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Figura 41— Expanséo do espectro de RNy 400 MHz do compost&) 1,1,1-Triclorometil-4-fenilmetilamino-3-buten-a12e
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Figura 42— Expanséo do espectro de RWMBDla 100,6 MHz do compost#@)(1,1,1-Triclorometil-4-feniimetilamino-3-buten-ha12e
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Figura 43— Expanséo do espectro de RNy 400 MHz do compostdg) 4-Butilmetilamino-1,1,1-triclorometil-3-buten-2a 12f

Rodrigo Loreto Peres NUQHIMHE



Pagina 122

Anexos
o 0 ™ wn L - B - - B ] DU O P D~ v~ D v (MO~ O ) Current Data Parameters
e ~ Ex b= a-a883 STRCRTIBIIRNESITIIST  wae s4ge3dicd
g 58 ® IRREE @BSRIYYSNRGREe2SD 0N -
8 T % I 1 ‘ : PROCNO
) i k\\s L\\\\;;‘\\\\\\ F2 - Acquisition Parameters
!’ i i Date_ 20040814
Time 11 .17
INSTAUM spect
PROBHD 5 mm Multinu
PULPROG 2g0g30
0 65536
SOLVENT coci3
‘ NS 1827
[+ o
O N SWH 23148. 548 H2
FIDRES ©.353243 Hz
AQ 1 4156276 sec
= BG 32768
CCl Du 21 600 usec
3 2 4 DE 4 .50 usec
1E 200.0 K
1 3 CH3 otz © 00002000 sec
PLIS 26.0C dB
™ 2 00000000 sec
CPDPAGZ waltz1E
FCPUZ2 112.00 usec
NCH, CH, CH, S5F02 400 . 1316005 MHz
NC2 iR
L2 -6.00 dB
PL12 20.00 oB
P1 11 70 usec
Pd(:f1 GE 4 .50 usec
3 SFO1 100 6237964 MHZz
NUC 1 13C
PLY -6.00 0B
G111 0.03000000 sec

i

T
opm 160

F2 - Processing parameters

S1
SF
wOw
558
LB
;]
PC

32768
100 6127756 WMHz
EM
0
1.00 Hz
Q
1.40

10 N plot parameters

cx
Fip
F1
Fep
Bl
POMCM
H2CM

€i C2 cm
185.000 pom
18613.36 Hz
10 .00¢ ppa
1C06 13 H7
8 33333 ppm/cm
83843467 “r/em

Figura 44— Expanséo do espectro de RWMBla 100,6 MHz do compost&) 4-Butilmetilamino-1,1,1-triclorometil-3-buten-a 12f
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Figura 45— Espectro de RMIM a 400 MHz do compostdg) 4-dietillamino-1,1,1-triclorometil-3-buten-2-ori2g
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Figura 46— Expanséo do espectro de RNy 400 MHz do compostd) 4-dietillamino-1,1,1-triclorometil-3-buten-2-ori2g
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Figura 47— Espectro de RMRC a 100,6MHz do compost&) 4-dietillamino-1,1,1-triclorometil-3-buten-2-oi2g
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Figura 48— Espectro de RMM a 400 MHz do compost@) 1,1,1-Triclorometil-4-fenilamino-3-penten-2-ofiaa
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Figura 49— Espectro de RMIRC a 100,6 MHz do compost#)(1,1,1-Triclorometil-4-fenilamino-3-penten-2-ohaa
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Figura 50— Espectro de RMM a 400 MHz do compost@) 1,1,1-Triclorometil-4-(4-fluorfenilamino)-3-pente2-onal3b.
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Figura 51— Espectro de RMRC a 100,6 MHz do compostﬁ)(l,1,1-Tric|orometi|-4-(4-f|uorfeni|amino)-3-pemé:ona13b.
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Figura 52— Espectro de RMIM a 400 MHz do compost@) 4-Benzilamino-1,1,1-triclorometil-3-penten-2-ohac
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Figura 53— Espectro de RMRC a 100,6 MHz do compostZ)(4-Benzilamino-1,1,1-triclorometil-3-penten-2-ohadc.

Rodrigo Loreto Peres

NUQHIMHE



Anexos

Pagina 132

3.510

AN

—

2 145

_= 0,000

n i~ = O = s M
a = G3IZ888
| l\i\j ‘\(//
OH
O HN
{
P
= -
CCly™ 2 7 4 N
1 3 5 OCH, NCH,
! .
I |
$ !
/
!
g .
‘NH
J
N 1 U S
|t I
i [
=g 8|
z k=3 e
£ = ” Ft
ﬁTrr'Tr e r Wﬂ“mm—ﬂrﬂwr'rﬁ‘-‘fq—riivr--.'-
;;, e TR 6 4

4

Figura 54— Espectro de RMM a 400 MHz do compostd) 1,1,1-Triclorometil-4-etanolamino-3-penten-2-dr&d
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Figura 55— Espectro de RMRC a 100,6 MHz do compost&)(1,1,1-Triclorometil-4-etanolamino-3-penten-2-d&d
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| NAME mAge2on ]
i | - NCH3 Iy EXPND 1
PROCK 2004
F2 - Acguisition Parameters
Date _ 20040916
Time 15.02
FINSTRUM spect
PROBHD 5 mm Dual 13
O N 5 PULPROG 29
i1i] 65536
SOLVENT coci3
NS B
ccl Z - :
SwWH B8223.685 K2
3 2 4 5 FIDRES 0.125483 Hz
3 AQ 3.9846387 sec
1 RG 32
O 60.800 use
DE 4.50 use
TE 300.0 K
513 1.06000000 sec
P1 8.00 use
OE 4.50. use
SFOY 400. 1338760 MHE
3 RUCY 1
PL1 -3.00 98
D
F h F2 - Processing parameters
81 16384
SF 400 . 1299996 MH2
(] no
£58 ]
[X:] 0.00 H2
68 [
PC 1.00
10 WMR plot parameters
X 22.00 cm
Fip 9.000 ppm
I ] | ] 3601.17 Hz
- - = F2p -1.050 pom
1 | . ft £2 -420.14 Hz
\ ’ f \ } i l PPMCM 0.45682 ppm
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Figura 56— Espectro de RMM a 400 MHz do compost@) 1,1,1-Triclorometil-4-fenilmetilamino-3-pentenehal3e
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INSTRUM spect
PROBHO S mm Dual 13
Ph Ph PULPROG 29pg30
T0 65536
SOLVENT coca
NS 440
os Q
SWH 23148. 148 Hz
FIDRES 0.353213 Hz
AQ 1 4156276 sec
RG 32768
1] 21.600 usec
O N - CE 4.50 usec
1€ 300.0 K
DIz 0 00002200 sec

PL13 16.00 o8
M D1 2.00000000 sec
CC|3 3 NCH; CPOPRG2 waltz16

106 00 usec

2 3 4 5 PCPO2
1 SFO2 400. 1316005 MHz
NUC2 1,
P2 -3.00 0B
5 PL§2 16.00 08
P1 7.50 usec
DE 4.50 usec
4 Ph SFO3 100.6237964 Mz
NUCY 13C
2 PLt ~ -6.00 g8
o1t 0.03000000 sec
¥2 - Processing paraseters
-1 32768
Sk 100.6127862 MHz
Lo EM
558 0
L8 1 00 Hz
l ca [+]
P 1 40
1D NMR plot parameters
r T T ) T T v T T C) 2t 00 o)
Fip 185.000 pom
hem 160 140 £ 18613 37 Hz
Fap 10 006 pom
006 13

Figura 57— Espectro de RMRC a 100,6 MHz do compostﬁ)(l,1,1-Tric|orometi|-4-feniImetilamino-3-penteneﬂ}é§nCSe o D333 apmie
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Current Data Paczesiers
NAME

nagedOhi
EXPNO 1

F2 - Acquisition Parassters

Date_ 20040814
Time 19.04
INSTRUM spect
PROBHD 5 mm Multinu
PLPAOG 79
0 65536
SOLVENT coci3
NS 8
05 0
SwH 4789272 Hz
FIDRES 0.073078 Mz
AQ 6.8420086 sec
A6 40.3
[+ 104400 usec
1.3 4,50 usec
TE 0.0 K
o8 1.00000000 sec
L1} &30 usec
- 3 -4.50 usec
sFO1 400 1320007 Wiz

T Cs 1t
oy -3.00 0B
F2 - Processing parameters
1 32768
5 400 . 1299982 MHz
L] no
S$8 0
L8 0.00 Hz
[
PC 1.00
iD NMA plot parsseters
cx 20.50 cm
FiP 7.500 ppe
F1 3000.98 H2
FaP -0.050 pom
£2 ~20.01 Hz

. PPUCN 0.36829 pom/ce
HICH 147 36496 Hz/cm

Figura 58— Espectro de RMM a 400 MHz do compostd) 4-Butilmetilamino-1,1,1-triclorometil-3-pentendha13f
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£ = 2 § wmonon o3 SUSESNITISF
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r~
S o & & IRRBEAEP BT BABIRI2I2L0T e 200
' Lot T TR T I
} l l I \k§ / 1 l \\\\{ \ / / '/’ 2 - Acquisition Parameters
! } | ] ) \ Y f Date _ 20040844
? Time 19.08
INSTHUM spect
PROBHD S e Multinu
PULPROG 790930
o 069536
SOLVENT coC13
NS 17049
0s [+
0O N CH;  sm 23148 548 sz
FIDRES 0.353213 w2
AQ 1 4156276 sec
/ RG 32768
] 21 600 usec
CC|3 2 4 DE 4.50 usec
3 5 TE 300 0 X
l 012 0 00002000 ser
PL13 20 00 o8
o 2 00000000 sec
CPOPRG2 waltz1é
pCPD2 132 .00 usec
SF02 400 ;316005 MH:
NCH; Nucz "
P2 -6 00 03
PLES 20 .00 ¢B
3 CHZ P 11 70 vsec
DE 4,50 usec
2 4 SFO 100.6237964 Mz
NUC3 13C
oLy ~-6.00 oR
011 0 03000000 scc
CHZ F2 - Processing parameters
S1 32768
SF 100 6127749 MHz
1 NCH 5 oW e
558 0
[A:] i 00 H2
|1 , \ I A e ;
. | . /A e ¢ 140
10 NMR plot parameters
Cx 2t 00 cm
—7 .} T v T T ¥ ¥ T T T T T v Y v T ¥ v ¥ T T T T T T Y \J T 2\ T T L) - v FiFP 165 000 ppw
ppm 160 14C 120 160 a0 &0 40 20 X! 18613 36 Hz
£or 5 000 poe
£ 303 TR e
POMCM 8.57123 pomyum
R7CK AR 3957 Hrdex
T T,

Figura 59— Espectro de RMRC a 100,6 MHz do compost&)4-Butilmetilamino-1,1,1-triclorometil-3-pentendha 13f
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Current Data Parameters
NAME adgeado §
o ~ m o W T U o0 EXPNO +
£ b = & 8 8§ 2gd8 PROCNO 2004
g = % 9 @ ~ Sw@a<v
- o M oy~ amoam f2  Acquisition Parsmeters
o T T Y I77T Date_ 20040816
| i ' ) Time 11.20
i l ( i I » INSTAUM spect
! ! PROBHD 3 o Multinu
PULPROG dept 135
™ 65536
SO VENT coc13
NS 1272
05 i
ShH 23148.148 Hz
FIORES 0.353243 Hz
AQ 1. 4156276 sec
‘ RG 16384
0.} 21.600 -usec
O N DE 4 50 usec
TE 299.0 n
Py 11 .70 usec
OE- 1A © 0000145 sec
]} 1 0000000D Sec
nz 0.06002000 sec
e -6.00 o8
3 7.60 usec
SFp2 400 1316005 MHz
NuC2 1H
o2 C. 00327143 sec
P4 15 20 usec
SF{e 100 6237964 MHz
MIC1 130
PLY -6.00 ob
P2 23 .40 usec
P2 20.00 o8
0E 4.50 usec
CPAPRG2 wajizi1e
PCPO2 112.00 usec
F2 - Processicg parameters
5 32768
SF 100 6127745 MH7
WON EM
558 1]
B 1 00 Hr
GB L]
PC 1,80

10 NMR plot pr- ameters

Cx ac
FiE
&
) Fos
T “‘I—j—_r““v__f—“'l_-“'_'——r—ﬂ__r‘—‘l—"' 1 v T Yo v d S v T B T v T — Ff
wam 160 140 T 165 an 50 40 20 il

]

Figura 60— Espectro de RMN DEPT135 a 100,6 MHzatoposto E) 4-Butilmetilamino-1,1,1-triclorometil-3-pentendha 13f
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F2 - Acquisition Perameters

Date_ 20080815
Time 13.04
INSTRUM spect
PROBHD 5 mm Multing

O N ’ S) C |§| PULPROG zg9

T0 65536
R SOLVENT cocla
/ NS 8
[+ ¢
Shvl 4789.272 Hz
CCI3 2 4 FIDRES 0.073072 Hz
3 5 AQ &.8420086 sec
l ARG 64
o 104 _40C usec
DE £.50 usec
TE WO K
b1 1.000088060 sec
P 8.4 usec
DE 4.50 usec
SFO1 400 1320007 MHz
3 NCH, MUCH 1H
PLL -3.00 a8
F2 - Processing paramseters
S1 32768
S 400 1299868 MHz
“ON no
ss8 c
LB 0.00 H2
Ga 0
PC 1.60

10 NMR plot parameters
cx 20.50 cm

[ Fip 7.500 pom
| i (31 3000.97 He
1 " g _ DN | GV U N S tan 0.0% pom
] F2 -20.01 H2
/ / \ / PPNCN 0 36828 ppm/cw
- g =1 = = HZCM 14735494 Hz/cm
& R=3 ;.\i Wi ~
> - S 1 >
£ il fw im! w
—— ey T T TR T T T T T T T Y Ty e e Y
ppm

Figura 61— Espectro de RMIM a 400 MHz do compostdg) 1,1,1-Triclorometil-4-dietilamino-3-penten-2-ofidg
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| , | , W \ \ \ ,/ F2 - Acquisition Parassters
i i Cate_ 20040816
Time 13 03
INSTRUM spect
PROBHD S mm Multinu
PULPROG 298930
T0 65536
SOLVENT coc13
o N s w2
oS o
ShH 23148.148 W2
/ FIDRES 0.353213 Hz
AQ 1.4156276 sec
CC|3 2 4 RG 32768
3 ow 2t 600 usec
1 5 b 3 4.50 usec -
TE 3000 K
b1z 0.00002000 sec
NCH, I3 20.00 o8
01 200000000 sec
4 TPDPAGS waltz16
PCPO2 142 00 usec
SFO2 400. 1316005 MHz
2 NJC2 1H
L2 -6 00 0B
PL12 20.00 ob
P1 1% 70 usec
DE 4.50 usec
SFO1 100 . 6237964 MH7
NUC1 13C
PL1 -6.00 o8
1 B 0.03000000 sec
F2 - Processing parsmeters
SI I2T6H
SF 100 . 8127006 142
wiw 12 ]
CHs ss8 o
L8 1.00 HZ
1]
PC 1.40
1D NMR plot parameters
[ ] 21.00 cm
) T g AR A | T ) T T ¥ x T v Fif 18S 000 pom
opm 160 160 BO 40 20 F3 18613 36 Hz
Far 5.000 ppm
£2 S03 06 Hz
e e 8 57123 pam/o
ST QLA DLW e fea

Figura 62— Espectro de RMRC a 100,6 MHz do compost&)1,1,1-Triclorometil-4-dietilamino-3-penten-2-otag
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Current Dete Paramsters
NAME ndged ig1
~ o © EXPMD 1
s § § § § o PROCNO 2004
a e i & E 9
- 1] w - F2 - Acquisition Perameters
3 ey T 7 Date_ 20040816
Time 13.57
INSTRUM spect
PROBHD & ome Multang
P PROG dept135
o 85536
SOL VENT o1 A k]
NS 42
-] 1
S 23148.148 H2
O FIDRES 0 353213 Hz
A 1 4158276 sec
R6 16384
o 21.600 usec
/ 0E 4.50 ysec
ccl 2 4 e 8.6
3 1] 11 70 usec
DELTA 00000149 sec
1 B1 1. 60000000 sec
012 @.09002000 sac
e -5.00 oB
P3 7.680 usec
SFoe 400 1316005 MH2
ac2 1H
- 0.00357143 sec
" (] 15.20 uset
w0 100 . 6237964 MHz
NC1 13C
B -6.00 98
P2 23 40 usec
PLI? 20.00 a8
DE 4.%0 usec
CPOPRG2 waltz16
PCPDR 112 .00 vier
F2 - Processing parsaeters
34 208
SF 1608137905 W2
L) ™
558 0
LB 1.00 H2
ca 0
A 1.40
10 MR plot perameters
cx 21.80 ctm
‘F1P 185 000 oo~
(3] 18613 36 2
Fao 5.00C pp~
— . — Y - fo 503.06 Hz
opm 160 PPuTK B 37143 o=/ o
HiCwm B6c 38526 Mrjcam

Figura 63— Espectro de RMN DEPT135 a 100,6 MHzatoposto E) 1,1,1-Triclorometil-4-dietilamino-3-penten-2-ot&g
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Figura 64— Espectro de RMM a 400 MHz do compostd) 1,1,1-Triclorometil-4-(pirrolidin-1-il)-3-pente@-onal3h
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NAME
EXPNG
PROCND

m4ueldn
i
2004

FZ - Acquisitior Farameicr:

Date_ 20040610
Time 19 25
INSTAUM spect
PROBHD 5 mr (mwal 13
PULPROG q

A1) 55536
SOLVENT €ocia

NS 2

o5 [
S £223.685 Hr
FIDRES 0. 125483 Hz
A3 3.9846387 sec
RE 57

Ow 60.800 use
DE 4.50 yse
1€ 300.0 k
ot t 00006000 ser
L] 13 .00 use
DE 4.50 use
SFO1 400 . 1338760 MAr
NUCt 1H

PLY ~3.00 ¢
F2 - Processing parameters
Si 16384

SF 40012998991 MHz
WON no

558 0

[ 0.00 Hz
68 0

PC 1.G6

10 NMS ciol parameters

Cx 22.00 cm
FiP €. 000 ppm
F1 2400.78 Hz
Fap -0 0590 pon
Fa -20.0t Hz
PPMCM 0.27500 ppm
HZCM 11003579 Hz/
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m -y -y s oF ~— M o N I~ o~ O D Current Data Parameters
e 8 2 Q2 2 588 =88 SRS i mus0c
ol 8 g £ RRE gey gxae e -
= o ‘
\ / F2 - Acguisition Psrameiers
Date _ 20040810
Time 15.28
INSTRUM spect
PROBHD 5 mm Dual 13
3 CHCH,, PULPAOG zgng30
TO -65536
O N SOLVENT €ocl13
NS 342
os [+]
= NCH, Sw 23148148 Hz
FIDRES 0.35%3213 Hz
CC|3 2 4 5 g 1.4156276 sec
3 BG 32768
1 ow 21.500 usec
OF 4.50 usec
TE 300.0 K
012 0. 206L2000 sec
5 PL12 16.00 dB8
01 2.000073000 sec
CPOPRG2 walt216
PCPD2 106.00 usec
SF0S #400. 1316005 MHz
4 NUC2 iH
PLZ 3.00 oB
PL12 16.00 oB
P31 6.20 usec
DE 4.50 usec
2 SFO1 100. 6237864 MHZ
NUC1 13C
PLE ~§.00 dB
D1t 0.03000000 sec
F2 - Processing perameters
51 32768
SF 100 6127749 MHZ
wOw ™
SS58 [+]
iB 1.00 Hz
B8 4]
PC 1.40
10 NMR plot parameters
[ 4 21.00 cm
- T ¥ r—r T —r a2 T T v T r v * Y T T v T v v ¥ T ¥ T T T 1] T d Fip 18%.000 pom
ppm 160 140 120 100 ao 60 20 Fi 18613 36 Hz
Foe 10.000 ppm
Fe 1006 2 Hz
» FDMCM 833333 ppmica
. . . . .y . =7Cm §33.43982 =z2/cm
Figura 65— Espectro de RMIRC a 100,6 MHz do compost&)1,1,1-Triclorometil-4-(pirrolidin-1-il)-3-pente@-onal3h
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espectro de protons standard.
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Current Data Parameters
NAME mo4iro3nhi
B EXPNO 1
PROCNO 2000
F2 - Acquisition Parameters
Date_ 20000520
Time 20.00
INSTRUM spect
PROBHD 5 mn Dual 13
PULPROG 29
- ™ . 65536
/ SOLVENT cbCcl13
O N s e
Ds ]
SWH 8223.685 Hz
FIDRES 0.125483 Hz
/ AQ 3.9846387 sec
|6 16
CC|3 2 3 4 OEt ow 60.800Q use
DE 4.50 use
1 TE 300.0 K
D1 1.00000000 sec
P1 12.00 use
DE 4.50 use
SFO1 400.1338760 MHz
NUC1 1H
PLL -3.00 dB
F2 -~ Processing parameters
SI 16384 &
SF 400.1299941 MHz
WONW no
SsB o
LB 0.00 Hz
B L]
PC 1.00
1D NMR plot parameters
cX 22.00 cm
FiP 5.643 ppm
L F1 22567.93 Hz
= — F2p -0.180 ppm
F2 -72.00 Hz
PPMCM 0.26468 ppm
=4 a =} N HZCM 105.90575 Hz/
o ~t -~ @©
™ -t w0 '\'
- - = -
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Figura 62— Espectro de RMIM a 400 MHz do compostd) 1,1,1-Triclorometil-4-dimetilamino-4-etoxi-3-bute2-onal4i
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Current Data Parameters

NAME n01r03cd
EXPNO 1
PROCNO 2000

F2 - Acquisition Parameters
Date_ 20000520

Time 20.15
INSTRUM spect
PROBHD 5 mm Dual 43
PULPROG zgpg30

D 65536
SOLVENT cbc13

NS 351

Ds 0

SWH 23148.148 Hz
FIDRES 0.353213 Hz
AG 1.4156276 sec
R6 32768

oW 21.600 usec
DE 4.50 usec
TE 298.0 K
012 0.00002000 sec
a3 16.00 dB
D1 1.00000000 sec
CPOPRE2 waltzié
PCPD2 106.00 usec
SF02 400.1316005 MHz
NUC2 1H

PL2 -3.00 dB
PL12 16.00 dB
P4 7.60 usec
DE 4.50 usec
SF01 100.6237964 MHz
NUCH 13C

Ly -6.00 dB
011 0.03000000 sec
F2 - Processing parameters
SI 32768

SF 100.6127891 MHz
WDW EM

SSB 0

LB 1.00 Hz
2] (]

PC 1.40

1D NMR plot parameters

cX 21.00 cm
FiP 185.365 ppm
F1 18650.13 Hz
Fap -1.507 ppm
F2 -154.63 Hz
PPMCM 8.89869 ppm/ch
HZCM 895.32214 Hz/cm

Figura 62— Espectro de RMNC a 100,6 MHz do compost&) 1,1,1-Triclorometil-4-dimetilamino-4-etoxi-3-bute2-onal4i
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Figura 66 — Espectro de RMN a 400 MHz do compag)b, {-Diclorometil 4-fenililamino-3-penten-2-oriba.
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Figura 67 — Espectro de RMN &€ a 400 MHz do compost&)1,1-Diclorometil 4-fenililamino-3-penten-2-orisa.
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Figura 68 — Espectro de RMN a 400 MHz do compagtd{Benzilamino-1,1-diclorometil-3-penten-2-ohac
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Figura 69 — Espectro d&C RMN a 100 MHz do compost@) 4-Benzilamino-1,1-diclorometil-3-penten-2-oh%c
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Figura 70 — Espectro de RMN a 400 MHz do compds}d (1-Diclorometil-4-etanolamino-3-penten-2-dtted.
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Figura 71 — Espectro de RMRC a 100 MHz do composté&) 1,1-Diclorometil-4-etanolamino-3-penten-2-difd.

Rodrigo Loreto Peres NUQHIMHE



Anexos Pagina 152

ZQ
1274
5202
3255
3552
3524
3493
3417
3
3356
2.569
2059
2024
2007
1989
1957
1,746

S
\

3]
3 N(CH), -CHCH,-
Lo
|
J 1 JL L ih ....FI u . 1
T T T T I T T T T I T T T T I T T T T I T T T T I T T T T I T T T T I T T T T I T T T T I T T T T I T T T T I T T T T I T T T T I T T T T
12 11 10 =] S 7 gL L2 5 4 e R T & Lgd 1 0
e o = L —
= = [ ] (] =+

a | »

Figura 72 — Espectro de RMN a 400 MHz do compds}d (1-Diclorometil-4-(pirrolidin-1-il)-3-penten-2r@m 15h.

Rodrigo Loreto Peres NUQHIMHE



Anexos Pagina 153

— 182593
—164.600
—170
11632
16596
16,357
72502
48153
48 478
24919
24404
17542

- .
o N | | -(CHy)-

CloHC 2 4
1

8]

N(CH,)2

| i

200 175 150 125 100 75 50 25 o

Figura 73 — Espectro de RMRC a 100 MHz do composté&) 1,1-Diclorometil-4-(pirrolidin-1-il)-3-penten-2m 15h.
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‘ ISITS) ) e as TSV oV - = = <
o ‘ W ) \ Current Dats Parameters
O N | o e \/ \/ NAME mBgu14n1
| | L EXPNO 1
PROCNO 2002
oz F2 - Acquisition Parameters
Cl 2 5 Date 20020828
2HC 4 Time 14.00
3 INSTRUM spect
1 5 PROBHD 5 mm Dual 13
N(Me)2 PULPROG zg
0 65536
J SOLVENT coc13
] NS 8
oS 0
SWH 4960.317 Hz
FIDRES 0.075688 Hz
AQ 6.6060786 sec
RG 35.9
oW 100.800 usec
DE 4.50 usec
TE 298.0 K
F? - Processing parameters
1 3 SI 32768
SF 400 1300077 MHZ
WOW no
sSB 0
L8 0.00 Hz
i G8 0
PC 1.00
1D NMR plot parameters
(6) 20.50 cm
F1p 10.145 ppm
F1 4059.40 Hz
{ Faep -0.300 ppm
| F2 -120.23 Hz
| PPAMCM 0.50954 ppm/cm
\ HzZCM 203.88414 Hz/cm
Sl adl - \)\_)L,/l\,;\ J4
1 | | )
/ ’\ / k\ / \\
= (o o) = (e~
© & = > @©
= = = ‘tg ‘gl
2 i |
£ ‘o} i b5 s
opm 6 4 e

Figura 48— Espectro de RMIM a 100,6MHz do compost&) 4-dimetillamino-1,1,1-triclorometil-3-buten-2-ori&i
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@ oy {5 SR b 0 1 P e S (=2 foe=] o w Current Data Parameters
= < 3 SR B L & & 5 L NAME 1#3u14cd
= ‘ o ~ o e B EXPNO 1
E L_.U o e R s g PROCNO 2002
i e i | \ .
O N ‘ \\/ y bl | F2 - Acquisition Paramelers
| e P | Date_ 20020828
1 3 Time 14.03
INSTRUM spect
/ PROBHD 5 mm Dual 13
Cl HC 2 4 PULPROG 29pg30
2 3 0 ; 65536
1 5 SOLVENT coc13
NS 134
0s o
5 SWH 23148.148 Hz
FIDRES 0.353213 Hz
AG 1 4156276 sec
RG 32768
DW 21.600 usec
DE 4.50 usec
TE 300.0 K
D12 0 00002000 sec
PL13 16.00 08
D1 1.00000000 sec
CPOPRG2 waltz16
PCPD2 106 .00 usec
BF 02: 400. 1316005 MHz
Nuce 1H
RL2 ~3.00 aB
pL12 16.00 0B
P1 7.60 usec
2 4 DE 4.50 usec
SFO1 100 6237964 MHz
NUC1 13C
PL1 -6.00 dB
D11 0 03000000 sec
F2 - Processing parameters
SI 32768
SF 100 6127813 MHz
WOW EM
ss8 o
LB 1.00 Hz
8 o
P, 1.40

1D NMA plot purameters
cx 21.00 cm
e 77—

T e e e e e e G B e e F1p 210.000 ppm
ppm 1e7ile) 150 5 25) 100 7/5) 50 29 0 F1 21128.68 Hz
FaR 5.556 ppm
2 =856 87 H2
PPMCM 10.26455 ppm/cm
HZCM 103274524 Hz/cm

Figura 49— Espectro de RMRC a 100,6MHz do compost&) 4-dimetillamino-1,1,1-triclorometil-3-buten-2-o1i&i
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Current Data Parameters

NAME mBguiadi

P = @ il EXPNO ()

= * ~ w © PROCNO 2002

g ‘ o ~ o o

= 2 s = F2 - Acguisition Parameters

/ | | Date_ 20020828

(:) Pq | \ Time 14.09

| 1 INSTRUM spect

: ' PROBHD 5 mm Dual 13

PULPROG dept 135
™ 65536
Cl 2 / SOLVENT coc13
NS 32
2 HC 3 4
al 5

os 1

SWH 23148148 Hz
:3 FIOAES 0.353213 Hz
AQ 1.4196276 sec
A6 16384
oW 21.600 usec
DE 4.50 usec
TE 298 .0 K
P1 7 60 usec
DELTA 0.0000097 sec
ES D1 100000000 sec
012 0.00002000 sec
B2 -3.00 dB
P3 11.80 usec
SFO2 400.1316005 MHz
NUC2 iH
b2 0.00357143 sec
P4 23.60 usec
i SFO1 100.6237964 MHz
NUC1 13C
PL1 -6.00 dB
P2 15.20 usec
{5 By 16.00 dB
DE 4.50 usec
CPDPRG2 waltz16
pPCPD2 106 .00 usec
F2 - Processing parameters
=1 32768
SE. 100.6127802 MHz
WOW EM
ss8 o
LB 1.00 Hz
GB 0
PC 1.40

ppm

S seeeUsRe: D e RN TSR LSO, O R LS

7

———————— v T v [
25 0

10 NMR plot parameters

21.00 cm
210.000 ppm
21128.69 Hz
5.545 ppm
-557.90 Hz
10.26405 ppm/cm
1032.69446 Hz/cm

Figura 49— Espectro de RMN DEPT135 a 100,6MHz dopmsto E) 4-dimetillamino-1,1,1-triclorometil-3-buten-2-0d&i
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Figura 74 — Espectro de RMN 8¢ a 400 MHz do composto 1,1,1-Triclorometil-4-diiteghino-2-trifluoracetil-3-buten-2-on&6i
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o N
=
cCly” 2y 4
1
=
O~ “CFs
2

—_ o o —

157913
157 824
157913

157 256
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CF;
J=2591.047

Ti315
76504

ThHTR
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41481
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Figura 75 — Espectro de RMRCa 100,6 MHz do composto 1,1,1-Triclorometil-4-diitaenino-2-trifluoracetil-3-buten-2-ona6i
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pom

NCH,

~

0.4330
0.1425
0.3185
0.0465

1.9578
1.8920

2.8118
3.1400

o]
B4 Integral

m 14

YT YT T T TTTTY

o
r

Current Data Parameters

NAME nBgAa02n1
EXPNO 1
PROCND 2001

F2 - Acquisition Parameters
Date_ 20010814
Time 17.15
INSTRUM spect
PROBHD S5 mm Multinu
PULPROG zq9

10 32768
SOLVENT coci13

NS 8

DS [}

SWH 4222.973 Hz
FIDRES 0.128875 Hz
AQ 3.8797B12 sec
RG 32

D 118.400 use
DE 7.07 use
TE 300.0 K
D1 0.00100000 sec
P1 7.00 use
DE 7.07 use
SFO1 200. 1319154 ‘Mz
NUC1 pe | N
PLS -3:00 d8:

F2 - Processing D!f‘mtll"!

SF 200. 1299988 MHZz
WOW ]

558 s}

LB 0.60 Hz

GB 0

PC 1.40

10 NMR plot parameters

CX 22.00 cm

FiP 15.614 ppm
F1 3124.90 Hz

Fap -0.557 ppm
F2 -111.39 Hz

PPMCM 0.73504 ppm
HZCM 147.10440 Hz/

Figura 76 — Espectro de RMN &¢ a 400 MHz do composto 1,1,1-Triclorometil-4-dithino-2-trifluoracetil-3-buten-2-onkbg
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B2y S8 &Y BB 88 8888 Z228BIZT BNEIDIB e e e
= @5asn8 B8 ER ‘A Sa @n maaSoe BoNaNT FTHASTOR Hane mega0acd
& SEERR 1\BBSB IT LERE8Y 88 IRKRRE BEYYITT IIANIIE o -
poc S bt e e N MR
\ \ F2 — Acquisition Parameters
: Date_ 20010814
Time 16.03
INSTRUM spect
PROBHD 5 mn Dual 13
PULPROG zZgpg30
™ 65536
SOLVENT cDcl13
@) N NS 330
DS o
ShH 23148148 Hz
7 4 FIDRES 0.353213 Hz
CCl 2 AQ 1.4156276 sec
3 3 RS 32768
1 oW 21.600 usec
DE 4.50 usec
= TE 300.0 K
O CF3 D12 0.00002000 sec
PL13 16.00 dB
D1 3.00000000 sec
NCH, CHs; CPDPRG2 waltzig
PCPD2 106.00 usec
4 sFo2 400.1316006 MHz
Nuc2 1H
pL2 -3.00 dB
L2 16,00 dB
P4 7 .60 usec
DE 4.50 ussac
2 1 SFO4 100.6237964 WHz
NUCH 13¢
PLL -6.00 dB
D14 0.03000000 sec
CR 3 F2 - Processing parameters
st 32760
coc SF 100.6427771 M1z
R WDW B
558 0
L8 1.00 Hz
68 0
) ul ; |H - oC 1.40
iD NMR plct parameters
cX 21.00 cm
7T v 717 v vy v T ] v T T T [T r T T T T T T T T T T T T T T T | T T T T[T F{P 224.558 ppm
ppm 200 175 150 125 100 78 50 25 0 F1 22593.42 Hz
F2p ~-5.514 ppm
F2 -554.73 Hz
PPMCM 10.95579 ppm/ch
HZCM 1102.29285 Hz/cm

Figura 77 — Espectro de RMN € a 100,6 MHz do composto 1,1,1-Triclorometil-4titgenino-2-trifluoracetil-3-buten-2-ona6g
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~Non Haema 33 TEER
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1
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Figura 78 — Espectro de RMN 8¢ a 400 MHz do composto 1,1,1-Triclorometil-4-etdxédlimetilamino-2-trifluoracetil-3-buten-2-orii
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- SEESEE S HESS = o8 Eess = & =,
1 1 bf Qﬁﬁ;ﬁ ///H Uéikf I
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cCly 237 4707 Ch
1
2
O~ “CFaj |
OCH,
| NCHs
3
2 4 |
CF 1
COCR | |
!,,_.n a2l |JIIJ JJuJ.. .l 1 "J
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Figura 79 — Espectro de RMN &€ a 100,6 MHz do composto 1,1,1-Triclorometil-4>ét4-dimetilamino-2-trifluoracetil-3-buten-2-ori
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-~ -— oM u WD O O Wy Do M~ <
< So8 T3 838522368588 CEESZRERIBST S current vata Porameters
a <0 i @ @~ kb L e B o £l N SN oy e 00 0 00 0y = NAME m81320n1
r~ P~ P~ [Te IR "o ] P Y T T T T T T W G T 1 w1 w1 w1 W wd ow ot wd v Ty v (=] E‘m 1
\|/ Y S\ | e -
F2 - Acquisition Parameters
Date_ 20000706
O Time 18.20
INSTRUM spect
CH; PROBHD S mm Multinu
Z N PULPROG 29
0 32768
CF3 2 3 40O SOLVENT C606
1 NS 8
= oS )
= SWH 4222.973 Hz
O CF3 F IDRES 0.128875 Hz
AQ 3.8797812 sec
AG 32
ow 118.400 use
DE 7.07 use
TE 300.0 K
1} 0.00100000 sec
Pi 7.00 use
e 7.07 use
OCH, SFO1 200. 1319154 Mz
NUCH 1
4 L1 -3.60 08
F2 - Processing parameters
51 32768
SF 2001300850 MHZ
WOW no
S58 [3}
Le 0.00 Hz
8 [}
PC 1.40
10 NMA plot parameters
cx 22.00 cm
Fip 9. 124 ppm
4 Fa Fi 1826.06 Hz
F2r -0.208 ppm
d — M F2 ~41.63 Hz
PPMCH 0.42420 pom
HZCM B84.89402 Hz/
& 2= g g |5 =2
E —le o w o ol |lo
—r 77— —— 77— T 7}
m::m é 7 6 5 4 3 2 1 [}

Figura 80 — Espectro de RMN &d¢ a 200 MHz do composto 4-Etoxi-1,1,1-trifluormeitrifluoracetil-3-buten-2-onas8.
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Current Data Parameters

NAME mB81320cd
EXPND 1
PROCNO 2000
F2 - Acguisition Parameters
Date _ 20000706
TN U D O D DD Moy M e o @ N N M OMMUNEMO =W — QOO D Mmoo Time 20.08
Y W~ IDMNOS 2]
s ﬁmqomm«vggggggﬁgg%;mg CRGRZ-SSRRERNRBRAEEE SE&8R INSTAUM spect
a U~ O QN W~ — @O )9 OO O F 00 N O U WO G0 M O 0N WD O T M 0w oo - PROBHO 5 ma Multinu
o RN RN BYSZaSaR® IORNUNSERGEILRRNBER - —— PROG 0
TN N vt v v v v e et vt vt e e o w v w it gl g1 PUL zgpyg;

~—— 29.426

O ™ 65536
\\I‘\.’I\D Wr/’m;%‘//”'// SOLVENT cED5
NS 8451
= N OCH, CH; os o
CF3 2 4 0O SwH 11737.089 Hz
3 FIDRES 0.179094 Hz
1 A0 2.7918837 sec
/ 7 RG 32768
O CF DwW 42 600 usec
3 DE 5.00 usec
TE 300.0 K
D12 0.00002000 sec
PL13 20.00 dB
CCl, D1 3.00000000 sec
CPOPRGZ waltz16
PCPD2 110.00 usec
SFO2 200. 1308005 MHZ
Nuc2 1H
PL2 -3.00 dB
PL12 20.00 dB
P1 11.00 usec
4 BE 5.00 usec
SFO1 50.3284680 MHZ
3 MUC 1 13C
PL1 -3.00 aB
D11 0.03000000 sec
F2 - Processing parameters
S1 32768
SF 50 .3227195 MHz
wow EM
2 Ckr ssa 0
L8 1.00 Hz
0
COCE PC 1.40
iD NMR plot parameters
cx 22.00 cm
I T O ] AL Fip 230.852 ppm
N F1 1461712 Hz
F2p -2.384 ppm
— T r—r— T T T T ——r———p—  F2 -119.97 Mz
pgm 200 175 150 125 100 75 50 25 PPMCN 10.60165 ppm/cm
HZCM 533.50409 Hz/ce

Figura 81 — Espectro de RMN &€ a 50,32 MHz do composto 4-Etoxi-1,1,1-trifluorih@ttrifluoracetil-3-buten-2-on4s.
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Current Data Parameters

NAME m81320cd
EXPNO 1
PROCNO 2000
F2 - Acquisition Parameters
Date_ 20000706
Moo 0 - o @ — 0 @ ~mo oo -~ - Time 20.08
e 238 i A Z33 < 5 SEE8Z g & 538 INSTAUM spect
= @ o e 0 o= c\i oo @® o T @mm N ~ @ @~ @B PROBHD 5 mm Multinu
- f SR o X -—= = - SRS Sa S = oo @ PULPROG z9pg30
10 65536
SOLVENT C606
NS 8451
oS 0
SWH 11737.089 Hz
FIDRES 0.375094 Hz
AGQ 2.7918837 sec
P RG 32768
O Dn 42 600 usec
DE $.00 usec
TE 300.0 K
= /\ D12 0.00002000 sec
PL13 20.00 aB
CFg™ 2 3 40 D1 3.00000000 sec
1 CPDPRG2 waltzi6
/ PCPD2 110.00 usec
O/ CF . sro2 200. 1308005 MHz
3 NuC2 H
PL2 -3.00 dB
PL12 20.00 a8
P1 11.00 usec
DE 5.00 usec
SFO1 50.3284680 MHz
NUC1 13C
PLt -3.00 dB
D11 0.03000000 sec
F2 - Processing parameters
SI 32768
SF 50.3227195 MHz
WOM EM
S58 [
LB 1.00 Hz
68 L]
PC 1.40
10 NMA plot parameters
Cx 22.00 cm
'anJ Fip 130.328 ppe
F1 6558. 46 Hz
FapP 94.909 ppn
T T T T T T Y ; F2 4776.08 Hz
ppm 125 120 115 110 105 100 PPMCM 1.60995 ppn/cm
= HZCM 81.01730 Hz/cm

Figura 82 — Expansao do espectro de RMN?@ea 50,32 MHz do composto 4-Etoxi-1,1,1-trifluorih@ttrifluoracetil-3-buten-2-on4s.
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Anexos
1 g :Eg%m%%’g%g;gg'ﬁa@,\m Current Data Parameters
a < T Mo@m~sNS S Y ANo O @@ mBu355N1
o "‘V‘-—'ﬂv—vﬂ-—c“—«ﬂooccc EXPNO 1
i TR = -
R F2 - Acquisition Faraseters
= /\/\ - " Date_ 20010622
Time 12.19
CR3™ 2 3 40 INSTRMN sue +
PROBHD 5 mm Multinu
1 / CHS PULPROG 29
O/ CF o 32768
3 SOLVENT coc1a
NS 8
0s [
OCH, SwH 4222.973 Wz
FIDRES 0.128875 Hr
A0 3.8297812 sec
RG 16
Du 118.400 use
4 DE 7.07 use
1€ 300.0 K
D1 0.001060000 sec
L2H 7.00 use
0E 7.47 use
(CH2)2 5FO1 200. 1319154 Mz
MC1 1H
PLY -3.00 dB
( F2 - Processing parameters
sI 32768
SF 2001299998 MHZ
NON no
$58 0
LB 0.00 Hz
68 o
k PC 1.40
10 MMR plot parameters
£x 22.00 ca
f1p 17.719 ppm
j Fi 3546.08 Hz -
: fap -0.609 ppm
- - Fe -121.85 Mz
PPMCH 0.83308 ppm
HICM 166.72397 Hz/
e = ~ fand £: =5 4 Bad
g S - o dm
g g & 3|NB(E
& - o il o
T Ty —r T T L B e e L —r T
ppm 16 14 12 10 8 6 4 e o]

Figura 83 — Espectro de RMN &d¢ a 200 MHz do composto @Butoxi-1,1,1-trifluormetil-2-trifluoracetil-3-bute-onal9.
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Current Data Farameters

NAME mBu355cd
EXPNO 1
PROCNO 2001

3

F2 - Acquisition Parameters =

Date_ 20010622
SN e WO T — M N W T OoOMmMWMLMST T ~ T T W WO O N Y YD Time 12.27
e SLEBRRBBNES broosS0& 23388 Ba0chaRa2838 X INTAM spect
g dgeEnww oo - e o P T —-— g OO @ W ey —  PROBHD 5 mm Multinu
{ - 0 65536
l \// SOLVENT cnCl13
X NS a50
OCHZ CHZ i CH2 os 0
SwH 11037 .527 Hz
¥ 1DRES 0.168419 Hz
AQ 2.9688308 sec
RG 32768
DH 45 .300 usec
OE 5.00 usec
CH TE 300.0 K
3 012 0.00002000 sec
PL13 20.00 dB
D1 3 00000000 sec
CPDPRG2 waltzi6
PCPO2 110.00 usec "
SFD2 200. 1308005 MHz
NUC2 1H
L2 -3.00 dB
PL12 20.00 4B
Ps 11 .00 usec
DE 5.00 usec
SFO1 50.3279929 MHz
4 . NCH 13C
g PLY -3.00 dB
3 . D13 ~0.03000000 sec
F2 - Processing parameters
S 32768
SF 50.3227242 MHz
NDW EM
CFS SSB 0
) LB 1.00 Hz
! 68 [}
2 2 PC. 1. 40
10 NMA plot parameters
cX 22.00 cm
Fip 195 .867 ppm
F1 9856 58 Hz
) Fap 2.239 ppm
— 7 — v 77—y v F? 112 60 Hz
ppm 180 160 140 120 100 80 80 40 20 PPMCM 8.80135 popm/cm

HZICM 442 .30781 Hz/cm

Figura 84 — Espectro de RMN &€ a 50,32 MHz do compostorAButoxi-l,1,1-trif|uofmétiI-2-trifluoracetiI-3-bute12-ona19.
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Current Data Parameters

NAME mEu355d1
EXPNO i
o~ e ¢ ) o P~ M am < @ M O PROCN) 2001
= £3 & 8 B58 8538 :
= = @ = e L HI o F2 - Acguisition Paraseters
s z =2 828 mmg dead Date_ 20010822
Ll Time 13.51
\ INSTRUM spact
I PROBHD S mm Multinu
PULPROG dept135
0 655236
SOLVENT coCl3
NS 505
os 4
SWH 10964.912 Hz
FIDRES ©.167311 Hz
AQ 2.98684915 sec
RG 16384
D 45 600 usec
DE 5.00 usec
TE 300.¢ K
Pi 11.00 usec
DELTA 0.0000140 sec
01 1.00000000 sec
D12 0.00002000 sec
PL2 -3.00 dB
P3 7.00 usec
SFo2 200. 1308005 MHZ
NuC2 1H
D2 0.00357143 sec
o L " PRI IO a N - .“’ ~ o P4 14,00 usec
kgpreins ganrnsdun M bl A A SR S A A Ay ot e pst et M— % SFO1 503286280 MHZ
NUCY 13C
LI . -3.00 a8
P2 22 .00 usec
PL12 20 .00 d8
DE 5.00 usec
CPDPRGZ waltzib
pCPD2 110 .00 usec
F2 - Processing parameters
sl 32768
SF 50.3227241 MHZ
WO EM
558 0
LB 1.00 Hz
68 Q
PC 1.40
10 MR plot paraseters
cx 22.00 cm
FipP 200.432 ppm
F1 10086 .29 Hz
Fop 7.5499 ppm
! A\ T v T T T T v T v \ T T r T o v T T T \J v T T v T T v T T T + v F2 392 .40 H2
opm 1é0 1(!‘.0 !tIlO 1120 100 80 60 40 20 PPMCH 8 76514 ppm/cm
HZICK 441 08575 Hz/cm

Figura 85 — Espectro de RMN DEPT135 a 50,32 MHzalaposto 43-Butoxi-1,1,1-trifluormetil-2-trifluoracetil-3-bute-onalo.

Rodrigo Loreto Peres NUQHIMHE



