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Pulse Seguence: s2pul

Sglvent: DMSD

Ampient temperature
Fiie: FCY_442
Mercury-300BB ‘“mercury”

Aelax. gelay 1.000 sec
Pulse 71.6 degrees

Atg. time 1.995 sec

wWidgth 4508.5 Hz

A repetitions
{(BSERVE H1i, 299.9808484 MHz
DATA PROCESSING
FT size 32768

Total time O min, 25 sec
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Puise Sequence: s2pul

Soivent: OMSD

Ambient temperature
File: FCY_442_C£13
Mercury=-30088 "mercury”

Pulse 55.7 degrees

Acg. time 1.815 sec

Wigth 1B761.7 Hz

30624 repetitions

OBSEAVE €413, 75.4302263 MHz
DECOUPLE H1, 299.9823122 MHz
Fower 35 dB

continuously on

WALTZ~16 mogulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 117 hr. 20 min., 24 sec
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fc.170424.a600.20.fid

FCY-Idead6

After chromatography - From frac 25 to 30
PROTON CDCI3 {E:\current_data} fc 3
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fc.170424.a600.21.fid
FCY-Idead6

After chromatography - From frac 25 to 30
C13 CDCI3 {E:\current_data} fc 3
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Pulse Sequence: s2pul

Solvent: OMSO ) /
Ambient temperature

File: FCY_ 444 . Mw\\\\
Mercury-300BB  "mercury” @

Relax. delay {.000 s5e&c

Pulse 71.6 degrees

Acg. time §.995 sec

Width 4506.5 Hz

6 repetiticns

OBSERVYE Hi, 299, 9808484 MHz
DATA PROCESSING

FT size 327EBB

Total time 0 min, 19 sec

4a
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Pulse Sequence: sapul

Solvent: OMSO

Ambient temperature
File; FCY_d44.£43
Mercury-300B8 “"mercury”

Pulse 55.7 vegrees

Acg. time 1.B15 sec

Width 1B7B1.7 Hz

48826 repetitions

OBSERYE C13, 75.4302283 MHz
DECOUPLE Hi, 2959.89823122 MHz
Power 35 0B

continuousiy an

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 117 hr, 20 min., 24 SeC

-

4a
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Fulse Sequence: s2pul

Solvent: CDCl13

Ambient temperaturs
File: FCY_223_iyear
Kercury-30088  “mercury”

Relax. gelay 1.000 sec

Pulse 71.5 degrees

Acg. time £.995 sec

Width 4506.5 Hz

B repetitions

OBSERVE Hi, 2899.9794235 MHz
DATA PROCESSING

FT size 32768

Total time O min, i9 sec

4b
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Pulse Seguence: S2pul

Solvent: COC132
Ambieni tempersture e

File: FCY_223_C13 — /
Mercury-300BE  "mercury” \\\\

Pulse 55.7 degrees

Acg. time t.815 sec

Width 1B7E:.7 Hz

28960 repetitions

OBSERVE C33, 75.4298B6B0 MHz

DECOUPLE Hi, 299.9808873 MHz

Power 35 ofl

continuously on

WALTZ-1E modulated

DATAPROCESSING

Line broadening t.0 Hz

FT size 131072 o O
Total time 117 nr. 20 min, 24 sec /

4b
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Pulse Seguence: s2pul

Solvent: DMSD

Ambient temperature
File: FCY_443
Mercury-300B8 "mercury”

Aelax. delay 1.000 sec
Pulse 71.6 degrees

Acg. time 1.9895 sec

Wigth 4506.5 Hz

B repetitions
OBSERVE  Hi, 209.9808484 MHz
DATA PROCESSING
FT size 32768
Total time O min, 19 sec

4c
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Pulse Seguance: s2pul

Solvent: DMSO

Ambient temperature
File: FCY_ 443 C13 .. .
Mercury-3006BE  "mercury”

Pulse 55.7 degrees

Acq. time i.815 sec

Width 1B87G31.7 Hz

38128 repetitions

OBSERVE €43, 75.4302263 MHz
DECOUPLE Hi, 295,9823122 MHz
Paower 35 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 117 hr, 20 min, 24 seC

4c
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fc.160708.a600.10.fid
FCY-Idea8
After filtration - White solid
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fc.160708.a600.11.fid

FCY-Idea8

After filtration - White solid

C13 CDCI3 {E:\current_data} fc 5
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fc.170420.a2400.10.fid

FCY-Idea45

After filtration & washing - White solid
PROTON DMSO {E:\current_data} fc 18
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fc.170420.a400.11 fid

FCY-Idead5

After filtration & washing - White solid
C13 DMSO {E:\current_data} fc 18
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fc.170424.a400.10.fid

FCY-Idead47

After filtration & washing - White solid
PROTON DMSOQ {E:\current_data} fc 10
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fc.170424.a400.11.fid

FCY-Idead7

After filtration & washing - White solid
C13CPD DMSO {E:\current_data} fc 10
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fc.160706.a600.10.fid

FCY-Idea?

After chromatography - Pale yellowish solid
PROTON CDCI3 {E:\current_data} fc 11
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cbm.170404.a400.10.fid
CBM 28 - Pure after column
PROTON CDCI3 {E:\current_data} cbm 1
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PROTON CDCI3 {E:\current_data} fc 22
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-Frac 7 to 14
urrent_data} fc 13

S5e
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FCY-TJ181.HCI
After HC| salt formation and filtration
PROTON CDCI3 {E:\current_data} fc 12
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fc.170406.a600.10.fid
FCY-Idea43

After chromatography - From frac 20 to 28

PROTON CDCI3 {E:\current_data} fc 8
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fc.170406.a600.11.fid

FCY-Idea43

After chromatography - From frac 20 to 28
C13 CDCI3 {E:\current_data} fc 8
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fc.170508.a600.10.fid
FCY-Idea50 i
After chromatography - From frac 6 to 11 4000
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fc.170508.a2600.11 fid
FCY-Idea50

After chromatography - From frac 6 to 11
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Pulse Segquence: s2pul

Solvent: DOMSO

Ambyent temperature
_File: FCY_4B0
Mercury-300B8  “mercury”

Relax. delay §.000 sec

Pulse 71.6 opgress

Acg. time 1.995 sec

Width 4506.5 Hz

8 repetitions

OBSERVE Wi, 299 3808484 MHz
DATA PROCESSING

FT size 32768

Total time O min, 25 sec

6¢c

S39



Pulse Sequence: s2pul

Salvent. DOMS0

amzient temperature
File: FCY_4B0_CAZ.
Mercury=300BE “mercury”

Pulse 55.7 degreas

Acg. time 1.815 sec

Width 18781.7 H:z

28448 repetitions

OBSERAVE C13. 75.4302263 MHz
DECOUPLE Hi., 299.8823122 MH:z
Pgwer 35 dB

continuously on

WALTZ=-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 147 hr, 20 min, 24 sec

6¢c

150 140 130

120 110 100 S0
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Pulse Segquence: szZpul

Solvent: COC13

Ambient temperature

File: _ECY 458 -
Mercury-300BE "mercury”

Relax. oelay 1.000 sec
Pulse 71.6 degrees

Acg. time 1.995 sec
Width AS0E.5 Hz

12 repetitions

OBSERVE ~ Hi, 200,9794235 Miz ® /
DATA PROCESSING

FT size 32768 Z
Total time O min, 37 sec ®

6d
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Pulse Seguence: sapul

Solvent: COCI3

Ambient tempersture
File: FCY_4a58_C13
Mercury-300BB “mercury”

Pulse 55.7 degrees
Acg. time 1.B15 sec
Width 1B7B1.7 Hz

31136 repetitions ®
OBSERVE C13, 75.4228BB0 MHz — //
DECOUPLE H1, 295.9B08873 MHz =
Power 35 dB ®

continuously on

WALTZ-1E modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT s1ze 131072

Total time 117 hr, 20 min, 24 sec

i by
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After filtration - White solid
PROTON CDCI3 {E:\current_data} fc 5 6000
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f1 (ppm)
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After filtration - White solid
C13 CDCI3 {E:\current_data} fc 5
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fc.170407.a400.10.fid

FCY-Idead4

After filtration & washing - White solid
PROTON CDCI3 {E:\current_data} fc 1
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fc.170407.a400.11.fid

FCY-Idead4

After filtration & washing - White solid
C13 CDCI3 {E:\current_data} fc 1
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fc.170508.2600.20.fid -3000
FCY-Idea51 .
After filtration & washing - White solid 2800
PROTON CDCI3 {E:\current_data} fc 6 I
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fc.170508.a600.21.fid

FCY-Idea51

After filtration & washing - White solid
C13 CDCI3 {E:\current_data} fc 6
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fc.170215.a600.10.fid

FCY-Idea28

After filtration & washing - White solid
PROTON DMSO {E:\current_data} fc 7
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fc.170215.a600.20.fid
FCY-Idea29
After filtration & washing - White solid -4000
PROTON DMSO {E:\current_data} fc 19
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cbm.170411.a400.10.fid [F18UUL
CBM 24.1 - Peak I (salt) 17000
PROTON CDCI3 {E:\current_data} cbm 1

~16000
~15000
~14000

~13000

o -12000
/N
®

(S)-6d
S
o
o

~1000
- J o L...L_Q_gi A 0

0O 85 80 725 70 65 60 55 50 45 40 35 3.0 25 20 15 1.0 05 0.0
f1 (ppm)

S51



cbm.170410.a400.30.fid L0000
CBM 24.2 - Peak II_salt i
PROTON CDCI3 {E:\current_data} cbm 12 8500
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fc.160705.a600.10.fid L
FCY-Ideab 2800

After chromatography - White solid
PROTON CDCI3 {E:\current_data} fc 3 2600
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cbm.170331.2400.10.fid
CBM 27 - #1 pure, after chromatography
PROTON CDCI3 {E:\current_data} cbm 1

OH

HN
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fc.170404.2600.10.fid
FCY-Idea42

After chromatography - From frac 27 to 41

PROTON CDCI3 {E:\current_data} fc 11
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fc.170404.a600.11.fid

FCY-Idea42

After chromatography - From frac 27 to 41
C13CPD CDCI3 {E:\current_data} fc 11 100000
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After chromatography - From frac 25 to 42
PROTON CDCI3 {E:\current_data} fc 13
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After chromatography - From frac 25 to 42
C13CPD (DA3 {E:\current_data} fc 13
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