===
NUC1 18
Pl 11.60
P2 23.20
P28 1000.00
PL1 -1.00
SFO1 300.1310468



VIP-368

amownanons e aw O N T D DE TN N D@ W
BEeICIINTT ERT8 PR RN Rk Rk S e
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FEBRRRSTLS 888& NSRS mMRaER553833888s3
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Current Data Parameters
NAME VIP-368 28.12.10
70

EXPNO
PROCNO 1
F2 - Acquisition Parameter
pate_ 20101228
Time
INSTRUM spect
PROBHD 5 mm QNP 1H/13
ROG zg3
D 65536
SoLVENT cpcls
Ns 8
ps
swr 6188.119 Hz
FIDRES 0.094423 Hz
ag 5.2953587 se
RG 4
Dw 80.800 us
DE 6.00 us
TE 300.0 K
D1 1.00000000 se
Do 1
M J“\ e —
Nuci 1n
Pl 11.60 us
PL1 -1.00 aB
sFo1 300.1318534 Mu
F2 - Processing parameters
sI 32768
sF 300.1300073 Mu
wow EM
T T T T T T T T T T T T T pou 2
5.2 5.0 a.s a.e a.a 2 a.0 3.8 3.6 3.4 3.2 3.0 2.8 ppm = 0-30 Ex
o o = = o 0
& S & 5 & £
o 5 e = - s
M omn NWOVNANMOAONVVVHANTIDOENTMNNXADATIENON OO0 VIP-368
SOV VOO ONNTICNTOVINTHOVOIOIMOPHOVAAANHMOSS MO
M- oW CNORIMACRMNMAOONODVVNTVOOLVLVITNONHTIINE VIO
(SRR RS] ROV TITOOONNNIMNMNMMAA-HI-HOOOOOONN® OO0
S~~~ TIIILIIILITITNONNOONONNOOOMNMONMNMNHAO 00O
Current Data Parameters
NAME VIP-368 28.12.10
EXPNO 70
PROCNO 1
OTBS F2 - Acquisition Parameters
Date_ 20101228
Time 23.51
BnO INSTRUM spect
Cl PROBHD 5 mm QNP 1H/13
PULPROG 2g30
65536
SOLVENT cpc13
NS 8
DS 0
SWH 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 4
DW 80.800 usec
DE 6.00 usec
TE 300.0
D1 1.00000000 sec
TDO 1
Cl f1
NUC1 1H
Pl 11.60 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz
T T T T T T T T
& 6 5 4 3 ) 4 0 ppm F2 - Processing parameters
SI 32768
SF 300.1300073 MHz
™) o i [~ 00 o oy, WDW EM
- ) t=} o [ov[o |0y =] ~ SsB 0
. . . of of o] e . . = 0.30 Hz
o (] — mo|-lo o 0 peeg P

'H NMR Spectrum of 6b
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13C NMR Spectrum of 6b

VIP-368

Current Data Parameters

NAME VIP 368 25.11.11
EXPNO 130
PROCNO 1
F2 - Acquisition Parameters
Date_ 20111128
Time 1.57
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgpg30
TD 65536
SOLVENT cpCl3
NS 512
Ds 4
SWH 18028.846 Hz
FIDRES 0.275098 Hz
AQ 1.8175818 sec
RG 32768
DW 27.733 use
DE 6.00 use
TE 297.4 K
Dl 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
CHANNEL f1 =
13c
8.70 use
-3.00 dB

75.4752953 MHz

CHANNEL £2 ==:
waltzlé

21.00
SFO2 300.1312005 MHz

F2 - Processing parameters
sI 32768

SF 75.4677385 MHz
WDW EM

ssB 0

LB 1.00 Hz
GB 0

36



VIP-394-H

ME AN DD DO doMOdNT ToTw oo S @ w
SoH88IS T NMPO®s SSTwe No 2D @ o
SSTHWNNS o ®e D VSIS S8BT o= 23 e
R AR RV RER ] 333538 @~ 851 = Ss<
S sssssssw Se<S<Ss CEaom oo o~ ~ o
Current Data Parameters
NAME VIP 394 H
EXPNO 1060
PROCNO 1
F2 - Acquisition Parameter
Date 20110729
Time 16.04
INSTRUM spect
PROBHD 5 mm Dual 13cC/
PULPROG zg30
TD 65536
cpci3
ie
2
4139.073 Hz
0.063157 Hz
7.9167986 se
1
120.800 us
6.00 us
.0 K
1.00000000 se
0.00000000 se
0.01500000 se
CHANNEL f1
1H
8.35 us
-4.00 dB
200.1312359 MH
F2 - Processing parameters
ST 768
SF 200.1300050 MH
T T T T T T T T T T T T T T WDW EM
5.0 4.8 4.6 4.4 4.2 4.0 3.8 3.6 3.4 3.2 3.0 2.8 2 2.4 ppm ssB 0
LB 0.30 Hz
GB [
S 2 1S [® S = R S S pC 1.00
— | ] e - — — s —
VIP-394-H
S0 M ME AN NORN AN M ANTITOTONMO T MO @ N
AamQe e Nl N AT IR NN MOD NS SN ®E®anmd a 855
TSNS w O NMNC AP ON P ITNOOP OO DdD TR O a as3
B ER-RSR R R R R R R R R R e R T > ne3
RS T T T T I I T I TTTTTTTAMNMM AN NNNN o coco
Current Data Parameters
NAME VIP 394 H
EXPNO 1060
PROCNO 1
F2 - Acquisition Parameter
Date_ 20110729
Time 16.04
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG 930
D 65536
SOLVENT cpc13
NS 16
DS 2
4139.073 Hz
FIDRES 0.063157 Hz
AQ 7.9167986 se
RG 181
DW 120.800 us
DE 6.00 us
TE .0 K
D1 1.00000000 se
MCREST 0.00000000 se
MCWRK 0.01500000 se
CHANNEL f1
1H
8.35 us
—-4.00 dE
200.1312359 ME
L “— F2 - Processing parameters
s1 32768
SF 200.1300050 ME
T T T T T T T T T WDW EM
9 8 7 6 4 3 x o ppm ssB )
LB 0.30 Hz
= @ [ |w]u)] e |0 o = o (0| B Q
A S|alEla 1S B8 & S =] a2 PC 1.00
S' B B B o o oo |en

'H NMR Spectrum of 7b

37



338588 29 gesg o s = =
ettt 58 883% 8 5 3 8=
s EER iz St i : - !
SRR g9 Sogg @ a8 v
S88390 8= ERER @ RS Ty
A . - u
W
T T T T T T T T T T T T T T T
140 130 120 110 100 90 80 70 60 s0 40 30 20 10 o ppm
neeNnc oo
Nownmoas SmMNomodwmo o = 0 o
nanete SHESRBRwaTH S < NS
BB BD DD~ ] o R 4 . S
MOaNNNNNS adEEesaadd d © m <
pi e R VIR ERRRRR G ~ - [
I \ '““ 11 A i 1
T T T T T T T T T T T T T T T T
140 130 120 110 100 90 80 70 60 50 40 30 20 10 o ppm

13C NMR Spectrum of 7b

VIP—-394-C

Current Data Parameters
NAME VIP 394 C 13.01.12
EXPNO 190
PROCNO
F2 — Acquisition Parameters
pate_ 20120116
INSTRUM spect.
PROBHD 5 mm QNP 1H/13
PULPR: dept135
65536
SOLVENT cpc13
NS 128
ps o
swa 18028.846 Hz
FIDRES 0.275098 Hz
1.8175818 sec
205
Dw 27.733
DE 6.00
TE 300.
cnsT2 145.0000000
00000000 sec
0.00344828 sec
diz 0.00002000 sec
DELTA 0.00001108 sec
0 1
£1
Nuci 13c
P1 8.70 usec
p2 17.40 usec
PL1 -3.00 aB
sFo1 75.4752953 MHz
CPDPRGZ
Nucz
P3
pd
PcPD2
PL2
PL12 o
VIP-394
Current Data Parameters
NAME VIP 394 25.11.11
EXPNO 100
PROCNO 1
F2 - Acquisition Parameters
Date_ 20111125
Time 19.45
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgpg30
™D 65536
SOLVENT cpcl3
NS 512
DS 4
s 18028.846 Hz
FIDRES 0.275098 Hz
AQ 1.8175818 sec
RG 32768
DW 27.733 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
di1 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
£1
Nuc1 13c
P1 8.70 usec
PL1 -3.00 dB
sFo1l 75.4752953 MHz
i £2
CPDPRG2 waltz16
NuC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 17.00 dB
PL13 21.00 dB
SFo2 300.1312005 MHz
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VIP-394C

|

ppm
55
Current Data Parameters
60 NAME vIP 394 C
EXPNO 171

o PROCNO 1

F2 - Acquisition Paramete
te 20

1L HLHH

IIIH

Da 111226
Time 3.23
€5 INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqgcetgpsi2
™ 1024
SOLVENT ©pcl3
NS 2
70 DS 16
swi 2923.977
@ 0 o FIDRES 2.855446 ®B
A9 0.1751540 s
o ® RG 2050
DW 171.000 u
75 DE 6.00 u
TE 303.0 K
cnsT2 145.0000000
a0 0.00000300 s
b1 1.45289600 s
de 0.00172414 s
56 a1l 0.03000000 s
dis 0.00000400 s
© D16 0.00020000 =
D24 0.00086207 s
DELTA 0.00127920 s
DELTA1 0.00120800 s
DELTAZ 0.00006207 »
85 DELTA3 0.00052414 s
INO 0.00004000 s
ST1CNT 128
ZGOPTNS
=sssss== CHANNEL f]1 ss===
20 NUC1 "
Pl
p2
P28
4.4 4.2 4.0 3.8 3.6 3.4 3.2 3.0 2.8 2.6 2.4 ppm
VIP-394C
ppm
— !
0
10
] 4 Current Data Parameters
— 20 NAME VIP 394 C
B , EXPNO 171
' PROCNO
30
E C F2 - Acquisition Paramete
Date_ 20111226
40 Time 23.23
INSTRUM spect
PROBHD 5 mm QNP 1H/13
50 PULPROG hsqcetgpsi2
TD 1024
SOLVENT €pc13
NS 2
- 60 -
SWH 2923.977 B
70 FIDRES 2.855446 B
>i® . AQ 0.1751540 s
RG 2050
80 DW 171.000 u
- DE 6.00 u
“ TE 303.0 K
% cNsT2 145.0000000
do 0.00000300
D1 1.45289600 s
4o d4 0.00172414 s
d11 0.03000000 s
a13 0.00000400 s
110 D16 0.00020000 s
D24 00086207
DELTA 0.00127920
20 DELTAL 0.00120800 s
L DELTA2 0.00006207 s
DELTA3 0.00052414 s
0 0.00004000 s
130 ST1CNT
ZGOPTNS
140 ==s=ss=== CHANNEL fl =====
NUC1
Pl 11.60 u
150 p2 23.20 v
P28 1000.00 u
6 5 4 3 2 1 0 -1 ppm

HSQC Spectra of 7b
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vVIP-398

Current Data Parameters
NAME VIP 398 8.8.11
60

EXPNO

PROCNO 1

F2 - Acquisition Parameters

Date 20110808

Time 13.56

INSTRUM spect.

PROBHD 5 mm QNP 1H/13

PULPROG 2930

™ 65536

soLvenT cpci3

NS 8

bs

sw 6188.119

FIDRES 0.094423 Hz

AQ 5.2953587 sec
18

ow 80.800 usec

DE 6.0,

TE 297.7 K

D1 1.00000000 mec

™o 1

mwmmmmme CHANNEL f1 wessmemms

Nuc1

P1 11.80 usec

PL1 an

sFo1 300.1318534

F2 - Processing parameters

s 32768

sF 300.1300080 Maz

wow EM

ssB o

LB 0.30 Hz

GB

pC 1.00

Current Data Parameters
NAME VIP 398 8.8.11

EXPNO 60
PROCNO 1

F2 - Acquisition Parameters
Date_ 20110808
Time 13.56
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2g30

TD 65536
SOLVENT €DC13

NS

Ds 0

SWH 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 181

DW 80.800 usec
DE 6.00 usec
TE 297.7

D1 1.00000000 sec
TDO 1

<
Ly
[
IS
w
N
-
o

e~ | Jo =l N
o o o [of [of= EN
0 | [0 o|
i

'H NMR Spectrum of 8b

CHANNEL £1
1H
11.60 usec
-1.00 dB
SFOl 300.1318534 MHz
F2 - Processing parameters
sI 327
SF 300.1300080 MHz
WDW EM
T SSB 0
ppm LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME VIP 398 23.12.11
EXPNO 60
PROCNO
F2 - Acquisition Paramete
pate_ 20111226
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG dept135
™ 65536
SOLVENT cpc13
NS 128
ps 0
| SwH 18028.846 B
FIDRES 0.275098 8
A 1.8175818 s
20!
ow 27.733 u
DE 6.00 u
TE 3
CNsT2 145.0000000
D: 2.00000000 s
0.00344828 =
a1z 0.00002000 =
DELTA 0.00001108 s
1
T T T T T T T T T T T T T T T
135 130 125 120 115 110 105 100 95 90 85 80 75 70 ppm
vIP-398
NCOCOOTOdN®
NMODTTNAOA® EOMADONDNE 0N
STe W s G ae i LNONEHOON® MO
PEOODDDD DI L it
MONNNNNNNNN corrVWYwYMAdOOo®
R b o bl o o o N NN
Current Data Parameters
NAME VIP 398 9.12.11
EXPNO 130
PROCNO
F2 - Acquisition Parameters
Date_ 20111210
Time 10.56
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgpg30
TD 65536
SOLVENT cpc13
NS 512
DS 4
SWH 18028.846 Hz
FIDRES 0.275098 Hz
AQ 1.8175818 sec
RG 3276
DW 27.733 use
DE 6.00 use
TE 300.0 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
PL1 -3.00
SFO1 75.4752953 MHz
CHANNEL f£2
waltzl6
1H
80.00 use
-1.00
17.00 dB
21.00 dB
I 300.1312005 MHz
F2 - Processing parameters
SI 32768
T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 PpPm

13C NMR Spectrum of 8b
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HSQC Spectra of 8b

VIP-398

Current Data Parameters
NAME VIP 398 30.12.11
221

EXPNO
PROCNO 1
F2 - Acquisition Paramete
pate_ 20111231
Time
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
TD 1024
SOLVENT cpc13
NS 2
DS
swH 2659.574 H
FIDRES 2.597241 H
aQ 0.1925620 s
RG 2050
DW 188.000 u
DE 6.00 u
TE 3.0 K
CNsT2 145.0000000
do 0.00000300 s
D1 1.43548799 s
a4 0.00172414 s
d11 0.03000000 s
d13 0.00000400 s
D16 0.00020000 s
D24 0.00086207 s
DELTA 0.00127920 s
DELTA1 0.00120800 s
DELTA2 0.00006207 s
DELTA3 0.00052414 s
N0 0.00004000 s
ST1CNT 128
ZGOPTNS
s===s=== CHANNEL f1 =====
Nucl 18
VIP-398

Current Data Parameters

EXPNO
PROCNO 1

VIP 398 30.12.11
221

F2 - Acquisition Paramete
Date_ 201

11231
Time 9.00
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
L

SOLVENT cpcl3
2

DS 16
SWH 2659.574
2.597241
0.1925620
2050
188.000
6.00

3.0

303.
145.0000000
0.00000300

0.00052414
0.00004000

CHANNEL f£1

a4 en

Ree




VIP-399
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Current Data Parameters
NAME VIP 399 mislab 14.
EXPNO 40
PROCNO 1
F2 - Acquisition Parameter:
Date 20111214
Time 12.16
INSTRUM ect
PROBHD 5 mm ONP 1H/13
PULPROG zg30
TD 65536
SOLVENT cpc13
NS
DS 0
SWH 6188.119 Hz
FIDRES 0.094423 Hz
aQ 5.2953587 sec
RG 4
oW 80.800 use
DE 6.00 use
TE 297.6 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
1H
11.60 use
-1.00 dB
T T T T T T T T T T 300.1318534 MH:z
5.4 5.2 5.0 4.8 4.6 4.4 4.2 4.0 3.8 ppm F2 - Processing parameters
sI 32768
SF 300.1300147 MH:
o™ - O o N o () WDW EM
o o o =3 o o o SSB o
— o~ ) — — — — = 0.30 Hz
VIP-399
DLTOHADOMNITOEEMOMVANTININHMNOMOAVINOAVAVONOO T
CTMNMENNNANOMNMANFHNOANANLAXNANNIENTOVNAOHANMOTOHINO
NOMUVINITINANTIAOTONRNLTHOVHONPININMNMMNONIMNHONENNO
MOANNNNNNDOROEFVNVINNLINOANNOOONNNDOPONININOO
CECNONNNIIIIIILIISIISIILSILIIILTONMNOMONMOMANNOO
Current Data Parameters
NAME VIP 399 mislab 14
EXPNO 40
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20111214
Time 12.16
ClCHZSOZO QBn INSTRUM spect.
H PROBHD 5 mm QNP 1H/13
PULPROG 2g30
™ 65536
SOLVENT cpc13
NS 8
DS 0
SWH 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 4
DW 80.800 use
DE 6.00 usc
TE 297.6
D1 1.00000000 sec
DO 1
PL1 -1.00 dB
T T T T T T T T T sFo1 300.1318534 MH:
9 L 6 2 o 3 2 1 0 ppm F2 - Processing parameters
s1 32768
SF 300.1300147 MH:
o o [~ [ofola(o]m WDW EM
<« o| |oo|olo|olo|e t=} ssB 0
2 | N [ | | - LB 0.333:

GB

'H NMR Spectrum of 9b



VIP-399

nodsaa
88553 N@dvaoa @ @
ety PERERE-F ] 2 =
g g AR g 5
EEEEERE mommdn® - @ !
aNgany S8ERRES k] -
Current Data Parameters
NAME VIP 399 20.01.12
EXPNO 70
PROCNO 1
F2 - Acquisition Parameters
Date_ 20120120
Time 14.27
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG dept135
™ 65536
SOLVENT c©pcl3
NS 256
DS 4
11990.407 Hz
FIDRES 0.182959 Hz
2.7329011 sec
RG 2896
DW 41.700
DE 6.00
s 0.0
cNsT2 145.0000000
1 2.00000000 sec
az 000344828 sec
di2 0.00002000 sec
DELTA 0.00000802 sec
MCREST 000000000 sec
0.01500000 sec
CHANNEL f1 ===
13c
6.30
12.60
-6.00
50.3277608 MHz
18.00
200.1308005
F2 - Processing parameters
T T T T T T T T T T T T T T T e crrr
160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm SF 50.3227276 MHz
wow i
VIP-399
comavamnes
280858883 dNomonENELA  «
“Te e e e 4w e WeMDND NN D~ ~ b 4
Crrosooo® Asnsnanages o 3
ARS8 8R8R moarreunAze W 4
993833838 S8RRRERRREE 3§ -
Current Data Parameters
NAME VIP 399 18.01.11
EXPNO 30
PROCNO 1
F2 - Acquisition Parameters
Das 20120118
Time 10.34
INSTRUM 8] 't
PROBHD 5 mm Dual 13C/
PULPROG gpg3
™ 65536
SOLVENT €pCcl3
NS 53
s 4
2 A n FIDRES 0.182959 Hz
= aQ 2.7329011 sec
RG 57
oW 41.700
DE 6.0
TE 0.0
D1 2.00000000
an 0.03000000
DELTA 1.89999998
MCREST 0.00000000
MCWRK 0.01500000
==s===== CHANNEL fl sssss==:
NuC1
Pl 6.30 usec
PL1 -6.00 dB
sFo1 50.3277608 MHz
e——
PRG2
2
PCPD2
PL2
PL12 18.00 dB
PL13 22.00 aB
sFo2 200.1308005 MHz
F2 - Processing parameters
s1 32768
T T T T T T T T T T T T T T T T s 50.3227280 Max
150 140 130 120 110 100 % 80 70 60 50 40 30 20 10

13C NMR Spectrum of 9b
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HSQC Spectra of 9b

VIP-399

Current Data Parameter
NAME VIP 399 30.12
23

EXPNO
PROCNO
F2 - Acquisition Param
Date_ 2011123
Time 9.2
INSTRUM spec
PROBHD 5 mm ONP 1H/1
PULPROG hsqcetgpsi
D 102
SOLVENT cpcl
NS
DS 1
2857.14
FIDRES 2.79017
AQ 0.179250
RG 205
W 175.00
DE 6.0
TE 303.
CNsT2 145.000000
do 0.0000030
D1 1.4487999
da 0.0017241
d11 0.0300000
di13 0.0000040
D16 0.0002000
D24 0.0008620
DELTA 0.0012792
DELTA1 0.0012080
DELTA2 0.0000620
DELTA3 0.0005241
INO 0.0000400
ST1CNT 12

VIP-399

Current Data Parameter

NAME VIP 399 30.12
EXPNO 23
PROCNO

F2 - Acquisition Param
Date_ 2011123
Time 9.2
INSTRUM spec
PROBHD 5 mm QNP 1H/1
PULPROG hsqcetgpsi
™D 102
SOLVENT cncl
NS

DS 1
SWH 2857.14
FIDRES 2.79017
AQ 0.179250
RG 205
DW 175.00
DE 6.0
TE 303.
CNST2 145.000000
do 0.0000030
D1 1.4487999
d4 0.0017241
di1 0.0300000
di3 0.0000040
D16 0.0002000
D24 0.0008620
DELTA 0.0012792
DELTAl 0.0012080
DELTA2 0.0000620
DELTA3 0.0005241
INO 0.0000400
STICNT 12

-1.0
SFO1 300.131188
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NMR Spectrum of 10a

VIP-389

Current Data Paramete:
NAME

vIP 389 17. us 11

EXPNO

PROCNO 2

F2 - Acquisition Parameters

pate 20110618

.

INSTRUM spect.

PROBHD 5 mm QNP 1H/13

PULPROG 2g30
65536

SOLVENT cpc13

NS

bs

E 6188.119 Hz

FIDRES 0.094423 Hz

AQ 5.2953587 sec

RG 90.5

bW 80.800 use

DE 6.00 use

TE 297.3

D1 1.00000000 sec

DO 1

==sss==== CHANNEL fl =s=====

Nuc1

P1 11.60 use

PL1 —;

sFo1 300.1318534 MHz

F2 - Processing parameters
32768

300.1300078 MHz
EM

WoW
SsSB o
LB 0.30 Hz
GB o
PC 1.00
VIP-389
Current Data Parameters
NAME VIP 389 17.06.11
EXPNO 150
PROCNO T
F2 - Acquisition Parameters
Date_ 20110618
Time
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2g30
65536
SOLVENT cpcl3
NS 8
DS 0
SWH 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 90.5
DW 80.800 use
DE 6.00 use
TE 297.3 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
Nuc1 1H
P1 11.60 use
PL1 -1.00 dB
sFo1 300.1318534 MHz
F2 - Processing parameters
s1 32768
SF 300.1300078 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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vip-389
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Current Data Parameters
NAME VIP 389 06.07.11
EXPNO 40
PROCNO 1
F2 - Acquisition Parameter:
Date_ 20110706
Time
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG dept135
TD 65536
SOLVENT c©pcl3
NS 256
DS 4
SWH 11990.407 Hz
FIDRES 0.182959 Hz
AQ 2.7329011 sec
RG 1625.
DW 41.700
DE 6.00
TE 0.0
CNST2 145.0000000
D 2.00000000
d2 0.00344828 sec
diz 0.00002000 sec
DELTA 0.00000802 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
mmssssss CHANNEL fl sssss=:
1 13c
6.30 use
12.60 usc
-6.00 dB
50.3277608 MH:
CHANNEL f£2
NUC 1H
P3 8.35 us«
p4 16.70 use
PCPD2 100.00 us«
PL2 —4. 0
PL12 18.00 dB
SFO2 200.1308005 MH:
T T T T T T T T T T T T T T T T F2 - in ramet
140 130 120 110 100 90 80 70 60 50 40 30 20 10 o ppm
vip-389
o oo
IY a8 Avor@ErVd @© ® = vw
L S3RL82RAR AR 8 3 g8
i oo ] ]
EEET AERUmNNHd O 0w ® <<
aa 99 SRRERRRRG A% E -1 7Y
Current Data Parameters
NAME VIP 389 08.07.11
EXPNO 130
PROCNO 1
F2 - Acquisition Parameters
Date_ 20110708
Time 11.28
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG 2zgpg30
™ 65536
SOLVENT cpcl3
OTBS Ns 512
DS 4
SwH 11990.407 Hz
BnO FIDRES 0.182959 Hz
OH aQ 2.7329011 sec
0 RG 64
DW 41.700
OBnN DE 6.00
TE 0.0
D1 2.00000000
d11 0.03000000
DELTA 1.89999998
MCREST 0.00000000
MCWRK 0.01500000
CHANNEL f1
PL12 18.00 dB
PL13 22.00 dB
i l sFo2 200.1308005 MHz
PPN U N F2 - Processing parameters
sI 32768
SF 50.3227204 MHz
T T T T T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

13C NMR Spectrum of 10a
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VIP-389

ppm
i 50 Current Data Parameters
NAME VIP 389 24.06.11
EXPNO 111
PROCNO 1
@ 55 F2 - Acquisition Paramete
@ o Date_ 20110624
Time 23.06
INSTRUM spect.
60 PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
L D 1024
o SOLVENT cpcl3
NS 2
65 DS 16
e 2732.240 ®
FIDRES 2.668204 H
aQ 0.1874420 s
RG 2050
70 DW 183.000 u
DE 6.00 u
co) > TE 00.0 K
o o cnsT2 145.0000000
75 do 0.00000300 s
P D1 1.44060802 s
S as 0.00172414 s
d11 0.03000000
80 413 0.00000400
D16 0.00020000
— (=2} D24 0.00086207
3 DELTA 0.00127920
R DELTAL 0.00120800
2 85 DELTA2 0.00006207 s
4 X 5) DELTA3 0.00052414 s
E: 1IN0 0.00004000 s
>
20
1
95
50 48 46 44 42 40 38 36 34 3.2 3.0 ppm
BnO oH VIP-389
OBn
ppm
— L
Current Data Parameters
NAME VIP 389 24.06.11
EXPNO 111
PROCNO 3
—
20 F2 - Acquisition Paramete
3 o Date_ 20110624
E Time 23.06
2 INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsiz
40 1024
SOLVENT
NS
DS 16
swi 2732.240 B
== 3° FIDRES 2.668204 H
aQ 0.1874420 s
—3 60 RG 2050
bW 183.000 u
i DE 6.00 u
- e . - TE 300.0 K
P CnsT2 145.0000000
s 80 do 0.00000300
— - b1 1.44060802
3 N a4 0.00172414
a11 0.03000000
da13 0.00000400 s
D16 0.00020000 s
D24 0.00086207 s
100 DELTA 0.00127920 s
: DELTA1 0.00120800 s
DELTAZ 0.00006207 s
DELTA3 0.00052414
1 1IN0 0.00004000
ST1CNT
120
======== CHANNEL f1 =====
< NuC1 16
P1 11.60 u
P2 23.20 u
} 140 2 1000:00 4

75 70 65 6.0 55 50 45 40 35 3.0 25 20 15 10 05 ppm

HSQC Spectra of 10a
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VIP-391

Current Data Parameters
NAME P 391 13.06.11
40

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20110613

23.18
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930
™ 65536
SoLVENT cpci3
NS 8
ps o
SWH 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 256
W 80.800 usec
DE 6. 00 usec
TE 300.
D1 Ly 00000000 sec
DO 1

£1
Nucl 1H
Pl 11.60 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz

ing parameters

300.1300062 MHz
EM

o
L8 0.30 Hz
cB
pc 1.00
VIP-391

Current Data Parameters
NAME IP 391 13. 06 11

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date 20110613
Time 23.18
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2g30
™D 65536
SOLVENT cpc13
NS 8
DS 0
SWH 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5. 2953587 sec
RG
DW 80 500
DE
TE
D1 1.00000000
TDO 1

f1
Nuc1 1H
Pl 11.60 usec
PL1 -1.00 dB
SFO1 300.1318534 MHz

F2 - Processing parameters

s1 32768

SF 300.1300062 MHz
WDW EM
ssB [

LB 0.30 Hz
GB o

PC 1.00

49



VIP-391

Snamon
IIBREIR T Hoen o o 2
g bt 3 a38a 808 3 S
NS eEE : a=aa d H
EEEEERE S mand s @ - w
aa8gsy 8 RpNg - 3 {
Current Data Parameters
NAME VIP 391 17.04.12
EXPNO 30
PROCNO 1
F2 - Acquisition Parameters
Date 20121016
Time 12.28
INSTRUM =pect
PROBHD 5 mm Dual 13c/
PULPROG dept135
D 65536
SOLVENT cpcl3
NS 174
DS 4
S 11990.407
FIDRES 0.182959
2.732%011
290.
DW. 41.700
DE 6.00
TE 0.0
CNST2 145.0000000
D1 2.00000000
dz 0.00344828
di2 0.00002000
DELTA 0.00000802
lL l l MCREST 0.00000000
e lt L) A MCWRK 001500000
— et
£1
NuC1 13c
Pl 6.30
p2 1 0
PL1 = 0
s¥o1 50.3277608
£2
CPDPRG2 waltzlé
Nuc2 1H
P3 8.35
pa 16.70 us
PCPD2 100.00
L2 -4.00
PL12 18.00 dB
SFO2 200.1308005 MHz
F2 - Processing parameters
SI 32768
SF 50.3227273 MHz
wow EM
ssB 0
T T T T T T T T T T T T T T 1 LB 3.00 Hz
140 130 120 110 100 [0 80 70 60 50 40 30 20 10 o Ppm GB
PC 1.40
VIP-391
ne aow
a3 a8l Meowdwna o . o < 0 so
t A% S3IRRRI8L B @ @ s A S8
oo woe LANANS N : 2 :
an 88§ orEECemaNd ® @ - 0w © <<
-a d43 SRESRRERE & 7 3 E -1 T
Current Data Parameters
NAME VIP 391 27.03.12
EXPNO 30
PROCNO 1
F2 - Acquisition Parameters
pate_ 20120925
T 10.27
INSTRUM spect
PROBHD 5 mm Dual 13c/
PULPROG zgpg30
65536
SOLVENT cpc13
NS 512
Ds 4
11990.407 Hz
FIDRES 0.182959 Hz
oOTBS AQ 2.7329011 sec
RG 57
oW 41.700 use
BnO DE 6.00 use
Cl TE 0.0 K
O D1 2.00000000
OBn d11l 0.03000000
DELTA 1.89999998
MCREST 0.00000000
MCWRK 0.01500000

SFO2

1 ) Y B T

SF
WDW
ssB

T T T T T T T T T T T T T T T T T B
160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm GB

PpC

13C NMR Spectrum of 1la

-6.00 dB
50.3277608 MHz
CHANNEL £2
waltz16

18

100.00 use

-4.00 dB

18.00 dB

22.00 dB

200.1308005 MHz

50.3227299 MHz
EM

[}
3.00 Hz
0

1.40
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UIP-391

HSQC Spectra of 1la

ppm
40
45 Data
NAME VIP 391 13.04.12
EXPNO 221
PROCNO
50 F2 - Acquisition Parameters
Date_ 20120413
Time 21.39
INSTRUM spect.
55 PROBHD 5 mm QNP 1H/13
2
1024
SOLVENT c©pcls
NS 2
DS 16
60 2890.173 Hz
FIDRES 2.822435 Hz
A 0.1772020 sec
RG 2050
DW 173000
65 DE 6.00
T” 2
CNST2 145.0000000
do 0.00000300
b1 1.45084798
— G Sianrasie
f=<Y @» Q13 0.00000400
D16 0.00020000
75 D24 0.00086207
DELTA 0.00127920
DELTA1 0.00120800
s L= LTS 0.00006207
DELTA3 0.00052414
80 Xllg 0.00004000
< [+ sTicwT
ZGOPTNS
£1
85 :;’cx 11.
° P2 23.20
P28 1000.
PL1 -1.00
5.0 4.8 4.6 4.4 4.2 4.0 3.8 3.6 3.4 3.2 3.0 ppm oL F00:3320979: 8,
OTBS
BnO
o Cl UIP-391
OBn
pPpm
— s
- 0
Current Data Parameters
VIP 391 13.04.12
— EXPNO 221
20 PROCNO 1
SRR >
p ° F2 - Acquisition Parameters
Date_ 20120413
Time 21.39
40 S
PROBHD 5 mm QNP 1H/13
— - PULPROG hsqeetgpsiz
™ 1024
’ SOLVENT cpcl3
3 NS
3 DS 1
60 2890.173 Hz
FIDRES 2.822435 &:
0.1772020 sec
S < RG 2050
= b oW 173.000 usec
= : q 80 DE 6.00 usec
= - TE 298.3
CNST2 145.0000000
do 0.00000300
D1 1.45084798
as 0.00172414
a11 0.03000000
100 a13 0.00000400
D16 0.00020000
p24 0.00086207
DELTA 0.00127920
DELTAL 0.00120800
DELTA2 0.00006207
120 DELTA3 0.00052414
N0 0.00004000
— L ST1CNT
- ZGOPTNS
— £
140 Nuc1 18
P1 11.60 usec
p2 23.20 usec
P28 1000.00
PL1 -1.0
% 7.
80 75 70 6.5 6.0 55 5.0 45 40 35 3.0 25 20 15 1.0 05 ppm 57 200, 1310875 s
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VIP-393-FM

ShIJPLARATILISEAT S8R Se2v8ILey e e
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SER2R3LICISIRNASIS 8333 258II833453 38 23
YT TTTITITITITITIT T SETT MmmmEm6nnn oo N
Current Data Parameters
NAME VIP-393-FM-24-02-
EXPNO 60
PROCNO 1
F2 - Acquisition Parameter
Da 2012022‘
INSTRUM
PROBHD 5 mm QNP 13/13
PULPROG 2g30
TD 65536
SOLVENT ©pc13
NS 8
s 0
6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 se
RG 14
Dw 80.800 us
DE 6.00 us
TE 300.0 K
D1 1.00000000 se
TDO i
======== CHANNEL f1 ======
NUC1 1H
P1 11.60 us
PL1 =3
SFO1 300.1318534 ME
F2 - Processing parameters
1 : I i s d Y ¢ ; i : Y s 300.1300085 M=
5.0 4.8 4.4 4.2 4.0 3.8 3.6 3.4 3.0 2.8 2.6 PPm woW EM
SSB o
o e o P < S| 0.30 2
Il S S 2 S B o
S o H oo s E Be 1 00
VIP-393-FM
O Y P P O N NN O T T NP OO TNOO T~ CRN NN OROINNONONO T MO
e R e e R PR R R R e S
P e o R i e R e e b b R E E o]
N NANee R e 8E e RN R e 8388REETCEERANSSSINAG3533
NN T T I T I I I T T I I T T T TMMMAMMMMOMEMMMNNHHO OG0
Current Data Parameters
NAME VIP-393-FM-24-02-
EXPNO 60
PROCNO 1
F2 - Acquisition Parameter
Date_ 20120224
! 18.40
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930
™ 65536
SOLVENT €DC13
NS 8
Ds o
OTBSOH SWH 6188.119 Hz
FIDRES 0.094423 Hz
BnO. S AQ 5.2953587 se
\ RG 114
DW 80.800 us
OBn DE 6.00 us
TE 300.0 K
D1 1.00000000 se
D0 1
CHANNEL f1
18
11.60 us
-1.00 de
SFol 300.1318534 ME
F2 - Processing parameters
T T T T T T T T T T T ST 22768
10 H s 7 & M H 3 2 1 Spen sF 300.1300085 ME
WDW EM
SsB 0
o e o] [ A o o) B 0.30 Hz
2 =] ] B S & Bl sy °
S o] &l & | o ©| PC 1. 00

Spectrum of

12a
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13C NMR Spectrum of 12a

VIP-393-FM

Current Data Parameters
NAME VIP 393 FM 16.0
90

EXPNO
PROCNO 1
F2 - Acquisition Paramet:
pate_ 20120416
Time
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG dept135
™D 65536
SOLVENT cpc13
NS 256
DS
swH 18028.846
FIDRES 0.275098
AQ 1.8175818
RG
DW 27.733
DE 6.00
TE 5
CNsT2 145.0000000
D1 2.00000000
0.00344828
12 0.00002000
DELTA 0.00001108
DO z

======== CHANNEL f1 ====
c1 13c

17.40

-3.00
75.4752953

CHANNEL f2 ====
waltzl6
18

VIP-393-FM

Current Data Parameters
NAME P 393 FM 02.03.
EXPNO 60
PROCNO 1

Acquisition Parameter
20120831
15.04

5 mm Dual 13¢/

2gpg30

65536

cpc13

NS 617

bs 4
swi 11990.407 Hz
FIDRES 0.182959 Hz
aQ 2.7329011 se

RG 71.8

oW 41.700

DE 6.00

TE i

b1 2.00000000

d11 0.03000000

DELTA 1.89999998

ST 0.00000000
0.01500000 se

-6.00
50.3277608 MH

smsss==s CHANNEL f2 s=====

CPDPRG2 waltzl6

NUC2 18

PCPD2 100.00 us
PL2 -4.00 dB
PL12 18.00 dB
PL13 22.00 4B
sF02 200.1308005 MH

F2 - Processing parameters
sI 32768

SF 50.3227202 MH
WDW EM
ssB 0
LB 3.00 Bz
= n

8.70 +
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VIP-393FM

NAME
EXPNO
5 PROCNO

5.0 4.5 4.0 3.5 3.0 2.5 ppm Nuca

OTBSOH

BnO
l X H h
OBn
S

10

20

30

JJL11
h

40

50

60

70

80

90

) .
T
B
58 B

vIP 3

Current Data Parameters

93 FM 30.
101
1

20330

spect
5 mm QNP 1H/13

F2 - Acquisition Parame
Date_ 201
Time 13.39
INSTRUM
70 PROBHD
PULPROG
@ =
O SOLVENT
NS
.o b =
06 75 e
FIDRES
aQ
—

hsgcetgpsi2
1024
€pc13
2
16
2906.977
2.838845
0.1761780
RG 2050
DW 172.000
DE 6.00
. TE .
CNST2 145.0000000
do 0.00000300
D1 1.45187199
® da 0.00172414
di1 0.03000000
dis 0.00000400
D16 0.00020000
D24 0.00086207
DELTA 0.00127920
DELTA1 0.00120800
DELTA2 0.00006207
5| DELTA3 0.00052414
90 1IN0 0.00004000

VIP-393FM

Current Data Parameters
NAME VIP 393 FM 30.

EXPNO 101
PROCNO %
F2 - Acquisition Parame
Date_ 20120330
Time 13.39
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
D 1024
SOLVENT cpc13
NS 2
DS 16
SWH 2906.977
FIDRES 2.838845
AQ 0.1761780
RG 2050
DW 172.000
DE 6.00
TE 300.0
CNST2 145.0000000
do 0.00000300
D1 1.45187199
d4 0.00172414
dil 0.03000000
dis 0.00000400
D16 0.00020000
D24 0.00086207
DELTA 0.00127920
DELTA1 0.00120800
DELTA2 0.00006207
DELTA3 0.00052414
INO 0.00004000
ST1CNT

ZGOPTNS

HSQC Spectra of 12a

CHANNEL f1 ===
NUC1 1H



———4.9383

_—4.9009
———4.8845

4.8451

3.7830
3.7750
3.7596
3.7510

_—4.2002
———4.1841

Current
NAME

EXPNO
PROCNO

VIP-403

Data Parameters
VIP 403 13. 03 12

1

E‘Z - Acquisition Parameters
ate. 2012

PULPROG

TD
SOLVENT

0313

18.20

spect

5 mm QNP 1H/13
g30

65536

cpc13

8

[
6188.119 Hz
0.094423 Hz

5. 2953557 sec

80. 800 usec
6.00 usec

298.
1.00000000 sec
1

NUC1
P1
PL1
SFO1

0 4.9 4.8 4.7 4.6 4.5 4.4 4.3 4.2 4.1
- - 0
=] < S
\TNf ‘\‘mﬁ ‘Tﬂf

T T T T T T T T T T T T T T
4.0 3.9 3.8 3.7 3.6 3.5 3.4

T T
3.3 ppm

CHANNEL £1
1H
11.60 usec
dB

-1.00
300.1318534 MHz

F2 - Processing parameters
32768

300.1300113 MHz
EM
0
0.30 Hz
o
1.00

S s
I o~
VIP-403
OUATVY MAVNAHE HOOWVWNVYWHAVLNOAINHOOWOMINOH-HM®O T m<
FNOANY PO NONAONONNNANSOTMDAIOIMNON O~ M 0o
MNOONDT MOXVITAVUMONANLVUITIMNNOCOCVOITWVWVLOTMONTT®W ~o
MNNNNN mmmwmmmmmvvvvvvvu.—lhhhhmvvv#mmmn oo
FEERAN YT I I I I I I T TITTITIMMNAMMAMMMMNNNN co
Current Data Parameters
NAME VIP 403 13.03.12
EXPNO 40
PROCNO 1
F2 - Acquisition Parameters
Date_ 20120313
Time 18.20
INSTR spect
PROBED 5 mm QNP 1H/13
PULP! 2930
65536
SOLVENT cpCl3
NS 8
DS 0
OH OBn s 6188.119 Hz
FIDRES 0.094423 Hz
5. 2953537 sec
BnO 26
N DW 80. auo usec
A DE 6.00 usec
OBn TE 298.2 K
D1 1.00000000 sec
™0 1
£1
NUC1 1H
P1 11.60 usec
PL1 -1.00 dB
SFo1 300.1318534 MHz
F2 - Processing parameters
sI 32768
SF 300.1300113 MHz
WDW EM
ssB [
1B 0.30 Hz
GB [
PC 1.00
T T T T T T T T T T T
10 9 8 7 6 3 2 1 0
O - |© | | =3
&3 S8 18] [ S
< }m( M | |~ =
=

'H NMR Spectrum of 13a
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13C NMR Spectrum of 13a

VIP-403

Current Data Parameters

NAME Mar27-2012-DPX2
EXPNO 40
PROCNO 1
F2 - Acquisition Parameters
Date_ 20120925
Time 10.44
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG z 3!
65536
cpcl3
244

4
11990.407 Hz
0.182959 Hz
2.7329011 sec
40.3
41.700 usec
6.00 usec
0.0 K
00000000 sec
03000000 sec
89999998 sec
00000000 sec
01500000 sec

coroN

= CHANNEL f1
1

6.30 usec
-6.00
50.3277608 MHz

== CHANNEL £2 =
CPDPRG2 waltz16
Nuc2 1H
PCPD2 100.00 usec
PL2 -4.00 dB
PL12 18.00 dB
PL13 22.00 dB
SF02 200.1308005 MHz

F2 - Processing parameters



VIP—-403

Ppm
65
Current Data Parameters
NAME VIP 403 20.04.12
EXPNO 281
PROCNO 1
L) F2 - Acquisition Parameter
4~ 70 Date_ 20120422
° Time 12.34
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
1024
0 SOLVENT
NS
75 Ne
@ 2857.143 Hz
FIDRES 2.790179 Hz
AQ 0.1792500 se
RG 205
@ nq DW 1756030 us
DE .00 us
80 TE 01.9 K
S cNsT2 145.0000000
D do 0.00000300 se
D1 144879997 se
aa o.
dil 0.
dis 0.
ple o
85 D24 0.
DELTA 0.
DELTA1l 0.
DELTA2 0.
DELTA3 0.
INO 0.00004000 se
ST1CNT 128
ZGOPTNS
50 48 46 44 42 40 38 36 34 32 30 28 26 ppm
OH OBn
BnO S VIP-403
OBn
ppm
b o
3 -
E 20
. |
3 o9 Current Data Parameters
NAME VIP 403 20.04.12
EXPNO 281
40  procno 1
F2 - Acquisition Parameter
Date_ 20120422
Time 12.34
60  INSTRUM spect
o PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
o £ €| 2 ™D 1024
pot= g SOLVENT cpc13
. ® NS 8
g 80 bos o
2857.143 Hz
FIDRES 2.790179 Hz
AQ 0.1792500 se
RG 2050
W 175.000 us
100 o 6.00
TE 01.9
cNsT2 145.0000000
do 0.00000300
D1 1.44879997
120 a4 0.00172414
a1l 0.03000000
e d13 0.00000400
7 D16 0.00020000
D24 0.00086207
—3 : DELTA 0.00127920
140  perra1 0.00120800
DELTA2 0.00006207
3 DELTA3 0.00052414
< INO 0.00004000
STicNT
ZGOPTNS
8 P 6 5 4 3 2 1 0 ppm

HSQC Spectra of 13a



VIP 406

5.2825
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Current Data Paramete:
NAME vip 406 02.0.
EXPNO 1
PROCNO

SOLVENT coc.
NS
DS
SWI 6188.1
FIDRES 0.0944
AQ 5.29535
RG
DW 80.81
DE 6.
TE 297
D1 1.000000¢
TDO

CHANNEL f£1 =
11.¢

=)
300.13185.

T T T T T T imxngm
5.0 4.5 4.0 3.5 3.0 2.5 ppm 4
sF 300.13001
WDW 1
g e 9| oo | < o | oy | = SsB
A 2 2 ° [ E B E LB 0.
I o4 | o o sl o3| - GB
BC L]
N ONNNANTMMONANONAYMNNATAVMNOTINDMAOTTHONMT O
AN TN Y MO T T O NN ONONNPANMIROHMONNCANOMATMO W
AT OO NTIMN A DIMNARNMVONNNODVITMNODO A NS DN Ml O N
MANNNAAAAA OOV NNTTTITMNMMMMOAOO~VOOVOLOONYW
RN NN NN NN I T T T I I TTTTTTTTTTTMMMM MMM MMM NN

— 0.0730
~———0.0000

N e—s\g=——

Current Data Paramete:

ClCHzSOzo OBn NAME vip 406 oz,gr
BnO

F2 - Acquisition Para:
te_ 201204¢
17.

X
N Date
OBn el

PL1 =10
SFO1 300.13185.
T T T T T T T T T T g - Processing p-;al_;-
9 8 &} 6 4 > 0 o
oo sF 300.13001/
WDW 1
£q (0| [~ (o || O SSB
2 BN M 3 L -
P 11

'H NMR Spectrum of l4a



137.51
137.32
137.00
128.68

128.61

<

128.53
128.26
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54.41
29.88
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X
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T
150

T
140

T
130

T T T
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13C NMR Spectrum of 14a

VIP-406

Current Data Parameters

NAME VIP 406 10.04.12
EXPNO 30
PROCNO 1
F2 - Acquisition Parameter
Date_ 20121009
Time 16.51
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG 2gpg30
65536
cpcl13
319

4
11990.407 Hz
0.182959 Hz
2.7329011 se

50.8
41.700 us

6.00
0.0 K
00000000 se
03000000 se
89999998 se

00000000 se
01500000 se

coroNn

CHANNEL f£1

-6.00
50.3277608
CHANNEL £2
waltzlé

1H

ERRRE

59



ppm

55

—60

65
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—80
D
-85
T T T T T T T T T
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CICH,S0,0  OBn
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A
OBn
x ppm
i 0
4
1 20
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60
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i 100
120
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HSQC Spectra of 1l4a

VIP-406LS

Current Data Parameters
NAME VIP 406 LS 4.5.12
121

EXPNO
PROCNO
F2 - Acquisition Parameter
Date_ 20120504
Time
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsgcetgpsi2
TD 1024
SOLVENT cpci3
NS 2
DS 16
SWH 2659.574 Hz
FIDRES 2.597241 Hz
AQ 0.1925620 se
RG 2050
DW 188.000 us
DE 6.00 us
TE 298.6 K
CNST2 145.0000000
do 0.00000300 se
D1 1.43548799 se
da 0.00172414 se
d11 0.03000000 se
d13 0.00000400 se
D16 0.00020000 se
D24 0.00086207 se
DELTA 0.00127920 se
DELTAL 0.00120800 se
DELTA2 0.00006207 se
DELTA3 0.00052414 se
INO 0.00004000 se
ST1CNT
ZGOPTNS
======== CHANNEL f1 ======
Nucl 1H
P1 11.60
p2 23.20
P28 1000.00
PL1 -1.00
sFo1 300.1311702
======== CHANNEL £2 ======
CPDPRG2 garp
Nuc2 13c
P3 8.70 us
VIP-406LS

Current Data Parameters

NAME VIP 406 LS 4.5.12
EXPNO 121
PROCNO

F2 - Acquisition Parameter:
Date_ 20120504
Time 15.08
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqgcetgpsi2

TD 1024
SOLVENT CDC13

NS 2

DS 16
SWH 2659.574 Hz

2.597241 Hz
0.1925620 sec

2050
188.000 usc
6.00 us«
298.6
145.0000000
00000300 sec
43548799 sec
00172414 sec
03000000 sec
00000400 se¢
00020000 sec
00086207 sec
00127920 sec
00120800 sec
00006207 sec
00052414 sec
00004000 sec

=

0OOOOCOOOOOHO

CHANNEL f1

11.60 us«
23.20 use
1000.00 usc




VIP-404
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— 4.5910
— 4.5026

W22

Current Data Parameters
VIP 404 23.03.1Z
EXPNO 1061

PROCNO 1
F2 - Acquisition Paramete
Date_ 20120324
ime
INSTR spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930
65536
SOLVENT c13
ns 16
ps 2
s 6188.119 &
FIDRES 0.094423 &
A 5.2953587 «
Dw 80.800 1
DE 6.00 ¢
E 296.8 ¥
b1 1.00000000 ¢
D0

11.60
-1.00
300.1318534

F2 - Processing paramete:
s1 327,

sF 300.1300130 »
woW EM
T T T T T T T T ssB o
6 4.4 4 3.6 3.4 3:2 3.0 2.8 ppm LB 0.30 ¢
o

T T
4. 2 4.0 3.8
GB
pC 1.00
(g 0 o 1t o =t
3| |18 S S t] 3| [
| | o o < ] [

VIP-404

o <o CVNNOHVOVRONVNHONTHINHCVWVONNM®D o
o m® HNTOVITVNDMVAHONNDOAOVENOVOMECITVRHY O
o m OONMMANOTYTMOOMAHNARLTMMHODAHOOANNITMM®D 10
Mo~ NNOOCOCOWVNAFVLVLVNNNNITINNNHHHHH®D O
~rere TETLLLTOMMAMMMOMOMNIMAMIMMMIMNIMMAMO O

OTBS Current Data Parameters

NAME VIP 404 23.03.1Z

BnO._\_ o =2

= F2 - Acquisition Paramete
ate 201

OBn pate_ 20324
Time 6.49
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2g30
™ 65536
SOLVENT cpc13
NS 16
Ds 2
SWH 6188.119 &
FIDRES 0.094423 &
aQ 5.2953587 ¢
RG 64
DW 80.800 t
DE 6.00 1
TE 296.8 b
D1 1.00000000 ¢
DO 1
P1 11.60 1
PL1

-1.00 ¢
SFO1 300.1318534 »

F2 - Processing paramete:
32

SI 768
SF 300.1300130 »
WDW EM
T T T T T T T T SsB 0
7 6 5 4 3 2 1 0 ppm L8 0.30 ¥
GB 0
PC 1.00
- o] [nla|l|(o| o )
- olo| [oleflo|le|e o o
S afeu| [t e e |t [ o o

'H NMR Spectrum of 10b



VIP-404

o~
< o~ LWV OO o n o
SR MON©® Voo o - ©
© ~ ~ aie TRt 5 s 3 % o
KN MM oo w0 - -
— e~~~ ©w;wn ~ T
\ V/ ‘ \ / ‘ Current Data Parameters
NAME VIP 404 28.03.12
EXPNO 30
PROCNO 1
F2 - Acquisition Parameters
Date_ 20120926
Time 12.33
INSTRUM spec
PROBHD 5 mm Dual 13C/
PULPROG dept135
™D 65536
SOLVENT cpci3
Ns 512
ps a
swa 11990.407 Hz
FIDRES 0.182959 Hz
aQ 2.7325011 sec
RG 4.6
bw 41.700 usec
DE 6.00 usec
TE 0.0
cNsT2 145.0000000
b1 2.00000000
az 0.00344828
aiz 0.00002000
I “ DELTA 0.00000802
MCREST 0.00000000
v 0.01500000
pa
PCPD2 100.00 usec
PL2 -4.00 aB
PL12 18.00 aB
sFoz 200.1308005 MHz
F2 - Processing parameters
s1 32768
SF 50.3227219 Muz
wow
T T T T T T T T et o
140 120 100 80 60 40 20 0 ppm a 300
pc 1.40
VIP-404
NHaLLL
PEEEE TS Mo~ nwo ® o 0~
L MENRn0NR o <o
PO DN E . 3
MO NNNN NS 0w © e
i NS 8 A vy

-
=
)
Vi
X

g

Current Data Paramete:

NAME VIP 404 23.0
EXPNO 10¢
PROCNO

F2 - Acquisition Para
Date_ 201203
BnO Time 6.
M O H INSTRUM
)

OBn PULPR zgpg
™D 655
SOLVENT CDC.
NS 10,
DS
SWH 18028.8
FIDRES 0.2750
AQ 1.81758
RG 12
DW 277
DE 6.
TE 297
D1 2.000000
d11 0.030000:
DELTA 1.899999
DO

CHANNEL f1 =
1

8.

371

75.47529!

= = CHANNEL f2 =:

1 CPDPRG2 waltz
NUC2

PCPD2 80.1

PL2 =1

P12 170

T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

13C NMR Spectrum of 10b



VIP-404

HSQC Spectra of 10b

ppm
50
— s> 55 Data Paramet
B ((®)) NAME VIP 404 30
EXPNO
PROCNO
F2 - Acquisition Pa:
60 Date_ 2012¢
Time 1«
—_J INSTRUM sp
PROBHD 5 mm QNP 1F
PULPROG hsgcetgy
D 3
65
70
— G
75
—3 @ q
80
85
.8 4.6 4.4 4.2 4.0 3.8 3.6 3.4 3.2 3.0 ppm
BnO OH
OBn VIP-404
ppm
-
) o
10
.
. 20
Current Data Paramet
. NAME VIP 404 30.
>+ 30 EXPNO
PROCNO
40 F2 - Acquisition Pai
Date_ 2012(
. Time 1
50 INSTRUM st
— PROBHD 5 mm QNP 1F
b P PULPROG hsqcetgy
— - © TD 1
70
— o ¢ P .
o . - 80
90
100
110
- 120
'
_—
L 4 130
140
150
8 7 6 5 4 3 2 1 0 -1 ppm
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VIP-405
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Current Data Parameters
NAME VIP 405 27.03.12
60

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20120327
Time 13.25
INSTRUM ect
PROBHD 5 mm QNP 1H/13
PULPROG zg30
TD 65536
SOLVENT cpci3
NS
DS o
SWH 6188.119 Hz
FIDRES 0.094423 Hz
aQ 5.2953587 sec
RG 45.2
DW 80.800 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
c £1
NUC1 1n
P1 11.60 usec
PL1 -1.00 4B
sFo1 300.1318534 MHz
F2 - Processing parameters
sI
SF 300.1300139 MHz
T T T T T T T T T WDW EM
4.4 4.2 4.0 3.8 3.6 3.4 3.2 3.0 ppm SsSB o
LB 0.30 Hz
= o = B
S 23 = PC 1.00
— < I

e MM NN @O MOEONNNAEON AT A YA n ™ VIP-405
D8 SNNOMArNBANENMOMENONNMMMENOTRAND o
SAM SORTNTMHONOARWINHNALNMANIRADG~OWN®D ©
A8 T8RS TSC58C0hnnnnne s e raNNdNAdnH® o
FEN YT TTYTMMMMMMMMOnNMmMMmMnmMmmEanno o
Current Data Parameters
NAME VIP 405 27.03.12
EXPNO 60
PROCNO 1
OTBS F2 - Acquisition Parameters
Date_ 20120327
Time 13.25
BnO INSTRUM spect.
~ Cl PROBHD 5 mm QNP 1H/13
o) PULPROG zg30
~ 65536
OBn SOLVENT cpc13
NS 8
DS
SWH 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 45.2
DW 80.800 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
DO 1
£1
NuC1 1H
P1 11.60 usec
PL1 -1.00
A sFo1 300.1318534 MHz
F2 - Processing parameters
s 32768
SF 300.1300139 MHz
T T T T T T T T WoW M
10 8 7 5 3 2 1 0 ssB 0
LB 0.30 Hz
e~ = i | o 00 £ R 0
3 S 3 |9 [& S E3 PC 1.00
o £ B 1 1 on o
=

'H NMR Spectrum of

11b
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VIP-405

13C NMR Spectrum of 11b

Nwo T O
1 O © © -~ N -~ o~ o ™ =l
ae e e - ™o ~ o ~ © o - ©
© S Ss R - - - ..
NN N ®M o = - o © - <
P [ o b s~ 010 - N~ [
Current Data Paramef
NAME May18-201
EXPNO
PROCNO
F2 - Acquisition Parameter
pate_ 20121116
15.38
spec
5 mm Dual 13/
dept135
65536
cpcl3
146
4
11990.407 Hz
0.182959 Hz
2.7329011 se
l | { 41.700 us
' 6.00 us
0.
145.0000000
2.00000000
0.00344828
0.00002000
0.00000802
0.00000000
0.01500000
CHANNEL f£1 =
13c
6.30 us
12.60 us
-6.00
50.3277608 MH
=s===== CHANNEL £2 ======
CPDPRG2 waltzlé6
Nuc2 1H
T T T T T T T T T T T T T ;i 15330 e
130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm :gnz
PL12
SFo2
VIP-405
HONNONHT®OM®
NMMENN®ON NMOOoO®OWWVWOoOW M o ~eoo SR
LN W HOoOSANMOO ~ ~ @O ™ < ©
©0NN®®DIMNIN N~ . o e ey o o p oy
MOOMONNNNNN OO H S -« a0 SR
Herd e A A [l il ol S o S R -« NN |
Current Data Parameters
NAME VIP 405 13.04.
OTBS EXPNO 290
PROCNO 1
BnO Cl F2 - Acquisition Parame
Date_ 20120413
Time 23.10
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2gpg30
65536
SOLVENT cpc13
NS 512
DS 4
SWH 18028.846
FIDRES 0.275098
AQ 1.8175818
RG 12.7
DW 27.733
DE 6.00
TE 298.7
D1 2.00000000
d11 0.03000000
DELTA 1.89999998
TDO 1
CHANNEL f1
13c
8.70
-3.00
75.4752953
CHANNEL f2 ===
waltz16
1H
80.00
-1.00
( i 17.00
" " 21.00
SFO2 300.1312005
T T T T T T T T T T T T T T T T F2 - Processing paramet
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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HSQC Spectra of 11b

VIP-405

Current Data Parameters
NAME VIP 405 4.5.12
EXPNO
PROCNO
F2 - Acquisition Paramet
Date_ 20120504
Time 15.29
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
™ 1024
SOLVENT cpc13
NS 2
DS 16
2824.859
FIDRES 2.758651
aQ 0.1812980
RG 2050
DW 177.000
DE 6.00
TE 298.5
CNST2 145.0000000
do 0.00000300
D1 1.44675195
a4 0.00172414
di1 0.03000000
a13 0.00000400
D16 0.00020000
D24 0.00086207
DELTA 0.00127920
DELTA1 0.00120800
DELTA2 0.00006207
DELTA3 0.00052414
INO 0.00004000
STiCNT 128

PL1 -1.
sFo1 300.1311542
= CHANNEL £2
CPDPRG2

VIP-405

Current Data Parameters
NAME VIP 405 4.5.12

EXPNO

PROCNO 1
F2 - Acquisition Paramet
Date_ 20120504
Time 15.29
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
TD 1024
SOLVENT cpcl3
NS 2
DS 16
SWH 2824.859
FIDRES 2.758651
AQ 0.1812980
RG 2050
DW 177.000
DE 6

TE

CNST2 145.0000000
do 0.00000300
D1 1.44675195
d4 0.00172414
di1 0.03000000
dis 0.00000400
D16 0.00020000
D24 0.00086207
DELTA 0.00127920
DELTAl 0.00120800
DELTA2 0.00006207
DELTA3 0.00052414
INO 0.00004000

Pl 11.60
p2 23.20
P28 1000.00
PL1 -1.00
sFo1 300.1311542

CHANNEL f2 =
qarp
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OBn
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3.7478
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3.6960
3.5764
3.5623
3.5434
3.5289
3.1568
3.1341

2

4617

2.4550
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1.00

T
T
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0.0005
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'H NMR Spectrum of 12b

5.25
1.06

'S
2.07
1.09
1.01

w
1.00

.

9.03

o

6.11

VIP-407

Current Data Parameters
NAME VIP 407 01.06.11
110

EXPNO
PROCNO
F2 - Acquisition Parameters
Date_ 20120601

ime 16.34
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zg.
D 65536
SOLVENT cpc
NS 16
DS

6188.119 Hz
FIDRES 0.094423 Hz
aQ 5.2953587 sec
RG 32
DwW 80.800
DE 6.00
TE 300.0
D1 1.00000000
TDO 1
£1

NuC1 1H
P1 11.60
PL1 -1.00
sFo1 300.1318534 MHz

F2 - Processing parameters

s1 32768
SF 300.1300198 MHz
WDW EM
ssB [
LB 0.30 Hz
GB o
BC 1.00

VIP-407

Current Data Parameters
NAME VIP 407 01.06.11
EXPNO 110
PROCNO 1

F2 - Acquisition Parameters
20120601
16.34

spect
PROBHD 5 mm QNP 1H/13

PULPROG zg30
D 65536
SOLVENT cpc13
NS 16
DS 2
6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 32
DW 80.800
DE 6.00
TE 300.0
D1 1.00000000
TDO 1
£1
1H
11.60

-1.00
300.1318534
ing parameters
32768
300.1300198 MHz
EM
0
0.30 Hz
o

PC 1.00
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VIP-407
P
39838 o coam w @ 2w
PORE % 8380 8 S ]2
cose E yad > d :
S888K N wmaod o w B
AN § =IR8F g g TY
Current Data Parameters
NAME VIP 407 01.06.11
EXPNO 112
PROCNO p 3
F2 - Acquisition Paramete
Date_ 20120601
Time 17.07
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG dept135
TD 65536
SOLVENT cpcl3
NS 256
DS 4
SWH 18028.846 B
FIDRES 275098 B
AQ 1.8175818 s
RG 205
DW 27,733 ©
DE 6.00 u
TE 300.0 K
CNST2 145.0000000
T D1 2.00000000 s
d2 0.00344828 s
di2 0.00002000 s
DELTA 0.00001108 s
0 1
T T T T T T T T T T T T T T T T
140 130 120 110 100 S0 80 70 60 50 40 30 20 10 o PPm
VIP-407
amncNon®
mBAnAO® wdvorOAMNN ne ® on
2I3RLSA3AR 28 A ar
DD O® DN o S B e ot L .
MONNNNN NNNRGTMN M an @ <
bbb BRFFRERNRG I8 A 1]
Current Data Parameters
NAME VIP 407 31.05.
EXPNO 10
PROCNO 1
F2 - Acquisition Parame
Date_ 20121129
Time 15.43
TBSO OH INSTRUM spect
PROBHD 5 mm Dual 13C/
O PULPROG e 130
™ 65536
Bn SOLVENT €pC13
i X NS 115
= Ds 4
OBn swi 11990. 407
FIDRES 0.182959
aQ 2.7329011
RG 64
oW 41.700
e 6.00
™ 0.0
D1 2.00000000
a1l 0.03000000
DELTA 1.89999998
MCREST 0.00000000
MOWRK 0.01500000
1
| | PL1 -6.00
s¥o1 50.3277608
E— L £2 ===
T T T T T T T T T T T T T T T T T T T T T CPDPRG2 waltzl6
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm  NUC2 1w

13C NMR Spectrum of 12b
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HSQC Spectra of 12b

140

ppm

VIP-407

Current Data Paramet
NAME VIP 407 01
EXPNO
PROCNO

F2 - Acquisition Pa:
Date_ 2012(

Time

INSTRUM sp
PROBHD 5 mm QNP 1f
PULPROG hsqcetgy
™D E;

23
P28 100¢
)

sFo1 300.1313

======== CHANNEL f2
CPDPRG2 <

VIP-407

Current Data Paramet
NAME

VIP 407 01
EXPNO
PROCNO
F2 - Acquisition Pa:
Date_ 2012(
Time 1¢
INSTRUM st
PROBHD 5 mm QNP 1f
PULPROG hsqcetgy
TD 1
SOLVENT c
NS
DS
s 2906
FIDRES 2.83¢
aQ 0.1762
RG H
W 172
DE ¢
TE
CNST2 145.000¢
do 0.0000(
D1 1.4518°
d4 0.0017:
di1 0.0300(
d13 0.0000(
D16 0.0002(
D24 0.0008¢
DELTA 0.0012
DELTA1 0.0012(
DELTA2 0.0000¢
DELTA3 0.0005:
INO 0.0000¢
ST1CNT
ZGOPTNS
======== CHANNEL f1
NuUC1
31 11
p2 2:
P28 100(
PL1 -1
sFo1 300.1311

======== CHANNEL f2
CPDPRG2 ¢
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VIP-409-A

Current Data Parameters

NAME VIP 409 A 21.05.:
EXPNO 90
PROCNO 1

F2 - Acquisition Paramete)
Date_ 20120521
T 11.39
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zg3|
65536
SOLVENT cpci3
0

7211.539 H:

0.110039 H:
4.5438795 sc

69.333 u:
6.0

300.0
1.00000000 sc
1

-1.00 ai
300.1318534 Mi

SFO1
F2 — Processing parameter:
s1 2768
sF 300.1300175 M
wDw EM
sSsB ]
L8 0.30 m:
T T T T T T T T T T T o 9
5.2 ° a.8 4.6 4.4 4.2 ° 3.8 3.6 3.4 3.2 3.0 2.8 2.6 2.4 ppm °C 100
5 ) 5 S| &y S
i o o & |~ B
TOVNHM AN TODOLTDENOICONMTIOMADMNANCONNM NN D W o
SONATN BOONSEMMMENYN ROl T NOLNOREROBANG T S VIP-409-A
SSUS3Y AR R R NNR OO NN IO NdTNo N O NANA® oD Mmoo 3
AMNRAN OO ONNNNNAN e T T TN BB~ ©OBO BN 000 S0 D 3
FREERRN S e T T I I I T T T TMNmaMmmmmmmmmnmmna S~ o
OH OBn Current Data Parameters
NAME VIP 409 A 21.05.:
EXPNO 90
BnO PROCNO 1
z % F2 - Acquisition Paramete;
~ Date_ 20120521
OBn Time 11.39
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zg30
D 65536
SOLVENT cpc13
NS 8
DS 0
SWH 7211.539 H:
FIDRES 0.110039 H:
aQ 4.5438795 s«
RG 64
DW 69.333 us
DE 6.00 ut
TE 300.0 K
D1 1.00000000 s¢
TDO 1
CHANNEL f£1
1H
11.60 ut
-1.00 a
300.1318534 M
F2 - Processing parameter:
ST 32768
SF 300.1300175 M
WDW EM
ssB 0
LB 0.30 H:
GB 0
T T T T T T T T T T T T T T T T 1 pc 1.00
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 0.5 0.0 ppm
- i o <([ofle o
= & |= > [S]e S
o £51 I P c{—c-—a -
=

'H NMR Spectrum of 13b
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VIP-409-A

vowoaa
RS38aAR coacurw
RARTSIES
B o ©s s rowEa%e
SIISSS Swmddos
Sa38an SEREFRR

Current Data Parameter:
NAME VIP 409 A 28.

¢
EXPNO 93¢
PROCNO E
F2 - Acquisition Parame
pate_ 2012052¢
Time 4.3:
INSTRUM spect
PROBHD 5 mm QNP 1H/1:
PULPROG dept13:
D 6553¢
SOLVENT epc1:
NS 25¢
L L ps .
i g SwH 18028.84¢
FIDRES 0.27509¢
aQ 1.817581¢
RG
oW 27.73:
DE 6.0(
TE 299.¢
cNsT2 145.000000(
D1 2.0000000(
az 21

150 140 130 120 110 100 90 80 70 60 50 40 30 20 10  ppm

VIP-409-A
.
RERZTIASE T ——
Slmbs i CELLLEE P
it 188]R3A2SR8E
gnsssasas bR
28358888585 RSrCEfsridne
s ks pacemnes
NAME VIP 409 A 28.05.12 car
EXPNO 980
PROCNO
F2 - Acquisition Parameters
Date 20120529
= o
- =
PROBHD 5 mm QNP 1H/13
s, w2
5 ]
SOLVENT c€pc13
OH OBn = =
4
SWH 18028.846 Hz
FIDRES 0.275098 Hz
BnO z S S
3

4

OBn o1 2.00000000

nuc1 13¢
Pl 8.70

PL1 -3.00
s¥o1 75.4752953
m=msss=s CHANNEL £2 ===
CPDPRGZ waltz16
nucz 18
PCPD2 80.00 usec
PL2 -1.00 aB
Pr12 17.00 dB
PL13 21.00 dB
s¥o2 300.1312005 MEz

75.4677424 MEz
EM
o
1.00 He

i i T

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

13C NMR Spectrum of 13b
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HSQC Spectra of 13b
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ppm

VIP-409-A

Current Data Parameter:
NAME VIP 409 A 31.(
EXPNO 97:

PROCNO
F2 - Acquisition Parame
Date_ 2012053:
Time 19.5:
INSTRUM spect
PROBHD 5 mm QNP 1H/1!
PULPROG hsqcetgpsi:
TD 102+
SOLVENT cpcl:
NS 3
DS 1
SwWH 3311.25¢
FIDRES 3.23365:
AQ 0.154674(
RG 205¢(
DW 151.00¢
DE 6.0(
TE 2972
cNsT2 145.000000¢
do 0.0000030¢
D1 1.4733760+
d4 0.0017241+
d11 0.0300000¢
di13 0.0000040(
D16 0.0002000¢
D24 0.0008620"
DELTA 0.0012792(
DELTA1 0.0012080(
DELTA2 0.0000620"
DELTA3 0.0005241«
INO 0.0000400¢
ST1CNT 12¢
ZGOPTNS

======== CHANNEL f£1 ==:
1 1

P1 11.6¢
p2 23.2(
P28 1000.0¢
PL1 —1.0(
sFo1 300.131126¢

= CHANNEL £2 =

VIP-409-A

Current Data Parameter:
NAME

VIP 409 A 31.(
97

EXPNO

PROCNO

F2 - Acquisition Param«
Date_ 2012053:
Time 19.5:2
INSTRUM spect
PROBHD 5 mm QNP 1H/1:
PULPROG hsqcetgpsii
TD 1024
SOLVENT CDC1:
NS H
DS 1
SWH 3311.25¢
FIDRES 3.23365:
AQ 0.154674(
RG 205(
DW 151.00¢
DE 6.0(
TE 297.:
CNST2 145.000000¢
do 0.0000030¢
D1 1.4733760¢
d4 0.0017241«
dil 0.0300000¢
di3 0.0000040¢
D16 0.0002000¢
D24 0.0008620"
DELTA 0.0012792¢(
DELTAl 0.0012080(
DELTA2 0.0000620"
DELTA3 0.0005241«
INO 0.0000400(
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Current Data Parameters
NAME VIP 411 01.06.12
100

EXENO
PROCNO 1

F2 - Acquisition Parameters
Date. 20120601
Time 15.53
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930

™ 65536
SOLVENT cpc13

NS 16

ps 2
FIDRES

AQ

RG

W

DE

TE 300.0

b1 1.00000000 sec
TDO 1

==mmmm== CHANNEL £l =s=m===x
c1 1H
11.60 usec
-1.00 dB
300.1318534 MHz

ing parameters
32768

T T 300.1300139 MHz
5.3 5.2 5.1 5.0 4.9 4.8 4.7 4.6 4.5 4.4 4.3 4.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 ppm EM

T T H K T

0
0.30 Hz
0

1

1.00

1.02
0
2.02

VIP-411

7.3172

IS
o
o
na
~

R\

7.2923
7.2357
5.2336
5.2223
5.2105
5.1988
5.1879
4.8440

CEMArMYINYOrNROTND DS
SOORAORAOVIVOVANAMNOD N
CMASFEMeYORNAVeTTNNLOCLY
BN POONNTTITNNNNCOOS®N~
T I YT I T TITTTTTITIIMAM

37322
3.7038
3.6925
2.5702
2.5644
0.0000

Current Data Parameters
NAME IP 411 01.06.12
EXPNO 100
PROCNO 1

F2 - Acquisition Parameters
Date_ 20120601
Time 15.53
INSTRUM spect
PROBHD 5 mm QNP 1H/13

ClCstOZO OBn PULPROG 2g30

™ 65536
SOLVENT cpcl13
BnO NS 16
4 \ DS 2
AN SWH 6188.119 Hz
= FIDRES 0.094423 Hz
OBn g L% 2953587 sec
DW 80800 usec
DE s 00 <
TE K
D1 Luunnoooo sec
TDO 1
CHANNEL f1
10
11.60 usec
-1.00 dB
300.1318534 MHz
F2 - Processing parameters
s1 32768
SF 300.1300139 MHz
WDW EM
ssB 0
1B 0.30 Hz
GB 0
BC 1.00

0:
415
4.10
1.09
1.0

0;

[

'H NMR Spectrum of 14b



128.67
128.57
128.46
128.43
128.24
128.18
128.14
128.05

74.17
13.63

—T.07

=

68.84
68.67
—54.35

TRt
T
"

[
lll

137.45
136.94
128.68
128.58
128.46
128.25
128.18
128.15
128.06

77.20

I\t

VIP-411

Current Data Parameters
NAME VI

P 411 01.06.1

EXPNO 102
PROCNO 1
F2 - Acquisition Parame
pate 20120601
Time 16.27
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG dept135
D 65536
SOLVENT cpci3
NS 256
DS a
swH 18028.846
FIDRES 0.275098
aAQ 1.8175818
RG 20!
W 27.733
DE

TE

=

VIP-411

Current Data Parameters
NAME

VIP 411 31.05.12
30

Hz
Hz

us

EXPNO

PROCNO 1
F2 - Acquisition Parameter
Date_ 20121129
Time 15.21
INSTRUM spec
PROBHD 5 mm Dual 13C/
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 229
DS 4
SWH 11990.407
FIDRES 0.182959
AQ 2.7329011
RG 90.5
DW 41.700
DE 6.00
TE 0.0
D1 2.00000000
dll 0.03000000
DELTA 1.89999998
MCREST 0.00000000
MCWRK 0.01500000

T T
100 80 60

13C NMR Spectrum of 14b

CHANNEL f2
CPDPRG2 waltzlé
NUC2 1H
PCPD2 100.00
PL2 -4.00
PL12 18.00
PL13 22.00
SFO2 200.1308005

ERRRE



ppm

50

55

60

65

70

75

80

85

0

o

. )

-

2:8

HSQC Spectra of 14b

PP

20
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140
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ppm

VIP-411

Current Data Parameter
IAME

N; VIP 41
EXPNO
PROCNO

1 01.06
10

F2 - Acquisition Param
2

Date_
Time
INSTRUM

012060

spec
PROBHD 5 mm QNP 1H/1
PULPROG hsqcetgpsi

102

0

145

ocooooooococokroO

VIP-411

Current Data Parameter
NAME VIP 411 01.06

EXPNO 10
PROCNO

F2 - Acquisition Param
Date_ 2012060
Time

INSTRUM spec
PROBHD 5 mm QNP 1H/1
PULPROG hsqcetgpsi
™D 102
SOLVENT cpcl
NS

DS 1
SWH 3048.78
FIDRES 2.97732
AQ 0.167986
RG 205
DW 164.00
DE 6.0
TE 300.
CNST2 145.000000
do 0.0000030
D1 1.4600640
a4 0.0017241
di1 0.0300000
a13 0.0000040
D16 0.0002000
D24 0.0008620
DELTA 0.0012792
DELTA1 0.0012080
DELTA2 0.0000620
DELTA3 0.0005241
INO 0.0000400

CDC1

1
3048.78
2.97732
.167986

205
164.00
6.0
300.
.000000
0000030
4600640
0017241
0300000
0000040
0002000
0008620
0012792
0012080
0000620
0005241
0000400
12

CHANNEL f1 ==
1



VIP-388

©
3
3
2

a2
Fl
2

4.7720
4.7318
4.6370
4.5903
4.5509
4.5254
4.4852

Current Data Parameters
NAME

vie-388
EXPNO 10
PROCNO 1
¥2 - Acquisition Parameters
Date_ 20110513
Time 3.22
INSTRUM spect
PROBED 5 mm QNP 1H/13
PULPROG 2930
™ 65536
SOLVENT coc13
NS 8

0
6188.119 Hz

AQ 5.2953587 sec
RG 322
oW 80.800 usec
DE 6.00 usec
= 300.0
b1 1.00000000 sec
™0 1

== CHANNEL f1 ===
18

11.60 usec

PL1 -1.00 dB
sFo1 300.1318534 MHz

¥2 - Processing parameters
s1 327

e 300.1300067 Miiz
w0 £

T T T T T T T 25 2

4.5 a4 4.3 4.2 41 4.0 3.9 ppm 2@ 9:30

.0 4.9 4.8 4.7 4.6 an
wr l\‘ l/ l\‘ rC 1.00
o I~ ol = o
g & el el °l

VIP-388
8 wromws wno
3 3h3382 88
5 8888488 R8
a 388838 &8
m +AHdcocceo co
Current Data Parameters
'NAME VIP-388
EXPNO 10
BnO\, PROCNO 1
Acquisition Parameters
20110513
Time
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930
™ 65536
SOLVENT coc13
NS 8
Ds 0
swi 6188.119 Hz
FIDRES 0.094423 Hz
aQ 5.2953587 sec
RG 322
oW 80.800 usec
DE 6.00 usec
E 300.0 K
p1 1.00000000 sec
D0 1
mmmmma== CHANNEL f1 =====s==
NuC1 15
1 11.60 usec
BL1 -1.00 dB
sFo1 300.1318534 MHz
3 IL -
s1 32768
SF 300.1300067 MHz
WDW EM
T T T T T T T T T T 8s8 0
8 7 6 5 4 3 2 1 o PP o 020w
PC 1.00

1.00
13.15
1.99
1.03

'H NMR Spectrum of 15a
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72 - Aoqinition Parummter

2984

faee plittivey

10020046 52
27504808 kx

"

T4 63 92 81 80 75 78 77 % 7% 74 73 7 71 % 63 68 61 6 & 64 & &2 61 60 pm

29.84
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13C NMR Spectrum of 15a

VIP-388

Current Data Parameters

vip-388

us
us

NAME VIP 388 24
EXPNO 2900
PROCNO 1
F2 - Acquisition Parameter
Date_ 20110525
Time 15.45
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgpg30
D 65536
SOLVENT C€DpCl3
NS 512
DS 4
SWH 18028.846
FIDRES 0.275098
AQ 1.8175818
RG 12.7
DW 27.733
DE 6.00
TE 297.4
D1 2.00000000
di1 0.03000000
DELTA 1.89999998
DO 1

PL1 -3.00
SFO1 75.4752953
====s=== CHANNEL f2 ======
CPDPRG2 waltzlé
NuUC2 1H
PCPD2 80.00
PL2 -1.00
PL12 17.00

77



ViP-388
1t ) vie-388

_ ppm Current Data Parase

L

Vie 386 27.05.11
oo = \ [ T —
00 R Ty — Y
Date_ 20130528 118 o 1
§ .6 72 - Acquisitice Paraseter
& by T
o 120 o 3 om o T3
P Tei
- B e
o o
() q ST
j o=
i
LYoo w g
<o D > = ™) - B
s Icad ==
J‘ oxLTAZ
o
(@] " .
a2 e cvems 6 e
b=
B 200089
) 134 o 3003313308
136
77 76 15 74 73 72 14 70 69 ppm

51 50 49 48 47 46 45 44 43 42 41 40 39

N J
VIP-388
Ppm Current Data Parameters
NAME VIP 388 27.05.11
EXPNO 201
0 PROCNO 1
o
F2 - Acquisition Parameters
Date_ 20110528
Time 23.01
o INSTRUM spect
PROBHD 5 mm QNP 1H/13
20 PULPROG hsqcetgpsi2
—3 | | TD 1024
= SOLVENT cpcis
—— NS 2
- v DS 16
3 SWH 2941.177 Hz
40 FIDRES 2.872243 Hz
aQ 0.1741300 sec
RG 18390.4
DW 170.000 usec
DE 6.00 usec
TE 97.4 K
60 CNST2 145.0000000
= do 0.00000300 sec
@ D1 1.45392001 sec
o d4 0.00172414 sec
— o d11 0.03000000 sec
b d13 0.00000400 sec
D16 0.00020000 sec
— 80 D24 0.00086207 sec
DELTA 0.00127920 sec
DELTAL 0.00120800 sec
DELTA2 0.00006207 sec
DELTA3 0.00052414 sec
INO 0.00004000 sec
ST1CNT
100 ZGOPTNS
c £1
Nuc1 1H
Pl 11.60 usec
P2 23.20 usec
120 P28 1000.00 usec
o PL1 -1.00 dB
'¢° SFoOl 300.1312388 MHz
Cl f2
CPDPRG2 garp
NUC2 13c
140 P3 8.70 usec
p4a 17.40 usec
PCPD2 70.00 usec
! PL2
8 7 6 5 4 3 2 1 0 ppm Eoi2 s

HSQC Spectra of 15a



Proton coupled 13C Spectra of 15a

Expanded 3C Spectra of 15a

13C Spectra of 15a
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'H NMR Spectrum of 15b

VIP-400

Current Data Parameters
NAME VIP 400 14.12.11 «
70

EXPNO
PROCNO A
F2 - Acquisition Parameter:
pate_ 20111214
Time 19.45
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2g30
D 65536
SOLVENT cpe13
NS 8
DS o
swr 6188.119 Hz
FIDRES 0.094423
AQ 5.2953587
RG a
W 80.800
DE 6.00
TE 297.5
D1 1.00000000
DO 1

CHANNEL £1

18
11.60 use
~1.00

300.1318534 MH:

sing parameters
32768

300.1300070 MH:
M

o
0.30 Hz
cB o
Bc 1.00
VIP-400

Current Data Parameters
NAME VIP 400 14.12.1
70

EXPNO
PROCNO

F2 - Acquisition Paramet
Date_ 20111214
Time 19.45
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930
™ 65536
SOLVENT cpc13
NS 8
DS 0
SWH 6188.119
FIDRES 0.094423
AQ 5.2953587
RG 4
DW 80.800
DE 6.00
TE 297.5
D1 1.00000000
™0 1
======== CHANNEL f1
Nucl 1H
Pl 11.60
PL1 -1.00
B 300.1318534
F2 - Processing paramete
s1 32768
sF 300.1300070
WDW EM
ss8 0
LB 0.30

80
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13C NMR Spectrum of 15b

VIP-400

Current Data Parameters
NAME VIP 400 13.01.1

EXPNO
PROCNO 1
F2 - Acquisition Paramet.
pate 20120116
Time 12.17
INSTRUM spect.
PROBHD 5 mm ONP 1H/13
PULPROG dept135
™ 65536
SOLVENT cpc13
Ns 512
bs o
swr 18028.846
FIDRES 0.275098
AQ 1.8175818
RG 205
oW 27.733
DE 6.0
TE 300
cNsT2 145.000000
b1 2.00000000
az 0.00344828
a1z 0.00002000
DELTA 0.00001108
o 1

~3.00 .
75.4752953 1

CHANNEL £2 ====

waltz16
18

11.60 *
20

80.00 -

VIP-400

Current Data Parameters
VIP 400 22.12.11
20

EXPNO

PROCNO 1

F2 - Acquisition Parameter:

Date_ 20111222

Time 2.42

INSTRUM spect

PROBHD 5 mm Dual 13C/

PULPROG 2gpg30

TD 65536

SOLVENT cpCcl3

NS 256

DS 4
11990.407 Hz

FIDRES 0.182959 Hz

AQ 2.7329011 sec

RG 7.

W 41.700 usc

DE 6.00 usc

TE 0.0 K

D1 2.00000000 sec

d11 0.03000000 sec

DELTA 1.89999998 sec

MCREST 0.00000000 sec
0.01500000 sec

SFo2

6.30
-6.00
50.3277608

22.00
200.1308005

F2 - Processing parameters
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HSQC Spectra

15b

VIP-400

Current Data Parameters
NAME VIP 400 23.12.11
161

PROCNO 1
F2 - Acquisition Paramete
Date_ 20111226
Time

INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG heqeetgpsi2
™ 1024
SOLVENT coc13
NS 2
DS 16
s 2688.172 0
FIDRES 2.625168 B
aQ 0.1905140 s
RG 2050
oW 186.000 u
DE 6.00 v
TE .0 K
CcNsT2 145.0000000
do 0.00000300
D1 1.43753600
a4 0.00172414
d11 0.03000000
d13 0.00000400
D16 0.00020000
D24 0.00086207
DELTA 0.00127920
DELTAL 0.00120800
DELTA2 0.00006207
DELTA3 0.00052414
INO 0.00004000 s
STICNT 128

18
Pl 11.60 v
p2 23.20 u
p28 1000.00 u
PL1 1.00 ¢

VIP-400

Current Data Parameters
NAME VIP 400 23.12.11
161

EXPNO
PROCNO

F2 - Acquisition Paramete
Date_ 20111226
Time 21.50
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG hsqcetgpsi2
TD 1024
SOLVENT cpcl3
NS 2
DS 16
SWH 2688.172 B
FIDRES 2.625168 B
aQ 0.1905140 s
RG 2050
DW 186.000 u
DE 6.00 u
TE 303.0 K
CNST2 145.0000000
do 0.00000300 s
D1 1.43753600 s
da

di1

di13

D16 0.00020000 s
D24 0.00086207 s
DELTA 0.00127920 s
DELTAL 0.00120800 s
DELTA2 0.00006207
DELTA3 0.00052414
INO 0.00004000
STI1CNT

ZGOPTNS

======== CHANNEL fl =====
NUC1 10

P1 11.60 vu
p2 23.20 u
P28 1000.00 u
PL1 -1.00 ¢
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Current Data Parameters
NAME VIP 408 A 18.05.12
50

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20120518
T4
INSTRUM spect.
PROBHD 5 mm QNP 1H/13
PULPROG zg3

65536
SOLVENT cpei:
NS
ps
E 6188.119 Hz
FIDRES 0.094423 Hz
AQ 5.2953587 sec
RG 44
bW 80.800 usec
DE 6.00 usec
TE 300.0
D1 1.00000000 sec
TDO 1

===m==== CHANNEL fl ========
c1 18

Pl 11.60 usec
PL1 -1.
SFOl 300.1318534 MHz
¥2 - Processing parsmeters
SI 32768
SF 300.1300304 MHz
WDW EM
SSB o
LB 0.30 Hz
. : . . . . : : 18 b
.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 PPm pe 1.00
ol e & o o
el e el e e o
E R R X
2
a N a
3325883 32853355525383038 g VIP-408-A
§EgREas $3o33SHNEERSRARAR g
I58R8RE §3F2358255888888 g
RRRRRRC BRI e e S

Current Data Parameters
NAME VIP 408 A 18.05.12
50

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20120518
Time
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2930
TD 65536
SOLVENT cpc13
NS 8
DS o
SWH 6188.119
FIDRES 0.094423
AQ 5.2953587
RG 144
DW 80.800
DE 6.00
TE 300.0
D1 1.00000000
TDO 1

= CHANNEL f£1 =
NUCl 1H
P1 11.60 usec
PL1 -1.00 dB
SFoOl 300.1318534 MHz

F2 - Processing parameters
sI 32768

SF 300.1300304 MHz
WDW EM
SSB 0
T T T T T T T T T o 030 Hx
GB o
8 7 6 5 4 3 2 1 0 ppm  pe 1.00
o)l o[l oy
S|I5 3|3[ S
il et | o
=

'H NMR Spectrum of 16a
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13C NMR Spectrum of 16 a

VIP-408-A

Current Data Parameters
NAME VIP 408 A 29.06.1
EXPNO 190
PROCNO
F2 - Acquisition Parameter:
Date_ 20120630
Time 18.29
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG deptl135
TD 65536
SOLVENT cpc13
NS 256
DS
SWH 18028.846 Hz
FIDRES 0.275098 Hz
Ao 1.8175818 se
RG
DW 27.733 us«
DE 6.00 us
3.0
CNST2 145.0000000
2.00000000 se
az 0.00344828 se:
diz 0.00002000 se:
DELTA 0.00001108 se:
) 1
£1
NuCl 13c
P1 8.70 us
p2 17.40 us
PL1 -3.00
sFo1 75.4752953 MH
£2
CPDPRG2 waltzl6
NUC2 i
P3 11.60 us;
pa 23.20 us.
PCPD2
PL2
PL12 17.00 dB
sFo2 300.1312005 MH:
F2 - Processing parameters
s 32768
SF 75.4677385 MH
WDW
VIP-408-A

Current Data Parameters

NAME VIP 408 A 22.06.1:
EXPNO 190
PROCNO
F2 - Acquisition Parameter:
Date_ 20121221
Time 11387
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG 2gpg30
D 65536
SOLVENT cpc13
NS 619
DS 4
SWH 11990.407 Hz
FIDRES 0.182959 Hz
AQ 2.7329011 sec
RG 64
DW 41.700 us¢
DE 6.00 us¢
TE 0.0 K
Dl 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999998 sec
MCREST 0.00000000 sec
0.01500000 sec
£1
NUCl 13c
Pl 6.30 us¢
PL1 -6.00 dB
SFol 50.3277608 MH:
CHANNEL £2
waltzlé
1H
100.00 us«
-4.00 dB
18.00 dB
0 dB

22.0
200.1308005 MH:

SFO2

F2 - Processing parameters
32768

SF 50.3227209 MH:
WDW EM
SsB 0
LB 3.00 Hz
GB 0
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VIP—408-A

ppm
Currant Data Paramatars
HAME VvIP 408 A 0E.07.
Eo EXFRO 91
rrocED 1
F2 — isition Paramata
a1 2020706
[ Tima 1239
IRSTRIM spact
55 FROBED £ mm QNF 1H/13
PULFROG hsgratgpaiz
™ 1024
m SOLVENT cpcl3
-] 2
b 18
T0 wm 2024 850 =
FIDRES 2.75B651 B
[ o=y o 0.1812980 =
E 2050
£ D™ 177 000 w
DE £.00 u
?5 TE 9E . K
—_— caarz 145. 00DO00D
—— = 40 0. 00000300 =
o1 1.446751 =
da 0 0MmTZa1a =
80 11 003000000 =
413 000000400 =
D16 0. 00020000 =
n2s 0. 000BE207 =
DELTR 0 00227020 =
DELTAL 0. 00120800 =
85 DELTAZ 000006207 =
DELTAl 0. 00052414 =
1380 000004000 =
STLCHT
ZOOFTRS
conmEr. £1
e 90 freery =
Fl - u
2 2320 =
b1 1000.00 =
PL1 —1.00 d
a5 =FOL 300.1311174 W
CHANNEL £2
CFOFREZ garp
13c
=3 .70 u
51 50 49 48 47 46 45 44 43 42 41 4.0 39 3.8 37 36 ppm =
VIP-408-A

u_ ppm

20

40

60

80

AL
»

|

100

120

-l

140
75 70 65 6.0 55 50 45 40 35 3.0 25 20 15 1.0 0.5 0.0 ppm

HSQC Spectra of 16a

Currant Data Faramotors
HAME VIF 408 R DE.O7.
EXFRO 91
FROCRO 1
Fi - isition Paramata
nabq_m 20120706
Tima 12.38
IHSTRIM spact
FPROBED E mm QWP 1E/13
FULEROG hsgratgpsil
™ 1025
ESOLVENT
RE 2
o8 16
awe 2824 859 B
FIDRES 2.7EBECL B
] 0.1812980 =
RC 205D
oW 177000 u
DE E.00 u
TE 6.9 K
CRET2 14E. 00DDODO
o0 0. 00000300 =
o1 1.44675155 =
da 000172414 =
d11 0.03000000 =
d13 0. 00000400 =
D16 0. 00020000 =
D24 0.000BE207 =
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Glycosidase Inhibition

General Methods are mentioned in the manuscript text. Inhibition potencies of compounds were
determined according to Gunter and Stefan (1986), Li et al (2011) by minute modifications, measuring the

residual hydrolytic activities of glycosidase of the corresponding p-nitrophenyl glycosides in presences of

compounds specterophometrically. Michaelis-Menten plot of Activity versus Substrate concentration for
inhibition and K; were determined by nonlinear regression using data to a competitive inhibition model using
Graph Pad Prism (version 6.01 for Windows, Graph Pad Software, San Diego California (USA).*?

Table 1: List of Enzyme respective substrates, buffer and optimum incubation temperature

S.No | Enzyme Substrate Buffer Incubation
temperature.
1 a-galactosidase (green p-nitrophenyl a-D- | Citrate 25°C
coffee bean) galactopyranoside | phosphate buffer
(50 mM, pH 6.5
2 [S-galactosidase (bovine p-nitrophenyl g-D- | Citrate 30°C
liver) galactosidase phosphate buffer
(50 mM, pH 4.5)
3 Trehalase (porcine kidney) | D-trehalose Sodium acetate | 25 °C
dihydrate buffer (50 mM,
pH 6.5)
4 Amyloglucosidase (A. Starch wheat Citrate 45 °C
niger) phosphate buffer
(50 mM, pH 5.5)
5 a-mannosidase (jack bean) | p-nitrophenyl a-D- | Acetate buffer 25 °C
mannpyranoside (50 mM, pH 4.5)
6 f-glucosidase (almond) p-nitrophenyl -D- | Citrate 37 °C
glucopyranoside phosphate buffer
(50 mM, pH 5.5)
7 a-glucosidase (yeast) p-nitrophenyl a-D- | Citrate 37 °C
glucopyranoside phosphate buffer
(50 mM, pH 6.8)
8 Glucosidase (A. niger) p-nitrophenyl a-D- | Citrate 37 °C
glucopyranoside phosphate buffer
(50 mM, pH 6.8)
9 a-glucosidase (rice) p-nitrophenyl a-D- | Citrate 37 °C
glucopyranoside phosphate buffer
(50 mM, pH 6.8)
10 S-N-acetyl 4-nitrophenyl N- Citrate buffer (50 | 37°C
glucosaminidase (jack Acetyl g-D mM, pH 4)
bean) glucosaminide
11 a-L-fucosidase (bovine 4-nitrophenyl a-L | Citrate 30°C
Kidney) fucopyranoside phosphate buffer
(50 mM, pH 5)
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Table 2: 9% of inhibition of 11 glycosidase by all 4 compounds (17a, 17b, 18a and 18b)

at 400uM and 1000 pM

(% of inhibition at 400uM) ( % of inhibition at 1000uM)

ENZYME 17a 17b 18a 18b 17a 17b 18a 18b
a-galactosidase (green
coffee bean) NI (2.78) | NI (1.7) | NI (0.66) | NI (4.44) | NI (6.55) | NI (6.5) | NI (4.76) | NI (5.88)
p-galactosidase
(bovine liver) NI (6.58) | NI (6.16) | NI (6.66) | NI (1.43) | NI (6.75) | NI (8.05) | NI (5.56) | NI (3.49)
a-glucosidase (yeast)

NI (1.31) | NI (1.18) | NI (0.64) | NI (0.8) | NI(3.26) | NI (1.66) | NI (0.98) | NI (0.97)
a-glucosidase (rice)

(81.53) (84.86) (81.04) (87.78) (86.62) (86.13) (86.12) (93.45)
p-glucosidase
(almond) NI (3.44) | NI(3.18) | NI(3.8) | NI (1.81) | NI (1.48) | NI(13.23) | NI (2.7) NI (2.2)
a-glucosidase (A.
niger) (81.16) (81.96) (80.66) (81.46) (84.26) | (84.63) (84.85) (85.47)
a-mannosidase (jack
bean) NI (2.07) | NI (2.72) | NI (3.51) | NI (3.01) | NI (1.40) | NI (5.95) | NI (4.38) NI (1.4)
Trehalase (porcine
kidney) NI (0.58) | NI (0.54) | NI (0.85) | NI (1.23) | NI (5.05) | NI(4) | NI(1.14) | NI (2.39)
Amyloglucosidase (A.
niger) NI (0.82) | NI (1.17) | NI (0.35) | NI (2.7) | NI (3.41) | NI (2.74) | NI (3.53) | NI (3.97)
p -N- acetyl
glucosaminidase (jack
bean) NI (1.57) | NI (2.53) | NI (1.32) | NI(3.83) | NI (2.09) | NI (6.76) | NI (2.14) | NI((1.04)
a -L-fucosidase
(Bovine Kidney)

NI (0.55) | NI (0.05) | NI (0.04) | (86.15) | NI (0.63) | NI (0.04) | NI (0.98) (91.78)
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Figures A, B, C, D, E, F, G, H and | represent Michaelis-Menten plot of Activity versus Substrate
concentration for inhibition of various enzymes(see methods) by compounds 17a. 17b, 18a and 18b.
The K; were determined by nonlinear regression using Graph Pad Prism (version 6.01 for Windows,
Graph Pad Software, San Diego California USA) These curves show that the inhibition is
competitive. Activity represented absorbance of liberated p—nitrophenol measured at 405 nm.
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17b (K; = 38.40 uM for a-glucosidase (A.niger))
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18a (K; = 15.32uM for a-glucosidase (A. niger) )
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18b ( Kj =138 uM for a-L-fucosidase (Bovine Kidney))
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