Suplementary Materials

Figure S1. IR (ATR, cm ') of compound 2.
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Figure S2. "H-NMR (8, DMSO-4, 300 MHz) and expansion of 2.

Maria Sarmento

Amostra NAFOO01B
Solicitacao N. I1006_23
22.10.10 UFPE

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
UNITYplus-300 "“UFPEu300"

Pulse 45.0 degrees
Acq. time 3.641 sec

Width 5999.7 Hz

16 repetitions

OBSERVE H1, 299.9484851 MHz
DATA PROCESSING

FT size 65536

Total time 0 min, 58 sec
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Maria Sarmento
Amostra NAFO001B
Soljcitacao N. I1006_23
22.10.10 UFPE

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
UNITYplus=-300 "“UFPEu300"

Pulse 30.0 degrees
Acq. time 1.000 sec
Width 18859.0 Hz
1024 repetitions

. O0BSERVE C13, 75.4221370 MHz
[\ DECOUPLE H1, 299.9499835 MHz 2
[ Power 36 dB n
) on during acquisition o~ o
—_ off during delay o
N WALTZ-16 modulated B
s DATA PROCESSING k4
Line broadening 1.0 Hz s
M FT size 65536 B
Total time 17 min, 15 sec | o
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Figure S4. IR (ATR, cm ™) of compound 3.
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Maria Sarmento

Amostra NAFOO2B
Solicitacao N. I1006_z4
22.10.10 UFPE

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
UNITYplus-300 "UFPEu300"

Pulse 45.0 degrees

Acq. time 3.641 sec 5 ,
wWidth 5999.7 Hz W
16 repetitions ( |
OBSERVE  H1, 299.9484856 MHz ‘ ﬁ
DATA PROCESSING

FT size 65536 |
Total time 0 min, 58 sec /

Figure S5. "H NMR (DMSO-4, 300 MHz) of 3.
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Figure S6. °C NMR (DMSO-4, 75 MHz) and expansion of 3.

Maria Sarmento

Amostra NAF002B
Solicitacao N. I11006_24
22.10.10 UFPE

Pulse Seqguence: sZpul

Solvent: DMSO
Ambient temperature
UNITYplus-300 “UFPEu300"

Pulse 30.0 degrees

Acg. time 1.000 sec

width 18859.0 Hz

96 repetitions
OBSERVE C13, 75.4221341 MHz
DECOUPLE H1, 299.9499835 MHz
Power 36 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 17 min, 15 sec
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Figure S7. IR (ATR) of 4.
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Figure S8. "H NMR (DMSO-ds, 400 MHz) and expansions of 4.

Maria Sarmento

Amostra NAFO0D03A
Solicitacao N. ILD06_25
21.12.10 UFPE

File: exp

Pulse Sequence: s2pul

Solvent: dmso

Temp. 27.0 C / 300.1 K
Operator: ricardo
VNMRS-400 ‘"variand00"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.049 sec

Width 6410.3 Hz

16 repetitions

OBSERVE Hl, 389.7440647 MHz
DATA PROCESSING

Resol. enhancement -0.0 Hz
FT size 262144

Total time 0 min, 49 sec
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Figure S8. Cont.
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Figure S9. BC NMR (100 MHz, DMSO-4) and expansions of 4.

Maria Sarmento
AmMOStra NAF0D3A
Solicitacao N. I1006_25
21.12.10 UFPE

File: exp
pulse Sequence: s2pul

Solvent: dmso
Temp. 27.0 C / 300.1 K

Operator: ricardo
VNMRS-400 “"variand400"

acq. time 2.000 sec

Width 24509.8 Hz

320 repetitions

OBSERVE €13, 100.5157749 MHz
DECOUPLE Hl, 395.7460712 MHz
Power 33 dB

continuously on

WALTZ=16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 51 min, 21 sec
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Figure S10. IR (ATR) of 5.
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Figure S11. '"H NMR (300 MHZ, DMSO-4) and expansion of 5.

Maria Sarmento

Amostra NAFOO6A
Solicitacao N. I1006_27
22.10.10 UFPE

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
UNITYplus=300 “UFPEu300"

Pulse 45.0 degrees

Acq. time 3.641 sec

width 5999.7 Hz

16 repetitions

DBSERVE H1, 299.9484846 MHz
DATA PROCESSING

FT size 65536

Total time 0 min, 58 sec
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Figure S12. °C NMR (75 MHZ, DMSO-4) and expansions of 5.

Maria Sarmento

Amostra NAFOOGA
Sclicitacao N. I1006_27
22.10.10 UFPE

Pulse Sequence: sZpul

Solvent: DMSO
Amhient temperature
UNITYplus-300 "UFPEu300"

Pulse 30.0 degrees

Acqg. time 1.000 sec
Width 18859.0 Hz

336 repetitions
OBSERVE C13, 75.4221382
DECOUPLE H1, 299.9499835
Power 36 dB

on during acquisition
off during delay
WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536
Total time 17 min, 15 sec
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Figure S12. Cont.
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Figure S13. IR (KBr, cm ") of 6.
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Figure S14. '"H NMR (400 MHz, DMSO-4) and expansion of 6.
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Figure S14. Cont.

Maria Sarmento

Amostra NAFDOSA
Solicitacao N. Il112_ 9
10.11.10 UFPE

File: :oam\ﬂdnmﬂnaxcaaﬁmcm\nwwm\xZZIMaun\zo<mauﬂo.anuwppmlm.wz.nwu

Pulse Sequence: SZpul

Solvent: dmso

Temp. 27.0 C / 300.1 K
Operator: ricardo

File: I1112 _9.1h
VNMRS-400 "varian4d00"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 2.048 sec

width 6410.3 Hz

16 repetitions

DBSERVE H1, 3399.7440725 MHz
DATA PROCESSING

Resol. enhancement -0.0 Hz
FT size 262144

Total time D min, 49 sec
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Figure S15. °C NMR (100 MHz, DMSO-4) of 6.
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PULSE SEQUENCE {OBSERVE C13, 100.5157749 ‘DATA PROCESSING " Solvent: dmso : —— |
Relax. delay 1.000 sec ;DECOUPLE H1, 398.7460712 Line broadening 0.5 Hz . Temp. 27.0 C / 300.1 K Marla SAPReRto

Pulse 45.0 degrees | Power 33 dB FT size 65536 - Operator: ricardo Amostra NAFOOSA

Acq. time 1.300 sec . continuously on Total time 39 minutes ¢ File: I1112_9.13c msw. _”.w N. I1112 9 |
Width 24509.8 Hz WALTZ-16 modulated VNMRS-400 “variand400" aglicitacao N. 2_

448 repetitions 10.11.10 UFPE ,
File: home/ricardo/vnmrsys

File: home/ricardo/vnmrsys/data/RMN_2010/Novembro.10/11112_9.13c.fid ) ) Pulse Seguence: SZpul



Figure S16. IR (ATR) of 7.
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Figure S17. '"H NMR (200 MHz, CDCl3) and expansion of 7.

EEG-001B-MAria
Dp-Vicente
24,05/,10

exp9 Proton

SAMPLE
date May 24 2010
solvent cdc18
file shome/rotina/~
vnmrsys /data/UFRPE~
/EEG-001B-MAria_s2~
pul_001.Fid
ACQUISITION
sfrq 200.058
tn H1
at 1.998
np 12792
Sw 3201.0
fb 1800
bs 16
tpwr 55
pw 7.5
di 1.000
tof 167 .3
nt 32
ct 32
alock n
gain not used
FLAGS
il n
in n
dp y
DISPLAY
Sp -89.8
wp 2099.5
vs 115
sC 0
WC 180
hzmm 11.66
is 117 .35
rfil 1852.4
rfp 1448.4
th 27
ins 100.000
ai cdc  ph

o o - W oA o Mo
o) o~ 00 = i 0 o en w
o w NN en ™Moo
-] wy - =T mm e e
|
|
|
|
|
|
DEC. & VT
dfrq 50.308 |
dn c13 |
dpwr 34
dof 0
dm nnn
dmm c
dm+ 9300
PROCESSING
wtfile
proc ft
fn not used
werr
wexp wft
whbs
wnt
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Figure S18. °C NMR (APT, 50 MHz, CDCl;) of 7.

EEG-001B~MAria
Op-Vicente

24,05/10
expd Apt
SAMPLE

date May 24 2010
solvent cdc13
sample

ACQUISITION
sw 12077.3
at 1.000
np 24154
bs 64
1] 8
d1 1.000
nt 50000
ct 768

TRANSMITTER
tn c13
tof 506.2
tpwr 52
pw 21.000
pwio 14.000

DECOUPLER

dn H1
dof 0
dpwr 31
dm yny
dmm WCwW
dmf 5000

APT
Jixh 140.0
d3 0
SPECIAL
temp not used
gain 26
spin 20
PROCESSING
b 1.00
fn 65536
SPECTRUM
wp 10338.8
sp -101.2
rp 243.8
1p -79.9
ai cdc  ph
REFERENCE
rfl 4632.1
rfp 3873.3
PLOT
wC 180
sc 0
vs 1166
hzmm 57.44
th 6

200
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168.274
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Figure S19. IR (ATR, cm™") of 9.
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Figure S20. 'H NMR (200 MHz, CDCl;) and expansion of 9.
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Figure S21. °C NMR-APT (8, CDCls, 50 MHz) of 9.
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Figure S22. IR (ATR) of 8.
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Figure S$23. '"H NMR (3, CDCls, 200 MHz) of 8.

EE-B-Ala-ufrpe-Maria
Op-Vicente
10,/06/10

expl Proton

SAMPLE
date Jun 10 2010
solvent cdcl3
file exp

ACQUISITION

sfrq 200,053
tn H1
at 1.998
np 12792
sw 3201.0
fb 1800
bs 3
tpwr 55
[ 7.5
dl 1.000
tof 167.8
nt 16
ct 16
alock n
gain not used

FLAGS
i1 n
in n
dp Yy

DISPLAY
sp =77.0
wp 2124.1
Vs 144
sc 0
We 180
hzmm 11.80
is 212.34
rfl 1852.0
rfp 1448 .4
th 28
ins 100.000

nm cdc ph

DEC. & VT
dfrq 50.308
dn c13
dpwr 34
dof 0
dm nnn
dmm c
dmf 9300
PROCESSING
wtfile
proc ft
fn not used
werr
wexp wft
whs
wnt
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Figure S24. '"H NMR (3, CDCls, 200 MHz) expansions of 8
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Figure S25. °C NMR (APT §, CDCls, 50 MHz) of 8.

EE-B-Ala-ufrpe-Maria

Op-Vicente

10/06/10
exp2z Apt
SAMPLE
date Jun 10 2010
solvent cdc1d
file exp
ACQUISITION
sfrq 50.308
tn c13
at 1.000
np 24154
sW 12077.8
fb 6600
bs 64
ss 8
tpwr 52
pw 21.0
pl 14.0
dl 1.000
tof 506.2
nt 50000
ct 2752
alock n
gain 26
FLAGS
i1 n
in n
dp Y
DISPLAY

sp -102.0
wp 10386.3
vs 66
sc 0
weC 180
hzmm 52.70
is 500.00
rfl 4632.8
rfp 3873.3
th 7
ins 100.000
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Figure S26. IR (ATR) of 10.
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Figure S27. '"H NMR (CDCls, 200 MHz) and expansions of 10.

CE-4-Am-ufrpe-Maria
Op-Vicente
10/06/10

expl Proton

SAMPLE
date Jun 10 2010
solvent cdc13
file exp

ACQUISITION

sfrqg 200.053
tn H1
at 1,998
np 12792
sw 3201.0
fb 1800
bs 3
tpwr 55
W 7.8
d1 1.000
tof 167.3
nt 16
ct 16
alock n
gain not used

FLAGS
i1 n
in n
dp Y

DISPLAY
sp -39.6
wp 2087.0
VE 211
sc 0
we 180
hzmm 11.59
is 212.34
rfil 1852.2
rfp 1448.4
th 44
ins 100.000

nm cdc ph
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Figure S28. °C NMR (APT, CDCl;, 50 MHz) of 10.
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di 1.000
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gain 26
FLAGS
il n
in n
dp y
DISPLAY
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vs 66
sc 0
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Figure S29. IR (ATR) of 11.
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Figure S30. "H NMR (DMSO-4, 300 MHz) and expansions of 11.

Maria Sarmento

Amostra Ac 4-Amino
Solicitacao N. IDB13_4a4

28.09.10 UFPE

Pulse Seqguence:

Solvent: DMSO
Ambient tempera

s2pul

ture

UNITYplus=-300 “UFPEu300"

Pulse 45.0 degr
Acq. time 3.641
Width 5998.7 Hz
16 repetitions

ees
sec

OBSERVE  H1, 299.9484836 MHz

DATA PROCESSING
FT size 65536

Total time 0 min, 58 sec

6 o 4 3 2 1 ppm
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Figure S31. °C NMR (DMSO-4, 75 MHz) and expansions of 11.

Maria Sarmento

Amostra Ac 4-Amino
Solicitacao N. I0B13_44
28.09.10 UFPE

Pulse Seguence: sZpul

Solvent: DMSO
Ambient temperature
UNITYplus-300 "“UFPEu300"

Pulse 30.0 degrees

Acq. time 1.000 sec

Width 18858.0 Hz

416 repetitions
OBSERVE C13, 75.4221376 MHz
DECOUPLE H1, 299.9489835 MHz
Power 36 dB

on during acquisition

off during delay

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536
Total time 34 min, 30 sec
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