ColumnDCM

Pulse Sequence: s2pul
Solvent: CDC13
Ambient temperature

INOVA-300 "inoval"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 4.096 sec

Width 4000.0 Hz

128 repetitions
OBSERVE H1, 299.9468590 MHz
DATA PROCESSING
FT size 32768
Total time 10 min, 53 sec
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Espectro 7. Espectro de RMN de 'H (300 MHz, CDCls) da substincia V. . ; 18



2de34-40CHC 13
Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature .
INOVA-300 *“inoval" o ?

.374
15
115.945

Relax. delay 1.000 sec i'l
Pulse 45.0 degrees |
Acq. time 1.765 sec |
Width 18859.0 Hz

29000 repetitions

OBSERVE C13, 75.4216858 MHz

DECOUPLE H1, 299.9483516 MHz

Power 35 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz |
FT size 131072

Total time 22 hr, 20 min, 32 sec [

190.831
29.646

129

161.257

31.916
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14.079
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Espectro 8. Espectro de RMN de C (75 MHz, CDCls) da substincia V.
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Espectro 9. Espectro de RMN de 'H (300 MHz, CDCl:) da mistura das substincias VI e VII.

Current Data Parameters

NAME Ingrit
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 20061207
Time 16.57
INSTRUM spect
PROBHD 5 mm Dual 13C/
PULPROG 29

1] 32768
SOLVENT coc13

NS 64

0s 0
SNH 3980.892 Hz
FIDRES 0.121487 Hz
AQ 4.1157107 sec
ARG 512

OW 125.600 usec
0E 6.00 usec
TE 300.0 K
Dt 1.00000000 sec

s=smazas CHANNEL f{ ==s=s===

NUC1 1H

P 9.25 usec

PLYL 0.00 @8

SFO1 300.1317728 MH2

F2 - Processing parameters

SI 16384

SF 300.1300092 MHz

WON EM

SSB 0

L8 0.10 Hz

6B 0

PC 1.00

10 NMR plot parameters

cx 23.00 cm

cY 12.50 cm

FiP 10.000 ppm

Fi 3001.30 Hz

FeP -0.500 ppm

F2 -150.07 Hz

PPMCM 0.45652 ppm/cm

HZCM 137.01587 Hz/cm
120
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{ Espectro 10. Espectro de RMN de "°C (75 MHz, CDCls) da mistura das substincias




S4-61AcOEt-chcl3-etoh

Pulse Sequence: sZpul

Solvent: cd3od
Ambient temperature
INOVA-300 "inoval"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 3.734 sec

width 4507.6 Hz

4 repetitions

OBSERVE H1, 299.9480359 MHz
DATA PROCESSING

FT size 65536

Total time 0 min, 28 sec

12 11 10

Espectro 11. Espectro de RMN de 'H (300 MHz, CD;0D) da substéncia VIIL
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74-BOACOEt-chc13-etoh

Pulse Sequence: s2pul

Solvent: CDE}B
Ambient temperature
INOVA-300 “inoval"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acqg. time 0.994 sec
Width 18001.8 Hz
21500 repetitions

O0BSERVE C13, 75.4218892 MHz < < -ow
DECOUPLE H1, 299.9483514 Mz & 4 ISR
Power 38 dB B £
continuously on 9 g -4
WALTZ-16 modulated s T | J
DATA PROCESSING -
Line broadening 1.0 Hz
FT size 65536
Total time 11 hr, 57 min, 34 sec
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’ Espectro 12. Espectro de RMN de *C (75 MHz, CD;0D) da substincia VIII.
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1[3-9]CRHHOLSSHM1

Pulse Sequence:, s2pul
Solvent: CDCI13
Ambient temperature

INOVA-300 "inoval"

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 4.096 sec

Width 4000.0 Hz

4 repetitions
OBSERVE H1, 299.9468590 MHz

DATA PROCESSING
FT size 32768

Total time 0 min, 20 sec

e s T (T T

7

T

Espectro 13, Espectro de RMN de 'H (300 MHz, CDCl3) da substéncia IX.




1delde[3-9])CRHHOLS9HM]

Pulse Sequence: s2Zpul

Solvent: CDC13
Ambient temperature |
INOVA-300 "inoval"

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.765 sec

Width 18859.0 Hz

12500 repetitions

OBSERVE C13, 75.4216960 MHz
DECOUPLE H1, 298.9483516 MHZ |
Power 35 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 1381072

Total time 9 hr, 37 min, 48 sec

I T T T ' Tt T e U e et B P B 4 v e T 1 1 v
I | | I I

; : o :
220 200 180 160 140 120 100 80 60 40 20 ppm
( Espectro 14. Espectro de RMN de "*C (75 MHz, CDCl;) da substéncia IX.
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SM—VRM1-166
Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-300 "inoval"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 4.096 sec

Width 4000.0 Hz

64 repetitions
0BSERVE H1, 299.9468585 MHz
DATA PROCESSING

FT size 32768
Total time § min, 26 sec

Espectro 15. Espectro de RMN de 'H (300 MHz, CDCl;) da substéncia X. 126



13C OBSERVE

Pulse Sequence: s2pul

Solvent: CDC18
Ambient temperature
INOVA-300 "ipoval"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.765 sec

Width 18859.0 Hz

23500 repetitions
0BSERVE C13, 75.4216957 MHz
DECOUPLE H1, 299.9483516 MHz
Power 35 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 18 hr, 6 min, 17 sec

100

. Espectro 16. Espectro de RMN de *C (75 MHz, CDCl;) da substincia X.




