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S1. 1H NMR (600.13 MHz, CD3OD) spectrum of Compound 1.
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S2. 13C NMR (150.9 MHz, CD3OD) spectrum of Compound 1.
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S3. 1H NMR (600.13 MHz, CD3OD) spectrum of Compound 2.
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S4. 13C NMR (150.9 MHz, CD3OD) spectrum of Compound 2. 
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S5. HR-ESI-MS spectrum of Compound 3 (negative ion mode).
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S6. 1H NMR (600.13 MHz, CD3OD) spectrum of Compound 3.
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S7. 13C NMR (150.9 MHz, CD3OD) spectrum of Compound 3.
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S8. HSQC (600.13 MHz, CD3OD) spectrum of Compound 3.
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S9. HMBC (600.13 MHz, CD3OD) spectrum of Compound 3.
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S10. HR-ESI-MS spectrum of Compound 4 (negative ion mode).
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S11. 1H NMR (600.13 MHz, CDCl3) spectrum of Compound 4.
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S12. 13C NMR (150.9 MHz, CDCl3) spectrum of Compound 4.
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S13. HSQC (600.13 MHz, CDCl3) spectrum of Compound 4.
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S14. HMBC (600.13 MHz, CDCl3) spectrum of Compound 4.
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S15. HR-ESI-MS spectrum of Compound 5 (negative ion mode).
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S16. 1H NMR (600.13 MHz, CDCl3) spectrum of Compound 5.
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S17. 13C NMR (150.9 MHz, CDCl3) spectrum of Compound 5.
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S18. HSQC (600.13 MHz, CDCl3) spectrum of Compound 5.
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S19. HMBC (600.13 MHz, CDCl3) spectrum of Compound 5.
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S20. HR-ESI-MS spectrum of Compound 6 (negative ion mode).
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S21. 1H NMR (600.13 MHz, CDCl3) spectrum of Compound 6.
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S22. 13C NMR (150.9 MHz, CDCl3) spectrum of Compound 6. 
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S23. HSQC (600.13 MHz, CDCl3) spectrum of Compound 6.
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S24. HMBC (600.13 MHz, CDCl3) spectrum of Compound 6.
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S25. HR-ESI-MS spectrum of Compound 7 (negative ion mode). 
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S26. 1H NMR (600.13 MHz, CD3OD) spectrum of Compound 7.
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S27. 13C NMR (150.9 MHz, CD3OD) spectrum of Compound 7. 
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S28. HSQC (600.13 MHz, CD3OD) spectrum of Compound 7.
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S29. HMBC (600.13 MHz, CD3OD) spectrum of Compound 7.
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[bookmark: _GoBack]S30. HR-ESI-MS spectrum of Compound 8 (negative ion mode).
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S31. 1H NMR (600.13 MHz, CDCl3) spectrum of Compound 8.
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S32. 13C NMR (150.9 MHz, CDCl3) spectrum of Compound 8.
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S33. HSQC (600.13 MHz, CDCl3) spectrum of Compound 8.
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S34. HMBC (600.13 MHz, CDCl3) spectrum of Compound 8.
[image: ]
1

24

image3.png
28" 0
S8 0
68°0
960
960
960
860
860
T0°T
T0°T
€01
T T
[N
€T T
PT°T
PT°T
6T T
6T T
12°1T
(AN
e T
e T
FETT
FETT
FETT
FETT
9¢° T
9¢° T
8¢ T
8¢ T
8¢ T
68°T
0%" T
0%" T
TP T
PPCT
PPCT
SP T
SP T
SP T
9% T
9% T
Ly T
8% T
8% T
29T
€9°T
€9°T
€9°T
€9°T
79T
79T
§9°T
§9°T
99°1T
L9 T
89°T
89°T
69°T
18" T
4N
4N
€8°1T
P8 T
G8'T
P12
P12
ST° ¢
9T ¢
8T ¢
8T ¢
0C'2
122
1€ ¢
(23
€e ¢
Fet ¢
ogr ¢
Tete
Tete
Tete
zere
L9°g

€0°T

|

LLLT
FT°T

1

607 T

ppm




image4.png
——170.68

— 162.57

116.31

— 74.97

\ NS NNV

L R SRR L . WO SHSAPopon

T
180

T
170

T
160

T
150

T
140

T
130

T
120

T
110

T
100

T
90

T
80

T
70

T T T T
60 50 40 30 20

10

ppm




image5.png
Display Report

Analysis Info Acquisition Date 12/15/2016 2:47:34 PM
DADatalAnalises\2016\Analises DezembrolProf. lan\ARRAF02000001 d
Tune_neg_Standard.m Operator BDAL@DE
AF02 Instrument  maXis impact 282001.00121
Aff - Prof. lan
esi lon Polarity Negative Set Nebuiizer 038ar
Active Set Capilary 4500V Set Dry Heater 180-C
Some Set End Plate Ofset 00V SetDry Gas 40Umin
000 mz Set Charging Vottage 2000 Set Divert Valve Source
Set Corona ona Set APC Heater o
Intens, ATOI000001 4, V5, 070 Amin 1177
%105
25 3200
20
15
10
05
21 L‘S"“ 2552329 2832603 35, :“95
"% 0 %0 £ E) E 0 ) 50 S0 mz
AF02000001.4
Bruker Compass DataAnalyshs 42 printed: 1272172016 6:35.56 AM by. BDAL@DE Page Tof T




image6.png
o
=S
momndadddddNNdNN NN NN NN NN N A A A A A A A A A A A A A A A A A A A A A o A A o o

69°G ——
£€8°G ——

1§89 ——

[

ppm




image7.png
= o g
=} © [S) M OO NEEN T NN T A O T AN
o - ® T AHOOEDORASOMO NN AT O @

™ is} O T A A A s
=} ™~ o @ 000 NROOMMAN DD AN MO
N — - O swsTTTTTTTTOMNMNANANA A A

| TS/

T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm




image8.png
ppm

e w

0
[ ] "
* L]
W L] L "
g4 W

100

F110

F120

F130

6.0

55

5.0

4.5

4.0

3.5 3.0 25 2.0 1.5

1.0 ppm




image9.png
o ppm

B> e
g e . “ - 20
. e )
rs e
o0 ° L
o . e, * 8 40
- 60
L] L] ¢
- 80
100
4
o . . ~120
140
$ .- -160
° ‘ o 9
180
Y S— | | - 200

25 2.0 1.5 1.0 ppm




image10.png
Display Report

Analysis Info Acquisition Date 12/15/2016 2:35:51 PM
DADatalAnalises\2016\Analises DezembrolProf. lan\AFRAF03000001 d

Tune_neg_Standard.m Operator BDAL@DE

AF03 Instrument  maXis impact 282001.00121
Aff - Prof. lan

esi lon Potariy Negatve SetNebuizer 038ar
heve Set Capilary 500V SetDry Heater 180°C
Somz SetEnc iats Ofset ooy SetOry Gas 40umin
000 mz Set Charging Volage 2000V SetDiven Vave Saurce
Set Corona. ona Set APCI Heater o
ntens OG0T, 003 TS
x104
52001
B
2
|
157.1230 255.2324 357,204
o AR i N
% 2% ED e EJ ES e
AF2000001.9
Bruker Compass DataAnalyss 42 printed: by BDAL@DE Page Tof T





image11.png
6E8 "
8¢C6 "
0sc:
VLT T
98T 1
S6C" 1
60€" T
ETE"T
ceEE" T
8EE " T
£GE T
6G5€ "]
9LE "]
66€ "1
PLG" T
685G "1
965" 1
L09 " T
9191
0291
0eg "]
0s8”
898"
886"
900"
Sco”
670"
690"
[N
8T
09T"
08"
809"
9¢9
199"
soL”
TcL:

T0L

oLec:

0
0

MMM NNNNNNN A A A

o

o

f—

re

.

1

L

:
S
3.5

ppm

25 2.0 15 1.0 0.5 0.0

3.0

7.0 6.5 6.0 5.5 5.0 4.5 4.0

7.5




image12.png
mmmmmmmmmmmmmmmmm

140.85
120.80

T T T T T T T T 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




image13.png
. . . Ji . WLppm

L) "
o P ) |
e O E 30
Mo o

100
F110

0 =120

T
65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm




image14.png
ppm

)

o = o o o o =) o £
« < o ® S « - o S
- - - - o
l l l ! ! 1 !
o
A - e F
L3 4
. 8.3
3 z
@
o ® - - e — &N
- et P
e
. 3%
=
o
® e -
- <>
o
F~





image15.png
Display Report

Analysis Info Acquisition Date 12/15/2016 2:26:22 PM
DADatalAnalises\2016\Analises DezembrolProf. lan\AFRAF04000001 d
Tune_neg_Standard.m Operator BDAL@DE
AF04 Instrument  maXis impact 282001.00121
Aff - Prof. lan
Source Type esi lon Polarity Negative Set Nebuizer 038ar
Focus Active Set Capilary 4500V Set Dry Heater 180-C
Scan Begin Some Set End Plate Ofset 00V SetDry Gas 40Umin
Scan End 000 miz Set Charging Vottage 2000 Set Divert Valve Source
Set Corona ona Set APC Heater o
Intens, AFOT000001 4 V5, 07.0:3mn 11720
%105
3332081
4
B
2
16,1003
|
2832601 assas91
° %0 20 E W0 E3 &0 e
AF04000001.4
Bruker Compass DataAnalysis 42 printed. 1272172016 BET1T AN by. BDAL@DE Page Tof 1




image16.png
61F "1
Tew "
LET "]
9rr "1
N7
666"
67S "1
£€9G6° 1
TLG"T
186" 1
[43°n
709" 1
68L"1
86L "1
18" 1
618" 1
Te8 "]
cr8 "l
098" 1
598"
810"
8¥v0"
c90”
690"
LLO"
£80°
S60°
cotT”
ceT”
rT”
T6T"
09T"
LLT"
681"
TeT”

NN NN NNNNNNNNNNN A

Tee"g

0pe g

7699 —

U

g |

-
qj
o

['e]
o

o
L:j
-

w0
Qr{‘!
ol

:

0L L

0.5 ppm

7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 15 1.0

7.5




image17.png
cow 900 NYT O MED0NoN
M- nnnoom MMM N00
o g HovY avTdddon
e~ s nm ddd NN Ao

—184.00
—172.19
—164.74

139.53
—119.92
—114.87

<«
T~

M AN

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




image18.png
ppm

20

30

40

50

60

70

80

0

100

F110

F120

ppm

60 55 50 45 40 35 30 25 20 15 1.0

6.5




image19.png
1 M ppm

r 0
L 1y ¢ i o e 4 r 20
. )
9 da o .
0 w « 399 u - 40
~ 60
1] (] - 80
100
Qs
LI 120
° LI 140
0 160
] [}
é 180

T T T T T T T T T T T T T T T T
80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm




image20.png
Display Report

Analysis Info
Analysis Name ~ C:\Users\afif_\Desktop\HRMS_Bio_D1E\Af\ME4000002.d
Method Tune_neg_Standard.m

Sample Name ~ ME4

Comment

Acquisition Date  25/05/2017 15:15:44

Operator

Instrument  maXis impact

BDAL@DE

282001.00121

Acquisition Parameter

Source Type EsI lon Polarity Negative Set Nebuiizer 0.3 Bar
Focus Active Set Capillary 4500 v Set Dry Heater 180 °C
Scan Begin 50 miz SetEnd Plate Offset 500V SetDry Gas 4.0 Uimin
Scan End 1500 miz Set Charging Voltage 2000 V Set Divert Valve Source
Set Corona onA SetAPClHeater ~ 0°C
Intens. ME000002.d: -MS, 0 4min 22
X105
317.2125
4
3
2
166.1002
4
o N T b L
100 200 300 400 500 miz
ME4000002.d
Bruker Compass DataAnalysis 4.1 printed. 311052017 18:5137 by: Afit Page 10f 1




image21.png
LC8" 0
6£€8°0
7S6°0
Lo T
F1ie"1
8ce 1
eee T
see T
ore" 1T
oveT
cse" T
96e" 1T
65€° T
oLe T
9Le" T
[4:150mN
6Ccr T
9€r T
8ev T
Lvr T
67" 1T
657 T
L9V " TS
685" T
eS8 T
965" T
009°T
F09° T
809" T
191
CIL T
ccL T
8CLT
FeL 1
8eL"T
PrLT
09L"T
Leg' T
Sr8" T
€98° T
Tee T
666" T
6c0"¢C
£€50°¢
L90"¢
8L0°C
T60°C
S60°¢C
0T ¢
SLT ¢
LLT 74
L8T"C
vcr' s
0€r " S
SEV°S
¢89° 9
09¢C"L
75976

-
@
o

N~
o

ol

1| N[N N M0
~ll-lailed
2.0

W[
QN
Wit~

FT
<
=]

e

=00}

3.5

ppm

1.0

15

25

3.0

90 85 80 75 70 65 60 55 50 45 4.0

9.5




image22.png
o @ A HO M TMO DD 4O
© oo D ATAOM 2N dNC D09
o e MO0 D00 AN N
[ e T e R K SRS RS RS S R R

207.51
164.45
139.51
—121.01
—114.¢68

\'% A%

T T T T T T T T T T T T T T T T T T T T |
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm




image23.png
1y . ppm
E 10

] 0 F 20

O ]
' o e = 30

e © E 40
E 50
E 60
E 70
E 80
E 90
100
F110

‘ =120

T T T T T T T T T T T T T T T T T T
95 90 85 80 75 70 65 6.0 55 50 45 40 35 3.0 25 20 15 1.0 ppm




image24.png
A . ppm

- 0
. gre v - 20
%o
L]
¢ HYRY - S )
[ ]
- 60
- 80
- 100
g0 a
. - 120
< w0 140
Goa - 160
. -180
} - 200

9 8 7 6 5 4 3 2 1 ppm




image25.png
Display Report

Acquisition Date 2162016 11:04:15 AM
Analysis Name DiData\Analisesi2016\Analises Dezembro\Prof. lan\ARAFO7000001.d
Method Tune_neg_Standardm Operator BDAL@DE
Sample Name AFOT Instument  maXisimpact  282001.00121
Comment A - Prof. lan
esi lon Polariy Negate Set Nebuiizer 0380
Focus Acive Set Capilary 500V Set Dry Heater 180°C
Scan Begin Somiz Set End Plte Ofset Soov SetDy Gas 401min
Scan End 1000 miz Set Charging Votage 2000V St Divert Valve Source
SetCorona om Set APCI Heater o'c
ntens A O7000001 & V5, 070 3mn 11030
X104
723
4
3
2
2932030
B
2523
1571235
206 | ‘ L s [“1 27200 3592205
o L L Ll Lo Y
£ £ 20 2% % £ W% & ES o e
AFOTO00001.9

Sruker Compass DataAnalysl 42 printed: 1272172016 85253 AM by. BDAL@DE Page Tof T




image26.png
LeTT
8¢ T
8¢ T
68°T
TP T
PPCT
SP T
9% T
9% T
Ly T
Ly T
8% T
T68°T
T68°T
€8T
€8T
85 T
85 T
65°T
09T
T9°T
29T
€9°T
€9°T
€9°T
€9°T
§9°T
99°1T
99°1T
L9 T
89°T
oL T
oL T
LT
LLtT
LLtT
8L T
6L T
6L T
08" T
P12
9T ¢
LT 2
8T ¢
61" ¢
0C'2
122
g ¢
1€ ¢
(23
€e ¢
Fet ¢
e ¢
0L T
Tete
Tete
Tete
Tete
zere
85 ¢
85 ¢
65°¢

L8 Y ——

L9°G —

pPpm

|
|
!

o
o
I

(

001





image27.png
mmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmm
vvvvvvvvvvvvvvvvvvvvvv

VoSS T

—171.00
—162.14
142.53
116.74

W s o N A A oo

T T T T T T T T T T T T T T T T T
1770 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm




image28.png
ppm

20

30

40

50

60

70
80
0
100
F110
E120

o ®e

ppm

5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5

55




image29.png
—|

J ppm
-0
osom o DI - o Me® @
Iy L
. g @h" % oo 20
gﬁ « o8
oo m.ve@ Il — 40
. ¢ .
-] o ©@ e o 8@ £
. b |
e a oo &
é - 80
100
- - 120
140
- eué 160
o
T T T T T T T T T T T — 180
6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 1.5 1.0 ppm




image30.png
Display Report

Acquisition Date 12/1512016 11:01:28 AM
DAData\Analises\20 16\Analises Dezembro\Prof. lan\AfMAF08000001.d
Tune_neg_Standard.m Operator BDAL@DE
AF08 Instrument  maXis impact 28200100121
Afit- Prof.lan
Esi lon Polarity Negative Set Nebuiizer 038ar
Active Set Capillary 4500V Set Dry Heater 180°C
S0mrz Set End Plate Offsct S00v SetDry Gas 40Umin
000 miz Set Charging Vottage 2000 Set Divert Valve Source
Set Corona ona Set APC Heater o
Intens, AFOR00000T 4 M5, 0,20 3mim 1918
X108
3372301
20
15
10
05
2032081
1431078 1980230 T
oo 80 260 0 00 E mz
AF08000001.9
Bruker Compass DataAnalysis 47 printed: 1272172016 85727 AM by. BDAL@DE Page Tof 1




image31.png
F9L"0
06L°0
0T8°0
668°0
£06°0
8T6°0
cC6°0
6L6°0
£66°0
Ge0° 1T
Zvo-T
AN
A
9T°T
Fe:
(45
(45
e T

Oy WD W0

0se" T
Lo9e" 1T
69€°T
9Le" T
6LE"T
L8E"T

r6e" T
mmm.:w
TT7 T4

886" T
Fes 1T
T09°T
F09° T
T19°1
919" T
619°T
699° T
FLo T
LLS9T
889" T
€69 T
969° T
coL T
LLgr T
88" T
68T
Leg T
06T
9LT"C
8LT"C
£€Ccee
ogec e
crere
0szc e
90L"S
LOL"S
60L"S
TT1L"S
09¢C"L

L

!

A S S

i

M

ok

RGN
QO N|T
o |—|03|e5

:
1.0

EIEIRY
r(®R|w

N
A

o=
|22
Nl ool

o
~

D=
| N
|0

|

J

o0
o
-

|

0.0 ppm

0.5

7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 15

7.5




image32.png
HHH 0 o @M MO NN M N
hhhhh EN 0 © oo Hoowdsnmn
wwwwwwwwwwwwwwwwww
hhhhh ra} - T Mo ISESESRSRNEERE R

—170.08
—163.91
114.24
—61.04
4

N4 VNS NVY

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




image33.png
£ [=] (=4 o (=4 [=4 (=] (=4 [=4 [=4 o
o (3] (2] T 0 © M~ © [+] o -
o - -
| | | | | | | | | | |
@ 2
@ - =2
e 9
@®8 @
@ =)
o)
= R
1
— B3
— <~

70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm

75




image34.png
ppm

oo @

0
0

na@

~100

120

140

160

50 45 40 35 30 25 20 15

1.0

T
0.5 ppm




image1.png
bg* 0
G8" 0
§6°0
96°0
50°T
L0 T
L0 T
80" T
60°T
60°T
AN
€T 1T
b2 T
SC'T
52T
LZ'T
82T
82T
62T
e T
e T
e T
e T
€e T
€e T
FETT
GE'T
GE'T
9¢" T
LE'T
LE'T
e T
e T
6€° T
LG T
LG T
LG T
86T
86T
86T
66T
PO T
69T
99°T
99°T
L9 T
28T
28T
b8 T
b8 T
88T
68T
06T
T6°T
L6 T
86T
66T
00" 2
10" 2
90"
90"
30°C
60"
01" 2
AN
91 ¢
LT 2
81" ¢
61°C
02" 2
AR
bz e
e ¢
e ¢
e ¢
e ¢
ze e
AR
Pre
9¢€° G
LE"G
8E'S

0"

:

€0

|

A

i N

o
Is!
B

Ppm




image2.png
mmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmm

142.49
121.37

mmmmmmmmmmmmmmmmmmmmm
vvvvvvvvvvvvvvvvvvvvv

/v W

— 70.07

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




