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Current Data Parameters
NAME SG-JAS-FD-2
EXPNO 10
PROCNO 1
F2 - Rcquisition Parameters
Date_ 20141007
Time 12.02
INSTRUM spect
MeO, OMe PROBHD 5 mm QNP 1H/13
PULPROG zg30
0 D 32768
SOLVENT cpcll3
7 OMe NS 18
DS
OMe " 5995208 Hz
F FIDRES 0.182959 Kz
8] a0 2.7329011 sec
F RG 724.1
DW 83.400 usec
b DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
MCREST 0 sec
MCHWRK 0.01500000 sec
CHANNEL 1 ==
NUC1 1H
Pl 12.20 usec
PL1 0 dB
SFOl 300.1319508 MHz
F2 = Processing parameters
s1 16384
SF 300.1300063 MHz
WDW EM
$SB 0
LB 0.30 Hz
GB 0
BC 1.00
Name
" Al - Date
T T T T T T T T T NB#
10 9 8 7 6 5 4 3 2 0 ppm
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o - - -~ A OO Oy eI FIOMONOMN
Y N e N e
NB#
Current Data Parameters
HAME SG-SIR-5F-Dim
EXPNO 21
MeQ PROCNO 1
OMe L
FZ - Acquisition Parameters
o) Date 20140724
OM Time 0.04
¢ INSTRUM spect
/4 PROBHD 5 mm QNP 1H/13
OMe PULPROG 2gpg30
TD 65536
F SOLVENT cocls3
QO NS 7000
F DS 0
SWH 22675.736 Hz
b FIDRES 0.346004 Hz
AQ 1.4451188 sec
RG 1824.6
DW 22.050 usec
DE 6.00 usec
TE 300.0 K
D1 0.50000000 sec
di1 0.03000000 sec
DELTA 0.40000001 sec
MCREST 0 sec
MCWRK 0.01500000 sec
NUC1 3c
Pl 8.00 usec
PL1 -2.00 dB
SFO1 75.4767751 MHz
= = CHANNEL £2
CPDPRG2 alt
NUC2 1H
BCED2 80.00 usec
BL2 0 dB
PL12 16.33 dB
PL13 16.00 dB
SFOZ 300.1315007 MHz
F2 - Processing parameters
ST 131072
| | ] | ] I | SF 75.4677504 MHz
n n L AL il WDW EM
558 0
LB 0.30 Hz
GB 0
BC 1.40

T T T T T T T T T T

T T T T T T T T T T T 1
210 200 1%0 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  1/14/2015 10:31:34 AM
Analysis Name  D:\Data\Chemistry\Qutside\AMRI\SF-Dimer-1.d
Method YCH_Neg-150-1800.m Operator default user
Sample Name  5F-Dimer Instrument / Ser# micrOTOF-Q Il 10269
Comment AMRI
Acquisition Parameter ..
Source Type ESI lon Polarity Negative Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 3500V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plaie Offset  -500 V Set Dry Gas 6.0 I/min
Scan End 1000 m/z Set Coliision Cell RF - 300.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula m/z err[ppm] rdb e Conf N-Rule
3431000 1 C16H17F206 343.0999 -04 75 even ok
_:ﬂo_._w -MS, 0.79min #47, Background Subtracted. Background Subtracted
X0 343.1000
8
6
44
24
344.1032
345.1044
o] T T T T T A T T
340 34 342 343 344 345 346 347 348 miz
Bruker Compass DataAnalysis 4.0 printed:  1/14/2015 10:39:55AM Page 1of1
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AMRI

Albany Meleeular Research Inc.

7.260
6.845
6.824
6.727
6.722
6.706
6.702
6.676
5.503
5.497
5.492
5.485
5.478
5.472
5.465

—
@
0
w0

4.290
4.276
3.875
3.445
3.378
3.342
3.320
3.311
3.294
3.232
3.167
3.152
3.134
3.127
3.117
3.109
3.103
3.092

o —w
@ N o
@© @® @
o~ o e

2.796
2.789

v
~
P oy
w

R =

4. 303
2.872

< o= —
n M ~
® @ ~
o~ o~

2.753
2.736

Current Data Parameters
NAME SG-SIR-5F~. 2—[3 4-DiOMeFPh) EtNH2
EXEN
PROCNO ]
F2 - Acquisition Parameters
Date_ 20140528
MeO, OM Time
¢ INSTRUM spect
PROBHD 5 mm PABBO BE-
PULPROG zg30
OMe D §5535
/4 SOLVENT eoel3
OMe NS 16
Ds 2
F SWH 8012.820 Hz
O FIDRES 0.122266 Hz
AQ 4.0894966 sec
HN RG 181
oW 62.400 usec
DE 6.00 usec
a/ TE 300.0 K
D1 1.00000000 sec
TDO 1
= CHANNEL f1
HUCL
el 10.70 usec
OMe BLl -2.00 dB
PL1W ]4.33185163 W
OME SFOl 400,2330885 MHz
F2 - Processing parameters
I 276
SF 400.2300118 MHz
WowW BM
ssB o
LB 0.30 Hz
6B [
BC 1.00
ll ame
) o L N
Date
NB #
T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 0 ppm
qan A ﬁg e
=1tal (5] =21 o SYUREA = =] all=-] o]
et | =i | A= I (S EeV i (o] (ol e (o]
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— — LR RN - — AAA AN D O~ OO STTOMOO0M Name
L IV T VNNY OSSN e
NB #
Current Data Parameters
NAME SG-SIR-5F-2- (3, 4-DiOMePh) ELNH2
Meo EXBNO 11
PROCNO 1
OMe
F2 - Acquisition Parameters
0] Date_ 20140529
Time E:
/ O Me INSTRUM spect
OMB PROBHD 5 mm PABBO BE-
PULERCG 290930
F by 65536
0 SOLVENT €DC13
HN NS 10000
DS 4
SWH 24038.461 Hz
&K FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 114
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
DL 0.50000000 sec
D11 0.03000000 sec
OMe TDO 1
OMe
PL1 -1.00 dB
PLLN 44.58811569 W
SFOL 100.6479769 Miz
CHANNEL £2 ==
waltzlé
1H
80.00 usec
-2.00 dB
15.47 dB
5.72 dB
14.33185768 W
0.25662708 W
0.24227159 W
400.2316009 Miz
F2 - Processing parameters
sI 32
SE 100.6379151 MHz
WDW EM
SSB. [
1B 1.00 Hz
GB [
T T T T T T T T T T T T T T T T T T T T T 1 BC 1.40
210 200 190 180 170 160 150 140 130 120 110 100 20 80 70 60 50 40 30 20 10 ppm
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  11/3/2014 2:55:55 PM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141103\5F-3,4-DiOMe-PhEt-NH2-1.d

Method YCH_Pos-150-1800.m Operator default user

Sample Name  5F-3,4-DiOMe-PhEt-NH2 Instrument / Ser#t micrOTOF-Q Il 10269
Comment AMRI

Santhosh Kumar Chittimalla

Acquisition _um_.w:._o.nmq

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500V Set Dry Gas 8.0 Vmin
Scan End 1800 m/z Set Ci n Cell RF  200.0 Vpp Set Divert Valve Waste
Meas.m/z # Formula miz err[ppm] rdb e Conf N-Rule
506.2181 1 C26H33FNO8 5062185 0.7 105 even ok
Intens, +MS, 0.82min #49]
x104 506.2181
6
4
2 507.2205
508.2228
504 505 506 507 508 508 510 miz
Bruker Compass DataAnalysis 4.0 “printed: 11/3/2014 2.58:40PM  Pagedofl
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AMRI

Albany Molecular Researeh Inc.

Current Data Parameters
N

AME SG-SIR-5F-4-OMe PhETNH2
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140607
Time
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
™ 65536
SOLVENT €Dc13
NS 16
DS 2
SWH 8012.820 Kz
FIDRES 0.122266 Kz
AQ 4.0894966 sec
RG 90.5
DW 62.400 usec
DE 6.50 usec
TE 300.0 X
D1 1.00000000 sec
TDO 1

H

Pl 10.70 usec
PL1 -3.00 dB
PLLW 19.34582710 W
SFo1 400.1318542 MHz
F2 - Processing parameters
sI 32768
SF 400.1300094 MHz
WDW M
SSB 0
LB 0.30 Hz
GB 0
BC 1.00

Name

Date

NB #

MO, e
0
i OMe
OMe
F
HN 0
OMe
T T T T
10 9 8 7
A
| |~
il

Submitted to RSC Advances

1.00
1.02

1.00

4 3
ﬂﬁfi A ETNT,
oo [0 ou [ [ca[on |
orleulealeuleal < lelew

0 ppm



AMRI SRC
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3 > 2853 32 S S8crew HE ERwooas Taossn N
S e Hrmo ma s
33 B 5 o 2525535 FEES LL882323I9335R ame.
| N/ Voo NN SN\ o
NB #
Current Data Parameters
NAME 5G-SIR-5F-4-GMePhE
EXENO 11
MeO PROCNO 1
OMe
F2 - Acquisition Parameters
(0] Date_ 2014060
7 OMe
OMe
F (o]
HN
swr 23980.814 Hz
FIDRES 0.365918 Hz
A0 1.3664756 sec
G 18390.4
o 20,850 usec
DE 6.50 usec
1E 300.0 K
1 2.00000000 sec
D11 0203000000 sec
00 1
OMe
= CHANNEL fl s=w=smss
13¢
7.10 usec
-4.00 dB
82,02445221 W
sFO1 100. 6228298 Mz
- CHANNEL £2
CPDERGZ waltzl6
Huc2 18
PCPD2 80.00 usec
-3.00 a8
14.47 a8
5.06 dB

0.34640750 W
0.30240381 ®
400.1316005 MHz

F2 - Processing paramerers
J s1 3276

768
L I I J SE 100. 6127710 Mz
WO B
ssB 0
LB 1.00 Hz
GE 0
' ; : : | ; : : £ 1.40

T T T T T T T T T T T T T 1
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Analysis Info

~ Mass Spectrum SmartFormula Report

on Date  11/3/2014 11:32:00 AM

Acqu

Analysis Name  D:\Data\Chemistry\Outside\AMRN20141103\5F-4-OMe-PhEt-NH2-1.d

Method YCH_Pos-150-1800.m
Sample Name 5F-4-OMe-PhEt-NH2
Comment AMRI

Santhosh Kumar Chittimalla

r‘nn:‘mw:wcz Pa iimMm»

Source Type ESI
Focus Not active
Scan Begin 50 m/z
Scan End 1800 m/z
Meas. m/z # Formula Score

4762080 1 C25H31FNO7 100.00

Operator default user
Instrument/ Ser# micrOTOF-Q Il 10269

lon Polarity Positive Set Nebulizer 2.0Bar
Set Capillary 4500 V Set Dry Heater 200°C
Set End Plate Offset  -500 V Set Dry Gas 6.0 I/min
Set C Set Divert Valve Source

ion Cell RF 200.0 Vpp

m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule

476.2079 -0.1 -0.2 7.4 105 even ok

Intens.
x104

20

05

+MS, 1.86min #111
476.2080

477.2110

476.2139

00 v
474 475

Bruker Compass DataAnalysis 4.0

| G

476 477 478 479 480 miz

printed:  11/3/2014 11:35:46 AM Page 10of 1
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AMRI

Albany Molecular Researeh Inc.

a © wv
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™ e v

™ ™ o

S

7.734

o
I
-~
I

7. 706
7.183
7.162
6.895
6.873
5.473
5.466
5.459

™
n
=
w

5 447
5.441
5.434
4.831
4,175
4.161
4.136
4.123
4.071

o
w0
=
-

4 038
4.033
4.020
3.728
3.547
3.540
3.534

n
-
> @
=

3 509
3.502
3.409
3.388
3.378
3.362
3.208
3.157

™
o
1S
)

3 020
3.006
3.001
2.987
2.964

o
v
v ©
o

2.509
2.500
2.496
2.492

Current Data Parameters

NAME SG-SIR-5F-4-0MeBnNHZ
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140607
Time 18.52
INSTRUM spect
PROBHD 5 mm PABBQ BE-
PULPROG 2g30
MeO OMe ™ 65536
SOLVENT DMSO
0 NS 16
DS 2
7 OMe SWH 8012.820 Hz
OMe FIDRES 0.122266 Hz
AQ 4.0894966 sec
F RG 128
HN 6] DA 62.400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
)_‘_ C D0 1
O

Al

=3 —| |0 =} 1 for |
= | |o ] =} —| =)=
B il led |~ sl

Submitted to RSC Advances

w

0 ppm

Name

10.70 usec

-3.00 dB
19.34582710 W
400.1318542 MHz

400.1300031
EM

0.30

1.00

F2 - Processing parameters
32768

MHz

Hz

Date

NB #

11



AMRI SRC
location; 17
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— — — o - R K= = e e LWV FITITTONMOOMONOOM™N
| \// Voo N T\
NB #
Current Data Parameters
NAME SG-SIR-5F-4-0MeBnNH2
EXPNO 11
PROCNO 1
MeO OMe isiti
F2 - Acquisition Parameters
Q. Date_ 20140608
Time 1.35
i OMe INSTRUM spect
OMe PROBED 5 mm PAEBO BB-
PULPROG zgpg30
F ™ 65536
0 SOLVENT DMSO
HN NS 7000
DS 4
SWH
FIDRES
C A
RG
D
MeO DE )
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
D0 1
Pl 7.10 usec
PL1 -4.00 a8
PL1W 82.02445221 W
SFOl 100.6228298 MHz
PL13 15.06 dB
PL2W 19.34582710 W
PL12W 0.34640750 W
PL13W 0.30240381 W
SFO2 400.1316005 MHz
l | l F2 - Processing parameters
SI 8
l l SE 100.6128185 MHz
WDH EM
SSB 0
1B 1.00 Hz
GB 0
BC 1.40

T T T T T T T T T T T T T T T T T T T T T 1
210 200 1%0 180 170 160 150 140 130 120 110 100 80 80 70 60 50 40 30 20 10 ppm
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Analysis Info on Date  11/3/2014 12:12:32 PM

Analysis Name  D:\Data\Chemistry\Outside\AMRIN20141103\6F-PMB-NH2-1.d

Method YCH_Pos-150-1800.m Operator default user
Sample Name 5F-PMB-NH2 Instrument/ Ser# micrOTOF-Q Il 10269
Comment AMRI

Santhosh Kumar Chittimalla

._rwa:mma.o: .mm..m:“_.mmﬁ

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset -500V Set Dry Gas 6.0 I/min
Scan End 1800 m/z 200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula miz err[ppm] rdb e Conf N-Rule
4621925 1 C24H29FNO7 4621923 -06 105 even ok
Intens. +MS, 0.81min #48)
%104 462.1925
08
06
0.4
463.1950
0.2
464.1969
0.0 T T r > T T
460 461 462 483 464 465 466 miz
Bruker Compass DataAnalysis 4.0 T printed:  11/3/2014 12:14:59 PM © Pagelofl
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Current Data Parameters

NAME S$G-5F-D-PROPARGYLAMINE
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141226
Time 21.06
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
MeO D 65536
SOLVENT DMSC
OMe NS 16
DS 2
O SWH 8012.820 Hz
i OMe FIDRES 0.122266 Hz
AQ 4.0894966 sec
OMe G 181
F DR 62.400 usec

DE 6.00 usec

HN 0 299.9 K
Dl 1.00000000 sec
TDO 1
H = CHANNEL £l ========
NUC1
Pl

1H
10.70 usec

PL1 -2.00 dB
PLIW 14.33185768 W
SFOl 400.2330885 Mz
F2 - Processing parameters
sI 2768
SF 400.2300050 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
Name
L LJ&J Date
NB #
r T T T T T T T T T T
9 8 7 6 5 2 1 0 ppm

4 3
=) =3 = oo [ea [ [~ [w]w] =]
=) =] o[ | |o o=
= - jevl—len [eal =l lealen

1.0

Submitted to RSC Advances
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~ ~ — A OO SO MOMONOMmmMmm
MeO OMe
0
7 OMe
OMe
F 0
HN
, N .l L
e ’ e
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
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AMRI

Name

Date

NB #

Current Data Parameters
N;

IAME SG-5F-D-PROPARGYLAMINE
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141227

Time 1
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpa30

0 65536
SOLVENT DMSO

NS 8000

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
%) 1.3631988 sec
RG 101

W 20.800 usec
DE 6.50 usec
TE 300.0 K
D1 0.50000000 sec
D11 0.03000000 sec
DO 1

= CHANNEL f1

1

44.58811569 W
100.6479769 MHz

CHANNEL f2
waltzlé
1H

14.331857

PL12W 0.25662708 W
PL13W 0.24227159 W
SF02 400.2316009 MHz
F2 - Processing parameters
sI 32768

SF 100.6379636 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB o

BC 1.40

15



Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  12/18/2014 4:23:49 PM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141218\5F-Prg-Amine-1.d

Method YCH_Pos-150-1800.m Operator default user

Sample Name  5F-Prg-Amine Instrument / Ser# micrOTOF-Q Il 10269
Comment AMRI

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200°C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 6.0 I/min
Scan End 1800 mfz Set G ion Cell RF 200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula miz err[ppm] rdb e Conf N-Rule
380.1510 1 C19H23FNO6 380.1504 15 85 even ok
Intens. +MS, 0.87min #52|
x104 380.1510
34
2
1
381.1539
3821555
0 T T T T T
379.5 380.0 3805 381.0 381.5 382.0 3825 miz
Bruker Compass DataAnalysis 4.0 T printed:  12/18/2014 4:26:46 PM - Page 1 of 1
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Albany Melecular Research Inc.

AMRI

Current Data Parameters
NAM

SG-BCK-5~-F-Dimer-iBuNH2

EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141010
Time 21.07
INSTRUM spect:
PROBED 5 mm PABBO BB-
PULPROG 2930
D 65536
SOLVENT €pe13
NS 16
DS 2
SWH §012.820 Hz
FIDRES 0.122266 Hz
BO 4. 0354956 sec
RG -8
DH 52 400 usec
DE 6.00 usec
TE 300.0 K
Dl 1.00000000 sec
TDO 1
CHANNEL £1
10.70 usec
-2.00 &8
14.33185768 W
400.2330885 MHz
F2 - Processing parameters
SI
SF 400.2300118 MHz
WDW EM
SSB o
LB 0.30 Hz
GB o
EC 1.00
Name
Date
NB #

o HTON NN I TN ANTINDITANANTMNAOCOE I ADHO A AN~ - O o O~
W DEVONIFCOD TNV ITMNMANAOCOTONLLTANNHAFONOXETWLTONM AN TNNN A
o~ TETITITTANIATOMMNNOONNNAAAAAAAD O D XD ED 00 ®W®E®E AN
~ T e R R R e e R R e Rl e SN PN e P PSS PRy
OMe
7 OMe
OMe
] LM !
T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 0 ppm
(=] LO (WO WO | [ |1~ i} =3
=] (=R} o jo|lo|—= o]~ o (3]
— il |oa el [ew — o

Submitted to RSC Advances
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location; 18

- ~ o @ W
=] @ oo TOOnom oo m NN EEMEO OO
w o~ N W w N = =0 NNTOWODONATO~ —~u1n
. . R c PO MOO MoNO W OOV EHON ™M o
o > @~ N e o e
o © VW CO-Yww -~ CFEHCOOONO RS~ OO Name
— — et e OO ~ec- LU TTOMOMON NN
o \ NV N SN Y
NB #
MeO. Current Data Parameters
OMe NAME SG-BCK-5-F-Dimer-iBuNH2
EXPNO 11
0. PROCNO 1
7 OMe F2 - Acquisition Parameters
OMe Date_ 20141010
Time 23.17
F INSTRUM spect:
HN o) PROBED 5 mm PABBO EEE
PULPROG 2gpg3
D 65536
SOLWENT CDC13
@ NS 4000
L’- DS 4
SWH 24038.461 Hz
FIDRES 0.366728 Hz
a0 1.3631988 sec
RG 101
DW 20.800 usec
DE 6.50 usec
TE 300.0 K
Dl 0.50000000 sec
pll 0.03000000 sec
DO 1
CHANNEL f1
NUC1
Pl 8.60 usec
PL1 -1.00 dB
PLIW 44.58811569 W
sFOl 100.6479769 MHz
CHANNEL £2
CPDPRG2 waltzl6
Nuc2 18
PCPDZ 80.00 usec
PL2 -2.00 dB
PL12 15.47 dB
PL13 15.72 dB
PLZW 14.33185768 W
PL12W 0.25662708 W
PL13W 0.2422715¢ W
SFO2 400.2316009 MHz
F2 - Processing parameters
SI 68
| I ] . . SF 100.6379176 MHz
WDW EM
ssB 0
LB 1.00 Hz
GB a
T T T T T T T T T 1 EC 1.40

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 10 ppm
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Mass Spectrum SmartFormula Report.

Analysis Info Acquisition Date  11/3/2014 11:59:44 AM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141103\5F-1Bu-NH2-1.d

Method YCH_Pos-150-1800.m Operator default user

Sample Name  5F-IBu-NH2 Instrument / Ser#  micrOTOF-Q Il 10269
Comment AMRI

Santhosh Kumar Chittimalla

n Parameter

Acqu
Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500 vV Set Dry Heater 200°C
Scan Begin 50 mfiz Set End Plate Offset -500V Set Dry Gas 6.0 I/min
Scan End 1800 m/iz Set Collision Cell RF 200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula miz err[ppm] rdb e Conf N-Rule
3981977 1 C20H29FNOG6 398.1973 -08 6.5 even ok

+MS, 0.82min #49)|

Intens.
x10% 398.1977

4

3

2

1 399.2000

400.2016
0 , N ,
396 397 398 399 400 401 402 miz

Bruker Compass DataAnalysis 4.0 ) printed:  11/3/2014 12:0227 PM  Pagelof1
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AMRI

TN T AT DO ONDORON IO A DT A A TN VO T~ AODLO — 1N O
c\wr-l.ommwq«NDmmnwvmNN-—u:smcon\Dmmrﬁmwmﬂo&owomvmomvmcogi
Vtrﬂ'ﬂ'wtr‘w-—i\OmmvvmmmmmmﬁNNNNNNHﬁHHv—lHO&CDCOUJ\DDQDOQC’G!m

B0 6518 8 e 9 6 0 05 0 5 3 1 1 1 3 ) 0 09 0 09 (4 (4 4 (4 o S Albany Molecular Research Inc.

—7.260

Current Data Parameters

NAME $G-RKP-CYCLOPROPYLMETHAMAMINE=20
EXENO 10
PROCNO 1

F2 - Acquisition Parameters
Date 20150124

Time
INSTRUM spect
MeO PROBHD 5 mm QNP 1H/13
OMe PULPROG p
™ 32768
0 SOLVENT epc13
us 1€
OMe s H
7 S 5995.204 Hz
OMe FIDRES 0.182959 Hz
20 2.7329011 sec
F 56 51z
0 D 83.400 usec
HN DE 6.00 usec
15 300.0 X
i 1.00000000 sec
MCREST O sac
MCHRK 0.01500000 sec
CHANNEL £1
1
12.20 usec
o dp
3001219508 Mz
F2 - Processing parameters
1 16384
® 300.1300066 MHz
WD
sse o
LB
B o
2C 1.00
Name
Date

NB #

T
10 7 6 4 3 2 1 0 ppm
=l (=l (o S| |@|= (RO (=1 — —
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199.632

-~

199.616
——189.361

——153.962

AMRT;

102.697
102.615
97.645
97.238
95.085
95.035

=
X

SRC
location;

/
\

77.423
77.000
76.576

15

57.618
57.354
50.739
49,915
49.639
48.593
48,358
42.071
42.045
39.108
39.017
37.717
37.696

—9.742
3.622
3.577

MeO, OMe
7 OMe
OMe
F (0]
HN
. J
T T T T T T T T T T T T T T T T T T T T T 1
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

Submitted to RSC Advances

Name

Date

NB#

Current Data Parameters
NAME

EXPNG
PROCNO 1

F2 - Acquisition Parameters
20150124

Date_
e

NS
DS 0

SWH 22675.736 Hz
FIDRES 0.346004 Hz
AQ 4451188 sec
RG 1824.6

oW 22.050 usec
DE 6.00 usec
TE 300.0 K

D 0.50000000 sec
dil 0.03000000 sec
DELTA 0.40000001 sec
MCREST 0 sec

MCWRK 0.01500000 sec

= CHANNEL f1 mm=w:
13c

8.00 usec
-2.00 dB
75.4767751 MHz
CHANNEL f2 =
waltz16
18
80.00 usec
© dB
16.33 dB
16.00 dB
sFo2 300.1315007 MHz
F2 - Processing parameters
SI 31072
SF 75.4677502 MHz
WDW EM
SSB ]
1B 0.30 Hz
GB [
PC 1.40

SG-RKP-CYCLOPROFYLMETHAMAMINE-20
11

21



Analysis Info
Analysis Name

Mass Spectrum SmartFormula Report

Acquisition Date  1/7/2015 2:56:25 PM

D:\Data\Chemistry\Outside\AMRIN20150107\5F-Cyp-Me-Amine.d

Method YCH_Pos-150-1800.m Operator default user
Sample Name  5F-Cyp-Me-Amine Instrument / Ser# micrOTOF-Q Il 10269
Comment AMRI
Fwncmm ion Parameter ) -
Source Type ESI lon Polarity Positive Set Nebulizer 2.0Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 6.0 l/min
Scan End 1000 m/z Set Collision Cell RF  200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula m/z err[ppm] rdb e Conf N-Rule
396.1816 1 C20H27FNO6 396.1817 02 7.5 even ok
_:ﬁmzm»_ +MS, 3.55min #212, Background Subtracted|
x10 396.1816
1.25
1.00
0.75
0.50
397.1851
0.254
398.1900
0.00 ——T T > T T
393 394 395 306 397 398 399 400 401 miz
Bruker Compass DataAnalysis 40 ~ printed:  1/7/2015 3:05:16 PM ~ Pagetof1
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MeO, _ome
o
OMe
A OMe
E
HN 0

VI TR ITMNORTAAA ATV TMAMNMINDEANVDAC=MNBNEG AN N OO T @
MMUNMEACEF NN TMATONRIROMNARETTANRCNATFIADNNLCNHFOVI AR P HO OO D
TTAANNAAAAAAAONATINCOCONMMNANNUNNNAOD RN RN DO LWL ONWN T =
B R R A R T R L e B R G e I G R R R R R R R N N R RN R R

e e ST

Current Data Parameters
NAME SG-RKP-H-I-2

’w”}' Albany Molecular Research Inc.

usec
usec

sec

sec

EXPNO 10

PROCNO 1
F2 - Acquisition Parameters

Date_ 20140619

Time 20.11

INSTRUM spect

PROBHD 5 mm QNP 1H/13

PULPROG zg30

D 32768

SOLVENT DMSO

NS 32

2

5995.204

0.182959

2. ?329011

63 400

6.00

296.2

1.00000000

0 sec
0.01500000
CHANNET, £1

dB
300.1319508

ST 63
SF 300.1300018
WOW EM
55B 0

LB 0.30
GB 0

BC 1.00

Name

usec

MHz

F2 - Processing parameters
84

MHz

Hz

L Date

NB #

10 9

'S
w -
[N)
-

8 7 6 5
o oy HERRRE
Sl-|= S o = o [0 |0 || [
Allesled i " = s o [en lew <=

Submitted to RSC Advances
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— o NO O (=X} ™ =
~ w - Mmoo (= own
- (=] N @ 0 s =
o =~ o @ co V66w
(=] w "W - NNNN
— — e — o
MeO
OMe
[
OMe
v
OMe
f 0
HN

Ll

=
£
X
.
§

AMRT SRC
location;

124.515
102.910
102.854
97.092
95.790
94.446
94.409

56.844
56.650
52.717
50.301
49.143
49.035
47.778
40.332
40.148
39.939
39,730
39.522
39.313
39.105
38.896
38.654
38.455
38.385

17

a

|
|

n . |

38.249
36.694

Name

Date

NB#

Current Data Parameters

EXPNO
PROCNO

1

S5G-RKP-2-AMINOINDAN
11

F2 - Acquisition Parameters
20150117

Date_

ime
INSTRUM

PROBHD
PULPROG

D
SOLVENT
NS

CHANNEL £l =
1

spect
5 mm PABBO BB-

4
23980.814
0.365818
1.3664756
7298.2
20.850
6.50
300.0
2.00000000
0.03000000
1

7J5
]

-4.0

Hz
Hz
sec

usec
usec
K
sec
sec

T T T T T T T T
210 200 190 180 170 160 150 140 130

Submitted to RSC Advances

-
-

T
120

T
0 100 90 80 70

8202445221
100.6228298 MH=z

= CHANNEL £2
waltzlé
1H

15.06
19.34582710
0.34640750
0.30240381 W
400.1316005 MHz

F2 - Processing parameters
SI 32768

SF 100.6128177 MHz
WDW EM

§5B 0

LB 1.00 Hz
GB 0




Mass Spectrum SmartFormula Report

Analysis Info

Acqu

Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141103\5F-Am-Indane-1.d

Method YCH_Pos-150-1800.m Operator
Instrument / Ser##  micrOTOF-Q Il 10269

Sample Name  5F-Am-Indane
Comment AMRI

Santhosh Kumar Chittimalla

n Parameter

on Date  11/3/2014 3:09:03 PM

default user

Acqu
Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 6.0 Umin
Scan End 1800 miz Set C on Cell RF 200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula miz err[ppm] rdb e Conf N-Rule
4581971 1 C25H29FNO6 4581973 06 115 even ok
Intens, +MS, 0.81min #48]
x104 458.1971
4
3
2
458.1998
1
460.2023
' , , i\ _ _
456 457 458 459 460 461 482 miz
Bruker Compass DataAnalysis 4.0 printed:  11/3/2014 3:11:49 PM “PageTof 1
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OAMRI

Albany Molecular Research Ine.

Current Data Parameters
NAME SG-BCK-5-F-Dimer-CycloHaxylNH2
10

EXENO
PROCNO 1
- Acquisition Parameters
Date_ 20141011
Time 1.52
MO Frosim rect
Me PROBHD 5 mm PRBBC BB~
PULPROG 2930
™ 65536
OMe SOLVENT coci3
7 us 16
DS 2
OMe 8012.820 X
F FIDRES 0.122266 Hz
O AQ 4.0834966 sec
HN RG 71

i 62.400 usec

DE 6.00 usec

TE 300.0 K

D1 1.00000000 sec

DO 1
CHANNEL £1

10.70 usec
ds

14.33185768 W
400.2330885 MHz

F2 - Processing parameters
sI 768

sSF 400.2300118 MHz
WDW EM
558 ]

Le 0.30 Hz
G8 0

BC oo

3.02
1.13
4.11
3.15/ w
3.04f

.1
2.31

.14

1

| [ o ™
| o o =}
SINE o i

Submitted to RSC Advances



AMRI; SRC

AV400

location; 18
=] ™ O - o~
- -~ ~m M ~de T ooy A A O MOEYVOMOWVWOO -
€] Eal [Nl mwn oY N @ NMOAOAMODEOMOLNMOD A ™M
. . PR N HOO o™ OO OOV A—TORNY —~ =~
(= o r~r~ = o Ky B .. R
o @ W oorr-unwm ™~ 9\ CEAOOO@NNG 0N AW T S
IR MRV N 772
0.,
M OMe
0
; OMe
OMe
F 0
HN
T T T T T T T T T T T T T T T T T T T T T 1
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

Submitted to RSC Advances

Name

Date

NB #

Current Data Parameters

SG-BCK-5-F-Dimer-CycloHexylNH2
11

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141011
Time 4.05
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULBROG 2gpg30
™D 65535
SOLVENT €nel3
NS 4000
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 101
D 20.800 usec
DE 6.50 usec
TE 300.0 K
D1 0.50000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
Hucl 13¢
Pl 8.60 usec
PLL -1.00 dB
PLIW 44.58811569 W
SFol 100.6473769 MHz
= CHANNEL £2 ==
CPDPRG2 waltzlé
Nucz 1H
PCPD2 80.00 usec
PLZ -2.00 dB
PL1Z 15.47 dB
PL13 15.72 dB
PL2W 14.33185768 W
PL12W 0.25662708 W
PL13W 0.24227159 W
5FO2 400.2316009 MHz
F2 - Processing parameters
sI
SF 100.6379180 MHz
WDH EM
538 0
LB 1.00 Hz
GB 0
PC 1.40



Analysis Info

Sample Name  5F-CycHex-NH2
Comment AMRI

Santhosh Kumar Chittimalla

Acq :mmEom_‘ vs_.m:._m_.mq

~ Mass Spectrum SmartFormula Report

Acquisition Date  11/3/2014 11:39:56 AM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141103\5F-CycHex-NH2-1.d
Method YCH_Pos-150-1800.m

Operator

default user

Instrument / Ser# micrOTOF-Q Il 10269

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z SetEnd Plate Offset  -500 V' Set Dry Gas 6.0 U/min
Scan End 1800 miz Set C on Cell RF 200.0 Vpp Set Divert Valve Waste
Meas. miz # Formula miz errfppm] rdb e Conf N-Rule
4242138 1 C22H31FNO6 4242130 -1.9 7.5 even ok
Intens +MS, 0.82min #49|
x104 424.2138
4
3
2
4252165
1
; 426 2166
422 423 424 425 426 427 428 miz
Bruker Compass nal T printed: 11/3/2014 11:42:42AM Page Tof 1
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location;

—

10 9

Submitted to RSC Advances

[

1.0000
1.0434
0.9964
2.2293
1.9147
3.8470
5.1176
2.1127
3.0979
2.0662
2.0920

Name

Date

NB#

Current Data Parameters

NAME 5G-RKP-H-3-I
EXPNO 10
PROCNC 1

F2 - Acquisition Parameters
Date_ 20140621
Time

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894966 sec
RG 90.5

DW 62.400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1

19.34582710
400.1318542

F2 - Processing parameters

Hz

32768
400.1300094 MHz
EM
0
0.30
0
1.00

29



157.302
157.028

——199.580
——189.431
T—154.463

=

Me0, OMe
0
7 OMe
OMe
F
HN 0

) ki

0

AMRI SRC
location;

102.696
102.634

97.585
97.503
95.075
95.039

ra
s
X

77.317
76.999
76.681
66.409
66.310
57.615
57.417
50.751
49.964
49.645
49.198
48.561

<
y
i
<

vy

1

7

39.062
38.995
37.667
32.122
31.901

——42.162

X
N

T

T T T T T T
210 200 1%0 180 170 160 150

Submitted to RSC Advances

T
140

T
130

T
120

T
110

T
100

T
20

T
80

T
70

20

T 1
10 ppm

Name

Date

NB#

Current Data Parameters
IAME SG-RKP=H-3-1
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140621
Time

INSTRUM spect
PROBHD 5 mm PABEO BB-
PULPROG
™

SOLVENT

NS

D8

SWH

FIDRES

RG 16384

oW 20.850 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D1l 0.03000000 sec
TDO 1

Pl 7.10 usec
PLl -4. dB
PL1W 82.02445221 W
SFOl1 100.6228298 MHz

- == CHANNEL f2 =
CPDPRG2

waltzlé
NUCZ 1H
BCEDZ 80.00 usec
PLZ =3.00 dB
PL12 14.47 dB
PL13 15.06 dB
PL2W 19.34582710 W
PL12W 0.34640750
PL13W 0.30240381 W
SFO2 400.1316005 MHz

F2 - Processing parameters
8I 32768

SF 100.6127711 MHz
WDW EM

SSB o

LB 1.00 Hz
GB 0

PC 1.40

30



Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  11/3/2014 3:02:22 PM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141103\5F-4Am-Pyrane-1.d

Method YCH_Pos-150-1800.m Operator default user

Sample Name 5F-4Am-Pyrane Instrument / Ser#f micrOTOF-Q 1l 10269
Comment AMRI

Santhosh Kumar Chittimalla

.p.n.....Em“ ion _um_.mz.._m:w..

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500 vV Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 6.0 Umin
Scan End 1800 miz Set Collision Cell RF~ 200.0 Vpp Set Divert Valve Waste
Meas. miz # Formula m/z err[ppm] rdb e Conf N-Rule
4261915 1 C21H29FNO7 4261923 1.8 7.5 even ok
Intens. +1S, 0.81min #48]
x10% 426.1915
1.2
1.0
08
0.6
0.44
427.1938
0.2
428.1990
0.0 ; , — v ; > r
423 424 425 426 427 428 429 430 miz
Bruker Compass DataAnalysis 4.0 printed:  11/3/2014 3:05:37 PM Page1of1
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OAMRI

Albany Melecular Research Inc.

7.366
7.355
7.351

7.345
7.260
474
467
461
455
448
442
437
335

Current Data Parameters

NRME SG-BCK-5-F-Dimer-Alanine-Bn
EXENO 10
PROCNO 1
MeO OMe F2 - Acquisition Parameters
Date_ 20141011
o Time 6.41
OMe INSTRUM spect
7 PROBHD 5 mm PABBO BB-
PULPROG 2g30
OMe D 65536
F SOLVENT €Dbe13
0 s 16
HN i 2
SHH 8012.820 Hz
0 FIDRES 0.122266 Hz
. AQ 4.0824966 sec
RG 71.8
o 62.400 usec
(0N DE 6.00 usec
Bn TE 300.0 K
Dl 1.00000000 sec
DO 1
CHANNEL
-2.00 dB
14.33185768 W
400.2330885 MHz
F2 - Processing parameters
s1 32766
sF 400.2300118 MHz
WDH EM
ssB 0
1B 0.30 Hz
B 0
BC 1.00
Name
- UU il U E x L__ L Date
T T T T T T T T T T T NB#
10 9 8 7 6 5 4 3 2 1 0 ppm
(=1{=1 {s}][=] (=0 (o] Gl (] {ned hoad (==
el (=1[=1 al (=] O | [N O | [
{3 — O [ [aa) (Fod (o8]l Ll 3]
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AMRI; SRC AV400
location; 18

~ - © 0o osNm oo
- 0 o~ ~ o= Moo O=odwo FOH VAN UNTENDDORO
- ~ ~ ~ T Wn 0~ ©n SO omwd HO®m WNMATOANMNN DD
- . . LR EE=2CE- N MOLY FHOAROOUNYE-O®Y
= o @ ~ - = @00 W@ IS Es DR P D
o © 0 o Moo cComrTT CEC FPEWONO S @@ Name
— - — e bR e R O -~ WWOWwW T TS TS S MMM
| I A N A N R 7
NB #
MeO OMe Current Data Parameters
NAME 5G-BCK-5-F-Dimer-Glycine-Bn
EXPNO 11
0 OMe PROCNO 1
4 F2 - Acquisition Parameters
OMe Date_ 20141011
F Time 8.51
0 INSTRUM spect
HN PROBED 5 mm PABBO BB-
PULEROG zgpg30
. D 65536
o SOLVENT cDCl3
NS 4000
DS 4
SWH 24038. 461 Hz
“Bn FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG
DH 20,800 usec
DE 6.50 usec
TE 300.0
D1 0.50000000 sec
D1l 0.03000000 sec
D0 1
CHANNEL 1
-1.00 dB
44.58811569 W
100.6479769 Miz
CHANNEL £2
waltz1é
1H
80.00 usec
-2.00 dB
15.47 dB
15.72 dB
14.33185768 W
0.25662708 W
0.2422715% W
SF02 400.2316009 Miz
F2 - Processing parameters
SI 32768
SF 100. 6379194 MHz
L WDH EM
SSB [
LB 1.00 Hz
GB 0
BC 1.40

T T T T T T T T T T T T T T T T T T T T T 1
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Analysis Info

Mass Spectrum SmartFormula Report |

Analysis Name  D:\Data\Chemistry\Outside\AMRIN20141103\5F-Gly-OBn-1.d

11/3/2014 11:53:29 AM

Method YCH_Pos-150-1800.m Operator default user
Sample Name 5F-Gly-OBn Instrument / Ser#  micrOTOF-Q Il 10269
Comment AMRI

Santhosh Kumar Chittimalla

n Parameter

Source Type ESI Positive Set Nebulizer 2.0 Bar
Focus Not active ry 4500 vV Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset  -500V Set Dry Gas 6.0 Umin
Scan End 1800 m/z Set Collision Cell RF 200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula miz err[ppm] rdb e Conf N-Rule
4901874 1 C25H29FNOS8 490.1872 04 115 even ok
Intens. +MS, 0.82min #49
x104 4901874 .
3.0
25
20
1.5
1.04
491.1894
0.5
4921922
0.0 T ~— T T \? T
487 488 489 490 491 492 493 494 miz
Bruker Compass DataAnalysis 4.0 T printed:  11/3/2014 11:55:54 AM " Pagelof1
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oomcmcﬂ'h—(mocmﬂommwmmi‘mwo\ﬂmﬁ(\lmh
\Dmﬂow\ﬂmvwmm\ﬂmmt’-mNN—(OO\Nmmmmu’)vWﬂ
NN T T TTIPTTAAAAAAAAAD T MMM MO0
SN NN DD NN T T DT T T T T T OO0 00 M 04 0 09 0 8 0 o o d

MO oMe
0
7 OMe
OMe
F
HN 0

Ei0" "0 L!.K

AMRI

ANOOLC-DONNN AT DINDONONNDNNDALAD T M OW 0N
OO0 OO MANHOSOCO DO ITNCOXR~OW MO — O~ In M o
MEOMNANNNNN AT AT A "0 000CWEONWOMMWV MG O = NN Albany Melecular Rescarch Inc.
- - PR 3

Current Data Parameters

NAME
EXPNO
PROCNO

SG-BCK-5F-D-betaALANINE
20

1

F2 - Acquisition Parameters

Date,
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

SF

20141010
1.50

spect
5 mm PABBO BB-
230
65536
coc13
16
2
8012.820 Hz
0.122266 Hz
4.0894966 sec
40.3
62.400 usec
€.50 usec
300.0 K
1.00000000 sec
1

CHANNEL f1 =

1H

-3.00 dB
19.34582710 W
400.1318542 MHz

F2 - Processing parameters
1 32

400.1300095 MHz
EM

0.30 Hz

1.00

10 9 8 7 6 5 4 3 2
bl < Rl I g £=)
=) |5 = S p S = o =
.—.4 5 r\; o=l e ley ™
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AMRTI SRC
location;

17

”™ = o wMmw o~
g r~ ™ ™ =~ NYooOoo™ w oo WONMNDITMM =~ N o~
3 @ = P aa2ee Y aTenesTeasnno <
T T T 234 S258RS Fer 8h832233783354 3
MeO,
OMe
[¢]
y OMe
OMe
: (6]
HN
Et0” "0
i Jm
T T T T T T T T T T T T T T T T T T T T T 1
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 S50 40 30 20 10 ppm
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Name

AMRI

Date

NB #

Current Data Parameters

NAME SG-BCK-5F-D-betaALANINE

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date 20141010

Time™

INSTRUM spect

PROBHD 5 mm PABEBO BE-

PULPROG 2gpg30
65536

SOLVENT CDCL3

NS 3500

Ds 4

SWH 23980.814 Hz

FIDRES 0.365918 Hz

AQ 1.3664756 sec

RG 14596.5

DW 20.850 usec

DE .50 usec

TE 300.0 K

Dl 2.00000000 sec

D1l 0.03000000 sec

TDO 1

CHANNEL £1

NUC1 13c

Pl 7 usec

PL1 -4.00 dB

PL1W 82.02445221 W

SFOl 100.6228298 MHz

CHANNEL £2

CPDPRG2 waltzlé

Nuc2 1H

PCPD2 80.00 usec

PL2 -3.00 dB

PL12 14.47 dB

PL13 15.06 dB

PL2W 19.34582710 W

PL12W 0.34640750 W

PL13W 0.30240381 W

SFO2 400.1316005 MHz

F2 - Processing parameters

sI 32768

8F 100.6127740 MHz

WD EM

SSB 0

LB 1.00 Hz

GB 0

BC 1.40
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  11/3/2014 12:33:52 PM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141103\5F-Beta-Alanine-1.d

Method YCH_Pos-150-1800.m Operator default user

Sample Name 5F-Beta-Alanine Instrument / Ser#t micrOTOF-Q Il 10269
Comment AMRI

Santhosh Kumar Chittimalla

Acquisition vmrmimﬂmw

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500V Set Dry Gas 6.0 Vmin
Scan End 1800 m/z 200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula m/z err[ppm] rdb e Conf N-Rule
4421878 1 C21H29FNO8 4421872 1.5 7.5 even ok
Intens. +MS, 0.81min #48|
x10% 4421878
61
5
4
3
2
443.1908
1
4441927
0 _ _ _ 9 , _
440 a4 442 443 444 445 446 miz
Bruker Compass DataAnalysis 4.0 "~ printed:  11/3/2014 12:36:21 PM ~ Pageloft
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—7.609
—6.861

CAMRI

Albany Melecular Rescarch Inc.

Current Data Parameters
NAM SG-RKP-5F-DIMER-Histamine
1

EXPNO
PROCNO 1

SWH 2. 82 Hz
FIDRES 0.122266 Hz
AQ 4.0894966 sec
BG 181

o 62,400 usec
DE 6.00 usec
TE 300.0

Dl

0

Pl usec
PL1 -2.00 @B
PLLW 14.33185768 W
SFOL 400.2330885 MHz

F2 - Processing parameters
s1 32768

SF 400.2300141 MHzZ
WDH EM
55B 0

LB 0.30 Hz
GB 0

BC 1.00

J Name,
s I Date

NB #

Submitted to RSC Advances
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49.802
49.638
49.424
49.212
49.000
48.853
48.788
48.574
48.360
44.130
42.845
40.372
40.303
38.724
26.638

AV400
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T T T T
160 150 140 130 120

T T T T

T T
110 100 90 80 70

Name,

Date

NB #

Current Data Parameters
NAME

5G-RKP-5F-DIMER-Histamine
11

EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date_ 20141014
Time 3.15
INSTRUM spect
PROBHD 5 mm PABBO BBE-
PULPROG 2gpg30

TL 65536
SOLVENT MeoD

NS 5000

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 114

i 20.800 usec
DE .50 usec
TE 300.0 K
Dl 0.50000000 sec
D11 0.03000000 sec
TDO 1

PL12W
PL13W
SFO2

sI
WDW
SSB
LB

GB
BC

CHANNEL f2

44.5881156% W
100.6479769 MHz

waltzlé

1H
80.00 usec
-2.00 dB
15.47 dB
15.72 dB
14.33185768 W
0.25662708 W
0.24227159 W
400.2316009% MHz

F2 - Processing parameters
32768

100.6377729 MHz
EM

1.00 Hz

1.40
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Mass Spectrum SmartFormula Report

Acquisition Date  11/3/2014 11:46:13 AM

Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141103\5F-Histamin-1.d

Analysis Info

Method YCH_Pos-150-1800.m
Sample Name 5F-Histamin
Comment AMRI

Santhosh Kumar Chittimalla

Mma:,m.:&.:. 33.:2@_.

Operator default user
Instrument / Ser# micrOTOF-Q Il 10269

Source Type ESI fon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500V Set Dry Gas 6.0 I/min
Scan End 1800 m/z on CellRF  200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula miz err[ppm] rdb e Conf N-Rule
436.1888 1 C21H27FN306 436.1878 22 95 even ok
Intens. +MS, 0.86min #51
x104 436.1888
2.5
20
15
1.01
437.1908
0.5
438.1946
434 435 436 437 438 439 440 miz
Bruker Compass DataAnalysis 4.0 T T11/3/2014 11:49:46 AM Page 1of 1 i
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Submitted to RSC Advances

Current
NAME
EXPNO
PROCNO

Albany Molecular Research Inc.

Data Parameters

5F-D-TRYPTAMINE
10

1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG

TD
SOLVENT
NS

20141220

20.13

spect

5 mm PABEO BB-
2930

65536

DMSO

16

2
8012.820
0.122266

4.0894966
71.8
62.400
€.00

Hz
Hz
sec

usec
usec

300.0 K
1.00000000
1

sec

38 10.70 usec
PL1l -2.00 dB
FL1W 14.33185768 W
SFO1 400.2330885 MHz
F2 - Processing parameters
SI 32768
SF 400.2300050 MHz
WDW EM
8SB o
LB 0.30 Hz
GB 0
PC 1.00

Name

Date

NB #

41
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80 70 60 50 40 30 20

10 ppm

Name

Date

NB #

Current Data Parameters
E 5F-D-TRYPTAMINE
11

EXPNO

FROCNO 1

F2 - Acquisition Parameters
Date_ 20141221
Time 0.32
INSTRUM spect
PROBHD 5 mm PABBO BE-
PULPROG zgpg30

D 65536
SOLVENT DMSO

NS 8000

DS 4

SWH 24038.461 He
FIDRES 0.366798 Hz
10 1.3631988 sec
RG 101

oW 20.800 usec
DE 6.50 usec
TE 300.0 K
Dl 0.50000000 sec
D1l 0.03000000 sec
TDO 1

PL2W
PL1ZW
PLL3W
SFO2

CHANNEL £1
1

=1.00
44.5881156%

100.6479769
CHANNEL f2 =

waltzlé

1H

80.00

-2.00

15.47

15.72

14.33185768

0.25662708

0.24227159
400.2316009

276
100.6379622

1.00
1.40

w
MHz

F2 - Processing parameters
3

MHz

Hz



AMRI Direct MS Analysis Report

Acquired by : System Administrator
Sample Name : SG-RKP-5F-TRYPTAMINE
Data File : SG-RKP-5F-TRYPTAMINE.lcd
Method File . ESI-LCMS Method3.lem
Month-Day Acquired 1 2/4/2015
Mass Spectrum
Peak # : 1, Retention Time : 2.867 min
Base Peak m/z : 485, Base Peak Intensity : 66882376688237
Polarity :Positive, Event : 1 - 1
8000000-] W
7000000 485
6000000
5000000~
E 425
4000000
3000000~
2000000
1000000-]
" T ‘\"“'\"L\“‘\' T N T
100 200 300 400 500 600 700 800

m/z
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1.14
0.9¢6
1.17

Submitted to RSC Advances

w

9
1
0
4

9
1
2
[1]

1.11
0.97
1.00
4

3
2

Current Data Parameters
NAME SG-5F-OME-TRYPTAMINE
10

EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date 20141227
Time

INSTRIM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930

D 65536
SOLVENT DMSO

NS 16

Ds 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
) 4.0894966 sec
RG .

DW 62.400 usec
DE 6.00 usec
TE 300.0 X
Dl 1.00000000 sec
D0 1

CHANNEL £1

1H
10.70 usec

-2.00 dB
PL1W 14.33185768 W
SFO1 400.2330885 MHz
F2 - Processing parameters
SI 32768
SF 400.2300052 MHz
WDW EM
ssB 0
LB 0.30 Hz
GB 0
PC 1.00
Name
Date
NB #
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Name

Date

NB #

Current Data Parameters
NAME S

G-5F-OME-TRYPTAMINE
11

EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date_ 20141227
Time 12.21
INSTRUM spect
PROBHD 5 mm PABBO BE-
PULPROG zgpg30

™ 65536
SOLVENT DMSO

NS 8000

DS 4

SWH 24038.461 H
FIDRES 0.366798 H
AQ 1.3631988 se
RG 101

DR 20.800 usec
DE 6.50 usec
TE 300.0 K
D1 0.50000000 sec
D11 0.03000000 sec
TDO 1

CHANNEL f1

=1.0
44.58811569 W
100.6479769 MHz

CHANNEL 2
waltzlé

10
80.00 usec
-2.00 dB
15.47 dB
15.72 dB
14.33185768 W
0.25662708 W
0.24227159 W
400.2316009 MHz

F2 - Processing parameters

SsI
SF
WDW
SSB
LB
GB
PC

32768
100.6379595 MHz

1.00 Hz

1.40

45



~ Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  12/18/2014 4:44:46 PM
Analysis Name  D:\Data\Chemistry\Qutside\AMRIN20141218\5F-OMe-Tryp-1.d

Method YCH_Pos-150-1800.m Operator default user

Sample Name  5F-OMe-Tryp Instrument / Ser#  micrOTOF-Q Il 10269
Comment AMRI

Santhosh Kumar Chittimalla

Acquisition _um..m-.:m.”m_‘

Source Type Esl lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset  -500 V Set Dry Gas 6.0 /min
Scan End 1800 m/z 200.0 Vpp Set Divert Valve Waste
Meas. miz # Formula m/z err[ppm] rdb e Conf N-Rule

5152195 1 C27H32FN207 5152188 -1.4 125 even ok

Intens, +MS, 0.89min #53|
x104 515.2195
6
4
516.2230
2
517.2244
: 5182237
0 o : , - . - .
513 514 515 516 517 518 519 miz

Bruker Compass DataAnalysis 4.0  printed:  12/18/2014 4:47:46 PM ~ Pagefofl
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AMRI

Albany Molecular Research Inc.

Current Data Parameters

NAME
EXPNO
BROCNO

SG-SIR-E-SF-P-ANISIDINE
10

1

F2 - Acquisition Parameters

Date_

ime
INSTRUM
PROBHD
PULPROG
k3l

SOLVENT
NS

Ds

SWH
FIDRES
A

Name

20140719

spect
5 mm PABBO BB-

2
8012.820 Hz
0.122266 Hz

4.0894966 sec
161.3

62.400 usec
6.50 usec

300.0 K
1.00000000 sec
1

CHANNEL f1 ====
18
10.70 usec
-3.00 dB
19.34582710 W
400.1318542 MHz

FZ - Processing parameters
32768

400.1300031 MHz
EM

0.30 Hz

=

1.00

Date

NB #
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o

Name

Date,

NB#

Current Data Parameters
5G-SIR-E=-5F-P-ANISIDINE
1

Hz
Hz
sec

usec
usec

E

sec
sec

NAME
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date 20140719
Time 10.186
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
T 65536
SOLVENT DMSO
NS 7000
DS 4
SWH 23980.814
FIDRES 0.365918
AQ 1.3664756
RG 18390.4
DA 20.850
DE 6.50
TE 300.0
D1 2.00000000
D1l 0.03000000
TDO 1

CHANNEL f1 =
13¢

7.10

-4.00

82.02445221 ¥

100.6228298

= CHANNEL £2 =
CPDPRG2 waltzlé
NUC2 18
PCPD2 80.00 usec
PL2 -3.00 dB
E 14.47 dB
PL13 15.06 dB
PL2W 19.34582710 w
PL12W 0.34640750 W
PL13W 0.30240381 W
SF02 400.1316005 MHz
F2 - Processing parameters
sI 3

SF 100.6127805 MHz
WDH EM
S5B 0

LB 1.00 Hz
GB 0

C 1.40



Mass Spectrum SmartFormula Report |

Analysis Info Acquisition Date  11/3/2014 11:04:33 AM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141103\5F-Anisidine-1n.d

Method YCH_Pos-150-1800.m Operator default user

Sample Name 5F-Anisidine Instrument / Ser# micrOTOF-Q Il 10269
Comment AMRI

Santhosh Kumar C|

Acquisition Parameter

Source Type ESI Negative Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 3500V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset -500 V Set Dry Gas 6.0 fmin
Scan End 1800 m/z jon Cell RF 200.0 Vpp Set Divert Valve Waste
Meas. m/iz # Formula m/z err[ppm] rdb e Conf N-Rule
4461627 1 C23H25FNO7  446.1621 -15 115 even ok
Intens. -MS, 0.96min #57
x104 446.1627
6
4
2
4471658
ﬁ 48,1670
0 A ,

444 445 446 447 428 449 450 miz

Bruker Compass DataAnalysis 4.0 printed:  11/3/2014 11:.07:48 AM Page 1 0f 1
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0 ppm

AMRI

.Alhany Melecular Rescarch Inc.

Current Data Parameters

NAME
EXENO
PROCNO

5G=-RKP-H~-PYROLIDINE
10

1

F2 - Acquisition Parameters
20

Date_ 141013
Time 16.50
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULER 2g30
D 32768
SOLVENT €DC13
NS 16
DS 2
SWH 5995.204 Hz
FIDRES 0.182959 Hz
AQ 2.7329011 sec
RG 181
DH 83.400 usec
DE 6.00 usec
TE 300.0 K
Dl 1.00000000 sec
MCREST 0 sec
MCHRK 0.01500000 sec
CHANNEL f1
12.20 usec

0 dB
300.1319508

MHz

SI
SF
WDW
ssB
1B
GB
PC

Name

Date

F2 - Processing parameters
16384

300.1300065 Mz
EM

0.30 Hz

1.00

NB #

50



AMRI; SRC
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(Rl — o HeEO DD -~ VOSSO om o
NB #

Current Data Parameters

NAME SG-RKP-5F-PYROLIDINE
EXPNO 11
PROCNO 1
MeO,
OMe F2 - Acquisition Parameters
Date_ 20141122
o] Tine 12057
OMe INSTRUM spect
/s PROBHD 5 mm QNP 1H/13
OMe PULPROG zgpg30
D 65536
0 SOLVENT cDCl3
NS 6000
DS 0
SWH 22675.736 Hz
FIDRES 0.346004 Hz
RO 1.4451188 sec
RG 4096
D 22.050 usec
DE 6.00 usec
TE 300.0 K
D1 0.50000000 sec
dil 0.03000000 sec
DELTA 0.40000001 sec
MCREST 0 se
MCWRK 0.01500000 sec
= CHANNEL fl1
8.00 usec
-2.00 dB
75.4767751 MHz
CHANNEL £2
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 0 dB
PL12 16.33 dB
PL13 16.00 dB
SFO2 300.1315007 MHz
F2 - Processing parameters
SI 131072
e A SF 75.4677519 MHz
" ! : WDW EM
SSB [
LB 0.30 Hz
GB 0
T T T T T T T T BC 1.40

T T T T T T T T T T T T T 1
210 200 190 180 170 160 150 140 130 120 110 100 390 80 70 60 50 40 30 20 10 ppm
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Mass Spectrum SmartFormula Report

Analysis Info

Acquisition Date  11/3/2014 12:18:47 PM

Analysis Name  D:\Data\Chemistry\Outside\AMRN20141103\5F-Pyrrolidine-1.d
Method YCH_Pos-150-1800.m

Sample Name 5F-Pyrrolidine
Comment AMRI

Santhosh Kumar Chittimalla

Acquisition Parameter

Source Type ESI
Focus Not active
Scan Begin 50 miz
Scan End 1800 m/z

Meas. m/z # Formula

lon Polarity
Set Capillary
Set End Plate Offset

Operator default user
Instrument / Ser#  micrOTOF-Q Il 10268

Positive Set Nebulizer
4500 V Set Dry Heater
-500 V Set Dry Gas
200.0 Vpp Set Divert Valve

miz err[ppm] rdb e Conf N-Rule

2.0 Bar
200°C
6.0 I/min
Waste

3961830 1 C20H27TFNO6 3961817 32 75 even ok
Intens. +MS, 0.87min #52|
x104 396.1830

4

3

2

] 397.1854

wmmmrﬁo

- 394 395 3% 397 %8 389 400 miz

Bruker Compass DataAnalysis 4.0 printed:  11/3/2014 12:21:50 PM “Pagetof 1
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Current Data Parameters
NAM SG-RKP-SF-PIPERIDINE
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141122
Time 18.17
INSTRUM spect
MeO, OMe PROBHD 5 mm ONP 1H/13
PULPROG zg30
0 D 32768
SOLVENT CDCl3
7 OMe NS 16
DS 2
OMe SWE 5995.204 Hz
F FIDRES 0.182959 Hz
(0] o 2.7329011 sec
N RG 101.6
oW 83.400 usec
DE 6.00 usec
Q/ TE 300.0 K
pl 1.00000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec
CHANNEL f1
18
12.20 usec
0 @B
300.1319508 MHz
F2 - Processing parameters
sI 16384
SF 300.1300063 MHz
WD M
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
Name
Date
NB #
T T T T T
10 9 8 7 3

Submitted to RSC Advances
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F 0
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ity

] L

56.255
55.991
50.632
49.740
49.596
48.509
48.199
39.328
39.304
39.202
39.110
37.979
37.959
25.581
24.060
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60
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30

20

T 1
10 ppm

Name

Date.

NB#

Current Data Parameters
NAME

SG-RKP-5F-PIPERIDINE
11

Hz
Hz
sec

usec
usec

sec
sec
sec

EXENO

PROCNO 1
F2 - Acquisiticn Parameters
Date_ 20141122
Time 21.38
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS €000
DS 0
SWH 22675.736
FIDRES 0.346004
RQ 1.4451188
RG 13004
DW 22.050
DE 6.00
TE 300.0
D1 0.50000000
dll 0.03000000
DELTA 0.40000001
MCREST 0 sec

MCWRK 0.01500000

= CHANNEL fl =
1

usec
dB
MHz

usec

dB
dB
MHz

MHz

Hz

Pl 8.00
PL1 -2.00
srFol 75.4767751
— == CHANNEL f2
CEDPRG2 waltz16
nuC2 1H
PCPD2 80.00
BL2 0 a8

PL1Z 16.33
PL13 16.00
SFO2 300.1315007
FZ - Processing parameters
sI 1072
SF 75.4677542
WDW EM
SSB 0

LB 0.30
GB [

PC 1.40

54



Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  12/18/2014 5:04:57 PM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141218\5F-Piperidine-1.d

Method YCH_Pos-150-1800.m Operator default user

Sample Name 5F-Piperidine Instrument / Ser# micrOTOF-Q Il 10269
Comment AMRI

Santhosh Kumar Chittimalla

hnncmm on Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 2.0Bar
Focus Not active Set Capillary 4500V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V' Set Dry Gas 6.0 l/min
Scan End 1800 miz Set C on Cell RF 200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula m/z errfppm] rdb e Conf N-Rule
4101981 1 C21H29FNO6 4101973 -18 75 even ok
Intens. +MS. 0.79min #47|
x10° 410.1981
15
1.0
0.5
411.2004
412.2021
> 413.2031
0.0 - - — . .
408 409 410 411 412 43 414 415miz

Bruker Compass DataAnalysis 4.0 T printed: 12/18/2014 5:08:10 PM Page 1 of 1
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MeO,

OMe

OMe
OMe

Submitted to RSC Advances

11
.10
03
2 18
.97
2.97

1
3

ppm

AMRI

. @
Albany Molecular Research Inc.

Current Data Parameters

NAME $G-SIR-5F~MOPHOLINE
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 2014053
Time 23.03
INSTRUM spect
PROBED 5 mm PABEO BE-
"ULPROG zg30
65536
SOLVENT cpcl3
16
DS 2
SWH 8012.820
FIDRES 0.122266 Hz
AQ 4.0894966 sec
RG 90.5
DW 62.400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 see
TDO 1
= CHANNEL f1 =
1H
10.70 usec
-3.00 dB
19.34582710 W
400.1318542 MHz

SF 400. 1300095

LB 0.30

BC 1.00

Name

MHz

Hz

Date

NB#

56



AMRI SRC

'
location; 17
r
- - X X=1 o~ o
w - omo T@Er-r-o w oo M -0 0NN MW o
~ = ~ @ o ma~own HO®m MMOODNNNONDY T
. . NP s s T O0OoOO mow HO AR N AN
o o oo Mo - .. I T e R S S
o ) wwnwn [SR=F<N T 1] Y WWOWOOOOOWo Om®® Name
— - ek el gl AH AR AR Fee LW T ETEOMmmm
| 1] NITZRVASN A2
NB #
Current Data Parameters
NAME SG-SIR-5F-MOPHOLINE
MeO. EXPNO 11
PROCNO 1
OMe
F2 - Acquisition Parameters
o} Date_ 20140531
Time
7 OMe INSTRUM spect
OMe PROBHD 5 mm PABBO BB-
PULPROG zgpg30
F 65536
0 SOLVENT cDCl3
N NS 7000
Ds 4
(e] SHH 23980.814
0.365918
'{ 1.3664756
13004
20.850 usec
6.50 usec
300.0
2.00000000 sec
0.03000000 sec
1
PLL -4.00 dB
PL1W 62.02445221 W
SFO1 100.6228298 MHz
- CHANNEL f£2
waltzlé
1H
80.00 usec
-3.00 dB
14.47 dB
15.06 GB
19.34582710 W
PL12W 0.34640750 W
PL13W 0.30240381 W
SFO2 400.1316005 MHz
F2 - Processing parameters
s1
\ ] ‘ | SF 100.6127719 MHz
Ll J WDW EM
55B 0
LB 1.00 Hz
GB 0
T T T T T T T T T T T T T T T T T T T T T 1 EC 1.40
210 200 190 180 170 160 150 140 130 120 110 100 290 80 70 60 50 40 30 20 10 ppm
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Analysis Info
Analysis Name
Method
Sample Name
Comment

Mass Spectrum SmartFormula Report

Acquisition Date

D:\Data‘\Chemistry\Outside\AMRI\20141103\6F-Morpholine-1.d

YCH_Pos-150-1800.m Operator

5F-Morpholine
AMRI
Santhosh Kumar Chittimalla

>nn:mm§m: Parameter

11/3/12014 12:06:04 PM

default user
Instrument / Ser# micrOTOF-Q Il 10269

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500V Set Dry Gas 6.0 Vmin
Scan End 1800 miz 200.0 Vpp Set Divert Valve Waste
Meas. m/iz # Formula m/z errfppm] rdb e Conf N-Rule
4121774 1 C20H27FNO7 4121766 20 75 even ok
Intens, +MS, 0.84min #50|
x104 4121774
44
3
2
! #13.1804
4141831
0 _ _ A :
410 41 M2 M3 414 415 416 miz
Bruker Compass DataAnalysis 4.0 T printed:  11/3/2014 12:08:47 PM ~ Pagelofi
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—7.260

Current Data Parameters

NAME 8G-BCK-G-5F-Azepane
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date 20141121
MeO, oM Time 20.09
€ INSTRUM spect
PROBHD 5 mm QNP 1H/13
0 OM PULPROG 2930
7 e D 32768
SOLVENT cpell
OMe uS 16
F DS 2
0 SHH 5995.204 Hz
N FIDRES 0.182959 Hz
20 2.7329011 sec
RG 101.6
DR 83.400 usec
-5 DE 6.00 usec
TE 300.0 X
Dl 1.00000000 sec
MCREST 0 sec
MCWRK 0.01500000 sec
= CHANNEL £l
1H
12.20 usec
0 dB
300.1319508 MHz
F2 - Processing parameters
SI 163
£ 300.1300066 MHz
WoH EM
SSB o
1B 0.30 Hz
GB 0
BC 1.00
L Name,
4,«_./ Date
NB #
T T T T T T T T T T
10 9 8 6 5 4 3 2 1 0 ppm
o] | 07 [oo [ea] o]~ | [eo |0
(=] =l (5] (el (=] (=] (o] O [

Submitted to RSC Advances
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AMRI; SRC
location; 15

@ N wo

-~ =M HAM®oo T oW NEHONNAHAO WM MO

oo T A0 NO~ LoOrYOHNTTTOCO SO

L s e MO @ - oW OV AOO ST S0

@D [ e . P

& O oo T ~ 0 WOLOONREO DO DI N Name,
— — 00 ~e~r~ ML TOOOOO N

——188.798
——159.716
——156.933
——153.157

.<
i
-
~
%
7
™~
)
™~

Current Data Parameters
NAME SG-BCK-G-5F-Azepane
11

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date 20141121
MeO OMe Time 22.24
INSTRUM spect
(0} PROBHD 5 mm QNP 1H/13
PULPROG 2gpg30
/s OMe D 65536
€DCl3
OMe 4000
F 0
o 22675.736 Hz
N 0.346004 Hz
1.4451188 sec
5792.6
é 22.050 usec
6.00 usec
300.0 K

0.50000000 sec
0.03000000 sec
0.40000001 s&c
0 sec
0.01500000 sec

CHANNEL f1

8.00 usec

o
w

2.
75.4767751 MHz

= = CHANNEL £2
CPDPRGZ walt
NUC2 1H
PCPD2 80.00 usec
PL2 0 dB
PL12 16.33 dB
PL13 16.00 dB
§FO2Z 300.1315007 MHz
| L F2 - Processing parameters
SI 1072
I | - " i SF 75.4677534 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
T T T T T T T 1 ¢ 1.40

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 10 ppm
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Mass Spectrum SmartFormula Report

Analysis Info

Acquisition Date

Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141218\5F-Azep-2.d
Method YCH_Pos-150-1800.m

Sample Name 5F-Azep
Comment AMRI

Santhosh Kumar Chittimalla

“.p.nn..:_m_.:o: _um..mz..ou.m...

Operator

12/18/2014 4:38:03 PM

default user

Instrument/ Ser# micrOTOF-Q Il 10269

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500V Set Dry Heater 200°C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 6.0 I/min
Scan End 1800 miz 200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula m/z err[ppm] rdb e Conf N-Rule
4242140 1 C22H31FNOB 4242130 -23 75 even ok
Intens. +MS, 0.89min #53
105 424.2140
20
15
1.0
425.2167
05
426.2190
0.0 T T T —— > T T
422 423 424 425 426 428 429miz
Bruker Compass DataAnalysis 40 inted:  12/18/2014 4:41:08 PM Page1of 1
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Current Data Parameters
NAME SG-BCK-SPh-Et-Amine
10

EXPNO

MeO
OMe MeO OMe PROCNO 1
0. (0] F2 - Acquisition Parameters
y OMe MeQ Date_ 20141216
Time 20.09
OMe MeO N INSTRUM spect
F F PROBHD 5 mm QNP 1H/13
0 o PULBROG 2930
HN NH ™ 32768
SOLVENT [oised kc}
NS 16
DS 2
CH; CH; SHH 5995.204 Hz
FIDRES 0.182959 Hz
AQ 2.7329011 sec
RG 181
or 83.400 usec
} DE 6.00 usec
TE 300.0 K
t ,[— .h bl 1.00000000 sec
MCREST 0 sec
MCHRK 0.01500000 sec
= CHANNEL fl
1H
12.20 usec
0 aB
300.1319508 MHz
F2 - Processing parameters
SI 16384
SF 300.1300066 MHz
WDA EM
ssB 0
LE 0.30 Hz
GB 4
PC 1.00
Name
Date
T T T T T T T T T T T NB #
10 9 8 7 3 5 4 3 2 1 0 ppn
== 5] [ [0 foo | e~ =] e~ ]
— o olo|o =3 [ N[O (e ev oy ™
5 Ll |—; 3] [aad (5] =] (sa] Sl (o =]

Submitted to RSC Advances
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189.355

199.567
199.554
189.546

/
y
/

MeO,

NN OO IO ANOM T ND
FOWMAWE AR YD M N
PO TCRCOR VW T~ T
M S R e R )
VOVOO WO T TN NN NN
A A e e o o

Me

Meo._
MeQ, 0
MeO 3
F
0 NH

CH;

<

102.826
102.742
102.677
102.592
99.523
98.578
97.725
97.591
95.000
94.980
94.951
94.930
77.424
77.001
76.577
57.584
57.470
57.321
57.207
53.884
53.215
50.662
50.638
49.935
49.600
48.534
48.448
42.103
42.077
41.980
41.956
38.944
38.922
38.852
38.831
37.372
37.326

J
X
Y

|

Curzent Data Parameters
RAMI SG-BCK-SPh-Et-Amine
EXFNO 1
BROCHO 1

F2 - Acquisition Parameters
Date_ 20141216

Time

spect
QNP 1H/13
2gpg30
65536
cocla
4000

]
22675736
0.336004
1.4451188
2896.3
22.050
6.00

0.50000000
0.03000000
0.40000001
0 sec
0.01500000
13¢
£.00

CHANNEL £1

-2.00
754767751

HZ
Hz
sec

usec
usec

300.0 K

sec
sec
sec

sec

usec

et
Miz

CHANNEL f2 =ssmmmms=
waltzlé

18
80.00 usec
0 de
16.33 dB.

16.0
300.1315007 MHz
F2 - Processing parameters
s1 131072

107
75.4677523 MHz
EM

0.30 Hz

1.40

Name

Date

NB #

T T T T T T T T
90

T
130

T

T T T T T T T T T T
210 200 1%0 180 170 160 150 140 120 110 100
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  1/7/2015 3:08:50 PM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20150107\5F-Ph-Et-NH2.d
Method YCH_Pos-150-1800.m Operator default user
Sample Name  5F-Ph-Ef-NH2 Instrument / Ser## micrOTOF-Q Il 10269
Comment AMRI
Acquisition _umwmu..mnm_.
Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 6.0 I/min
Scan End 1000 m/z Set Collision Cell RF 200.0 Vpp Waste
Meas. m/z # Formula miz err[ppm] rdb e Conf N-Rule
4461975 1 C24H29FNO6 446.1973 -03 105 even ok
__._Hm:mp +MS, 3.15min #188, Background Subtracted
x10 446.1975

5

4-

mv

2

447.2001
_ B
448.2026
0 , g > ,
443 444 445 446 447 448 449 450 miz

Bruker Compass DataAnalysis 4.0 ) printed:  1/7/2015 3:13:47 PM Page 1 of 1
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OAMRI

[=] MO ONITITNODLEM IO TN TDOON
g ¥SR8553A85555354R8552058858828
. Albany Molecular Research Inc.
~ WO OWLEOEIEOEOIOEIOEOEIOENEIMMMMM MM MM ¥
Current Data Parameters
NAME SG-RKP-SF-D-OMe
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141030
Time 20.12
INSTRUM spect
MeO, OM. PROBHD 5 mm QNP 1H/13
€ PULPROG 2930
o D 32768
SOLVENT cDCl13
i OMe NS 16
DS 2
OMe SHH 5995.204 Hz
F FIDRES 0.182959 Hz
0 AQ 2.7329011 sec
MeO RG 181
bW 83.400 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
MCREST 0 sec
MCHRK 0.01500000 sec
CHANNEL f1 = ==
18
12.20 usec
0 dB
300.1319508 MHz
F2 - Processing parameters
ST 16384
SF 300.1300066 MHz
WDW EM
35B 0
LB 0.30 Hz
GB 0
PC 1.00
U Name
L Date
NB #
T T T T T T T T T T
10 9 8 7 6 5 4 3 2 0 ppm
olo [ [t |l =
i=li=] = [ | O et
l—; " M=

Submitted to RSC Advances

65



AMRT; SRC
location; 15

®

b
=
=

™ ” 'z} o™ o~ oy
~ o o =+ W) 0N O N - O W OANMUONOMWNON-HNMO
Ll B @ 0 @ MmN ~O NO I~ LNONCTIETOSNO RN
N . - = T eV HO - O MNGOCOr-ar~ O mmn
oo o 2 @z SRR N
~ W o~ o LCHTOO® A AR~
el ] el — — - YOOV o~ DWW S TSN ame,
Vo .. VIV N SN V&~ oo
NB#
Current Data Parameters
NAME SG-RKF-5F-D-0Me
EXPNO 21
MeO PROCNO 1
OMe .
F2 - Acquisition Parameters
o Date 20141030
Time 21.53
OMe INSTRUM spect
/8
OMe PROBHD 5 mm QNP 1H/13
PULPROG 2gpg30
F ™ 55538
0 €DC13
MeO 3000

0
22675.736 Hz
0.346004 Hz
1.4451188 sec
2298.8
22.050 usec
6.00 usec
300.0 K
0.50000000 sec
0.03000000 sec
0.40000001 sec

0.01500000 sec

CHANNEL f1
8.00 usec
-2.00 dB
75.4767751 MHz
= CHANNEL £2
waltzlG
1H
E B0.00 usec
0 dB
16.33 dB
16.00 dB
300.1315007 MHz
F2 - Processing parameters
SI 131072
| l L SF 75.4677529 MHz
L - - WOH EM
$SB 0
LB 0.30 Hz
GB 0
T 1 BC 1.40

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 20 80 70 60 50 40 30 20 10 ppm
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‘Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  12/18/2014 4:51:27 PM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141218\5F-OMe-1.d

Method YCH_Pos-150-1800.m Operator default user

Sample Name  5F-OMe Instrument / Ser# micrOTOF-Q Il 10269
Comment AMRI

Santhosh Kumar Chittimalla

>na=mw ion Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500 VvV Set Dry Gas 6.0 I/min
Scan End 1800 m/z Set Collision CellRF ~ 200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula m/z errppm] rdb e Conf N-Rule
3571343 1 C17TH22FO7 357.1344 03 65 even ok
Intens. +MS, 0.862min #49]
x104 357.1343
5
4
3
2
; 358.1377
Lf_ 359.1391
0 A _ _ I N—
355 356 367 358 359 360 361 miz
© printed:  12/18/2014 4:54:20 PM ~ Pagelofi
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f=4 TADTONMMEOMNF =D O~M
0 HOODXD>~LVAONOVLMNMAEAORN
o~ TTMOMEOINC 0o
~ Moo

MeO,

OMe

6]

7 OMe
OMe

F (0]
EtO

L |

2.00

Submitted to RSC Advances

w -
[N}
-

0 ppm
oo [o|=]w)=
Al o fn [ || =3
callr eal el

@AMRI

Albany Melecular Rescarch Inc.

Current Data Parameters

HAME SG=RKP=5F-D=0ET
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date 201410
Time 20.09
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG 2g30
TD 32768
SOLVENT €DC13
NS 16
DS 2
SWH 5995.204 Hz
FIDRES 0.182959 Hz
AQ 2.7329011 sec
181
83.400 usec
6.00 usec

300.0 K
1.00000000 sec

0 sec
0.01500000 sec

CHANNEL £1

12.20 usec
0 dB
300.1319508 MHz

FZ - Processing parameters
16384

SF 300.1300065 MHz
EM

LB 0.30 Hz
PC 1.00

Date

NB #




Mo ©
e ]
Mmoo
-
A o
-

MeO,

O

v
F

EtO

< © o
- A
(=] w0 o
o o <
= 5
— —

OMe

OMe
OMe
8}

11

AMRT;
location;

102.660

102.268
102.183

——97.899

£

95.156
95.106

~

SRC

=
™~

77.424
77.000
76.576

15

__—65.090

SO MEYO N MO wn

NOWYWOOWMHRMNO ™~ ™

FACAI A NN @

VWO RGN N © WS~ Il Name

WO T ST MMM, ~

k\‘::;;\5§§§!/ \Y/ r‘ggﬁi"J ‘ Date
NB #

Current Data Parameters

NAME
EXPNO
PROCNO

SG-RKP-5F-D-OET
1

1

F? - hcquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG

0
SOLVENT

DS
SWH

= CHANNEL f2 =

SFO2

20141029
21.50

spect

5 mm QNP 1H/13
zgpg30

65536

CcDCl13

3000

0
22675.736 Hz
0.346004 Hz
1.4451188 sec

22.050 usec
6.00 usec

300.0 K
0.50000000 sec
0.03000000 sec
0.40000001 sec
0 sec
0.01500000 sec

CHANNEL f£1 =
1

-2.00 dB
75.4767751 MHz

waltzlé
1H
80.00 usec
16.33 dB

16.00 dB
300.1315007 MHz

F2 - Processing parameters
sI

o 1 1l L SE

WDW
SSB

T T T T
210 200 190 180

Submitted to RSC Advances
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o
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Mass Spectrum SmartFormula Report

Analysis Info

Acquisition Date  12/18/2014 4:58:38 PM

Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141218\5F-OEt-1.d
Method YCH_Pos-150-1800.m

Sample Name  5F-OFEt
Comment AMRI

Santhosh Kumar Chittimalla

Acquisition Parameter

Source Type ESI
Focus Not active
Scan Begin 50 miz
Scan End 1800 m/z

Meas. m/iz # Formula

m/z

lon Polarity Positive Set Nebulizer
Set Capillary 4500 V Set Dry Heater
Set End Plate Offset -500 vV Set Dry Gas
Set Ci on Cell RF 200.0 Vpp Set Divert Valve

Operator default user
Instrument / Ser# micrOTOF-Q Il 10269

err[ppm] rdb e Conf N-Rule

2.0 Bar
200°C
6.0 /min
Waste

3711507 1 C18H24FO7 371.1501 -1.7 65 even ok
Intens. +MS, 0.84min #50|
x104 371.1507

5

4

Ql

.

372.1530
1
373.1558
0 . A : - A\ . ) .
369 370 371 37z 373 374 375 miz

Bruker Compass DataAnalysis 4.0 o  printed:  12/18/2014 5:01:32 "~ Page1ofl

70

Submitted to RSC Advances



—7.260

OMe

OMe
OMe

10

3.847
3.840
3.830
3.654
3.651
3.644
3.627
3.624
3.617
3.614

J

—3.435

T>~—3.361
E

3.210
3.180
3.177
3.149
3.142
3.138
3.118
3.114
3.089

Current Data Parameters

NAME SG-RKP-H-5-BR

EXENO 10

PROCNO 1

F2 - Acquisition Parameters

Date_ 20140716

Time 20.09

INSTRUM spect

PROBHD 5 mm QNP 1H/13

PULPROG zg30

TD 32768

SOLVENT cDcl3

NS 16

DS 2

SWH 5995.204 Hz

FIDRES 0.182959 Hz

RO 2.7329011 sec

RG 181

DW 83.400 usec

DE 6.00 usec

TE 300.0 K

Dl 1.00000000 sec

MCREST 0 sec

MCWRK 0.01500000 sec

CHANNEL f1 -
1H

12.20 usec

dB

300.1319508 MHz

F2 - Processing parameters

SI 16384

SF 300.1300063 MHz
EM

1B 0.30 Hz

BC 1.00

Name

Date

Submitted to RSC Advances

1.07
1.15

.11
3.21
3.14
5.34

w -

0 ppm

NB #
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AMRTI; SRC
location; 15

2z a =3 S
N w (=3 o L=
= s a s & e aar o BoRhTwa
s o - dg o~ R o wommnanad
- (] — O 0
3 2 A 83 FEE @ 3532383 Name
NB #
Current Data Parameters
NAME SG-RKP-H-5-BR
EXPNO 11
PROCNO 1
MeO, F2 - Acquisition Parameters
OMe Date_ 20140716
Time 21.31
[0} INSTRUM spect
OMe PROBHD 5 mm QNP 1H/13
i/ PULPROG 2qpg30
OMe ™D 65536
B SOLVENT cpel3
r BS 2400
B (0] Ds 0
T SWH 22675.736 Hz
FIDRES 0.346004 Hz
‘ A0 1.4451188 sec
RG 3649.1
DW 22.050 usec
DE 6.00 usec
TE 300.0 K
D1 0.50000000 sec
dil 0.03000000 sec
DELTA 0.40000001 sec

MCREST 0 sec
7} 0.01500000 sec

CHANNEL f1 =
1

8.00 usec
-2.00 dB
75.4767751 MHz

CEDPRG2

NUC2 1H
PCPDZ 80.00 usec
PL2 0 dB

PL1Z 16.33 dB
PL13 16.00 dB
SFO2 300.1315007 MHz

F2 - Processing parameters
sI 131072

T

T T T
210 200 190 180

Submitted to RSC Advances
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T T
120 110 100 90 80

PC

| SF 75.4677520 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
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Mass Spectrum SmartFormula Report |

Analysis Info Acquisition Date  12/18/2014 2:52:36 PM
Analysis Name  D:\Data\Chemistry\Outside\AMRN20141218\5Br-Dimer-2n.d

Method YCH_Pos-150-1800.m Operator default user

Sample Name  5Br-Dimer Instrument / Sert micrOTOF-Q Il 10269
Comment AMRI

Santhosh Kumar Chittimalla

>nm_:mm=mo= tmmm‘i%mq;

Source Type ESI lon Polarity Negative Set Nebulizer 2.0Bar
Focus Not active Set Capillary 3500 vV Set Dry Heater 200°C
Scan Begin 50 miz Set End Plate Offset  -500 V Set Dry Gas 6.0 I/min
Scan End 1800 miz Set Collision Cell RF 200.0 Vpp Set Divert Valve Waste
Meas. miz # Formula m/z err[ppm] rdb e Conf N-Rule
4629387 1 C16H17Br206 462.9397 22 75 even ok
Intens. -MS, 0.86min #51
x104 4649367
25
2.0
466.9349
1.54
462.9387
1.0
05 465.9393
463.9412 467.9367
468.8084
0.0-5= T T T T 7 JA.
4862 463 464 465 466 467 468 469 miz

Bruker Compass DataAnalysis 40 ~ printed:  12/18/2014 2:55:17 PM Page 10f 1
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HO~OOo®EO - Y
TN DO ®
NBONH O 00600
o N N N

v

7.260
6.398
6.394
6.382
6.365
6.358
3.842
3.834
3.825
3.592
3.589
3.582
3.578
3.566
3.562
3.556
3.552
3.474
3.397

3.281
3.277
3.240
3.176
3.171
3.152
3.147
3.114

e

Current Data Parameters

NAME SG-BCK-5Br-FhAcetylene-nono
EXPNO 10
PROCNG 1
F2 - Acquisition Parameters
Date 20141203
Time 20.10
spect
MeO 5 mm QNP 1H/13
OMe 2g30
32768
0 cDe13
6
y OMe '
5995.204 Hz
OMe 0.162953 He
Br’ 2.7329011 sec
0 645.1
= 83.400 usec
= .00 usec
300.0
1.00000000 sec
1 .
0.01500000 sec
CHANNEL £1 =
18
P1 12.20 usec
PL1 0 &B
SFOL 300.1319508 Miz
F2 - Processing parameters
sI 16384
sF 300.1300063 MHz
WDW Y
SSB [
1B 0.30 Hz
GB 0
BC 1.00
Name
Date
NB #
T T T T T T
10 9 8 7 3 2 0 ppm
|0 Lo o |0 | ]y
O [ oo |H o |H|o
ilen B e 1 O

Submitted to RSC Advances
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AMRI; SRC
location; 15 .AMR'

0 o TONO O~ I%
I owTmomT = oo M wo® A O HEW 0N
~ o FTNOWOW T M N o 0 Nor~ e =R N R R
. . Coe e e e e e =" - = oW ™ WM~ ANM
o DNNO O D ® o .. A [
=) o LTl sl ISV IS I X A o m e [ N N OO0 ®TN® Name
— — o e e OO @ - w0 O T T T M
| WA U TN N
NB#
Current Data Parameters
NAME SG-BCK-5Br-PhAcetylene-monc
EXPNO 11
BROCNO 1
F2 - Rcquisition Parameters
Date_ 20141203
Time 22.25
Me0, OMe INSTRUM spect
PROBHD 5 mm QNP 1H/13
0 PULPROG zgpg30
OMe D €5536
7 SOLVENT CDC13
OMe us 4000
B DS 0
T SWH 22675.736 Hz
(0] 0.346004 Hz
1::» 1.4451188 sec
1448.2
i 22.050 usec
6.00 usec
301.3 K

0.50000000 sec
0.03000000 sec
0.40000001 sec
0 se

C
0.01500000 sec

HANNEL f1l ==esmms=

8.00 usec
-2.00 dB
75.4767751 MHz

CPDPRGZ
NUC2
PCPDZ
PL2 0 dB
PL1Z
PL13 16.00 dB
sFo2 300.1315007 MHz
F2 - Processing parameters
s1 131072
SF 75.4677495 MHz
WDH EM
SSB 0
LB 0.30 Hz
GB 0 )

T T T T T T T e SR

T T T T T T T T T T T T T T 1
210 200 1%0 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  1/7/2015 3:22:22 PM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20150107\5Br-Mono-Phen-Ace.d
Method YCH_Pos-150-1800.m Operator default user
Sample Name  5Br-Mono-Phen-Ace Instrument / Ser# micrOTOF-Q I 10269
Comment AMRI
.‘pnn:mw._zaz Parameter o
Source Type ESI Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200°C
Scan Begin 50 m/z Set End Plate Offset  -500V Set Dry Gas 6.0 /min
Scan End 1200 miz i 200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula miz err[ppm] rdb e Conf N-Rule
487.0743 1 C24H24BrO6 487.0751 15 125 even ok
2 C37H1102 487.0754 21 325 even ok
35:«& +MS, 3.22min #192, Background Subtracted|
x10 489.0728
N 487.0743
5
4
34
Mu
488.0768 490.0745
_ <
491.0774
485.1008 >>
0 . A, , y ﬁ ! N f/ . : : ,
484 485 486 487 488 489 490 491 492 493 miz
Bruker Compass DataAnalysis 4.0 " printed:  1/7/2015 3:28:59 PM ~ Pageiof1
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AMRI

e e Albany Molecular Rescarch Inc.

Current Data Parameters

NAME 5G~BCK~5Br-D-FhAcet-sonag=Di
EXENO 10
PROCNO 1
F2 - Requisition Parameters
Date_ 20141101
Time
INSTROM
PROBHD 5 mm PABBO BE-
PULPROG 2930
MeO, OMe 1 65536
SOLVENT CDCLl3
0 NS 16
D5 2
s 8012.820 Hz
/ FIDRES 0.122266 Hz
a0 4.0894966 sec
RG 40.3
// D §2.400 usec
DE 6.50 usec
Ph // TE 300.0 K
oL 1.00000000 sec
Ph DO 1
wmmmmmms CHANNEL £1 me
nuc1 1
Pl 10.70 usec
PLL -3.00 a8
LW 19.34582710 W
sFa1 300.1318542 M
F2 - Processing parameters
SI 168
SF 400.1300095 Mz
WoH
$SB 0
8 0.30 Hz
a8 0
BC 1.00
Name
" Date
T T T T T T T T T
10 El 8 7 4 3 2 1 0 ppm
< | |~ |CO =1 =2 Gel=1Gel A [] P2) ()
(1 5= X1 0=) =1=} =i | | | [N O O [N
o <l e -l e e | bl

Submitted to RSC Advances
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AMRTI SRC
location; 17

o 0 NSO NATOMN w
~ ™ T NG A S MW T DN [~O O NNV~ O = =1
- - NOAMAOWY T T W —onre Ao O A9 nm -
. M Lo OTWwm Mow WM~ O
— o~ MO A O®M N Qo+ e e e
o ) R R O NNV W oo ®NO® O Name,
o~ - A A A -V -~ DWW s =T o™
| N MV N
NB#
Current Data Parameters
NAME SG-BCK-5Br-D-PhAcet-sonag-Di
EXPNO 11
PROCNO 1
MeO, o
Me F2 - Acquisition Parameters
Date_ 20141101
(6] Time 5.29
OMe INSTRUM spect
7 PROBHD 5 mm PABBO BE-
QOMe PULPROG zgpg30
™ 65536
// SOLVENT cDC13
0] NS 4000
Ph 4 = :
. SWH 23980.814 Hz
Ph FIDRES 0.365918 Hz
l —_ AQ 1.3664756 sec
RG 9195.2
DW 20.850 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= === CHANNEL £1
NUC1 13C

Bl 7.10 usec
PL1 -4.00 dB
PL1W 82.02445221 W
SFol 100.6228298 MHz
=== = CHANNEL f2 = =
CEDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PLZ -3.00 dB
PL12 14.47 dB
PL13 15.06 dB
PL2R 19.34582710 W
PL1ZW 0.34640750 W
PL13W 0.30240381 W
5FOZ 400.1316005 MHz
F2 - Processing parameters
sI 7
l \ ‘ “I I 1 l SF 100.6127734 MHz
n 1 L L il o I I WoW EM
SSB 0
LB 1.00 Hz
GB 0
T T T T T T T T T 1 B¢ 1.40

T T T T T T T T T T T T
210 200 180 180 170 160 150 140 130 120 110 100 920 80 70 60 50 40 30 20 10 ppm
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  1/7/2015 3:43:08 PM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20150107\5Br-Di-Phe-Acet.d
Method YCH_Pos-150-1800.m Operator default user
Sample Name  5Br-Di-Phe-Acet Instrument / Ser# micrOTOF-Q Il 10269
Comment AMRI
>‘ag:‘mm‘:i‘: Parameter - B ‘
Source Type ESI Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200°C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 6.0 I/min
Scan End 1200 m/z 200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula miz err[ppm] rdb e Conf N-Rule
508.1854 1 C32H2906 509.1959 0.8 18.5 even ok
_:ﬂmsw +MS, 0.84min #50. Background Subtracted|
x10 509.1954
3.04
25
20
15
510.1984
10
511.0548
05
512.0594
0.0 | AL { ? ; .
507 508 509 510 511 512 513 514 515 miz
Bruker Compass DataAnalysis 4.0 ‘ printed:  1/7/2015 3:48:27 PM T Pageiofl
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o LN NN N ol T AR TONAAADS
r~ 0 WYY S MMM
Current Data Parameters
NAME SG-BCK-G-5F-PROPRG-2
EXPNO 10
MeO, OMe PROCNO 1
F2 - Acquisition Parameters
(6] Date_ 20141122
OMe Time 2.52
v INSTRUM spect
OMe PROBHD 5 mm ONP 18/13
Br PULPROG zg30
0 ™ 32768
= SOLVENT cDcl3
/ NS 16
Ds 2
]g sun 5995.204 Hz
0.182959 Hz
OH aQ 2.7329011 sec
456.1
83.400 usec
6.00 usec
300.
1.00000000 sec
0 sec
0.01500000 sec
CHANNEL f1 ==
NUC1 1H
Pl 12.20 usec
PL1 0 dB
sFol 300.1319508 MHz
F2 - Processing parameters
SsI 16384
SF 300.1300068 MHz
WoH EM
SSB 0
1B 0.30 Hz
GB 0
BC 1.00
u)w Name
J_J Date
NB #
T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 0 ppm
=3 0 | [ |0 | |
= =163) o | o | ||
I ol el
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- — ™ ~@ w OO b e
wn — ~ O~ — now nNnNO -~
[ e . =g 8T om
@ o O @ . e P
a (=2} ™m Mmm — w0 W = N~ 0
MeO, OMe
0 OM
e
7
OMe
Br o
V2
OH

© SO oo Wn
WOWOo Tmn0
TEME @A NN
Hooo®MmMN®
LWHWL T T T O

——61.948

Z
AS
~

L

Name

Date.

NB #

current Data Parameters

SG=-BCK-G-5F-PROPRG-2
11

T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 7

Submitted to RSC Advances

T T T T

0 60 50 40 30

T
10 ppm

EXPNO

PROCNO 1

F2 - BAcquisition Parameters
Date, 20141122
Time 5.07
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG zgpg30

D 65536
SOLVENT CDCl3

NS 4000

Ds 0

SWH 22675.736 Hz
FIDRES 0.346004 Hz
BQ 1.4451188 sec
RG 3251

o 22.050 usec
DE 6.00 usec
TE 300.0 K
Dl 0.50000000 sec
dll 0.03000000 sec
DELTA 0.40000001 sec
MCREST 0 sec

MCWRK 0.01500000 sec
- = CHANNEL f1

NUC1

Pl 8.00 usec
PL1 =-2.00 dB
SFOl 75.4767751 MHz
=: CHANNEL f2 ==
CPDPRGZ waltzlé
NUC2 1H
PCPD2Z 80.00 usec
PL2 0 dB

PL12 16.33 dB
PL13 16.00 dB
SFOZ 300.1315007 MHz
F2 - Processing parameters
SI 131072

SF 75.4677497 MHz
WD EM

SSB

LB 0.30 Hz
GB [

PC 1.40
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  12/18/2014 2:39:49 PM
Analysis Name  D:\Data\Chemistry\Outside\AMRI\20141218\5Br-Propargylalcol-mono-1n.d

Method YCH_Pos-150-1800.m Operator default user

Sample Name  5Br-Propargylalcol-mono Instrument / Ser#t micrOTOF-Q Il 10269
Comment AMRI

Santhosh Kumar Chittimalla

bnacmmxiw Vmiao_mq

Source Type ESI lon Polarity Negative Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 3500V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas. 6.0 I/min
Scan End 1800 m/z Set Ci ion Cell RF 200.0 Vpp Set Divert Valve Waste
Meas.m/z # Formula miz err[ppm] rdb e Conf N-Rule
439.0386 1 C19H20BrO7 439.0398 05 95 even ok
Intens, -MS, 0.93min #55|
x105 439.0396
441.0380
15
1.04
0.5
440.0427 442.0407
ﬁ ¥ 443.0414
0.0 T = T > f
437 438 439 440 441 442 443 444 miz
Bruker Compass DataAnalysis 4.0 ~ printed:  12/18/2014 2.4324PM Page 1 of 1
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. @
Albany Molecular Research Inc.

AMRI

=3 2l i TOUMNRITOCOLNDTACMMOWY M
o MM eEH-HOO LCHLVOONNDNONIR-OCODONMND O~
o~ MM mmM oM TEMCWVOITTMOMMOO NN A AA A
]- [ERr-RERTRv R B R e PR
Cu"rent Data Parameters
SG-BCK-5Br-D-Prg-sonag-Di
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
MeO, Date 20141031
OMe Time 20.13
INSTRUM spect
(6] PROBHD 5 mm PABBO BB-
OMe PULPROG 2930
7 D 65536
OMe SOLVENT cpc13
NS 16
// 0 DS 2
HO > SHH 8012.820 Hz
= FIDRES 0.122266 Hz
A 4.0894966 sec
s RG 128
DH 62.400 usec
OH \g /(4 N DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec
TDO 1
= CHANNEL f1
1H
10.70 usec
-3.00 dB
19.32582710 ®
400.1318542 MHz
F2 - Processing parameters
SI 768
SF 400. .300094 MHz
WDW
SSB 0
LB 0.30 He
GB 0
PC 1.00
Jlbhl e
P '—— Date
T T T T T T T T T NB #
10 9 8 3 5 4 3 2 0 ppm
- Nﬁ ane
=} E=) et ||| =] 1|
: 3 E\; = == =

Submitted to RSC Advances
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T - — — DR @0~ GOBOOWL ST T T

MeO, OMe
o}
y OMe
OMe
Z
0
HO //

L i . Jillj ‘“ L

.AMﬂ

Name

Date

NB #

Current Data Parameters
NAME SG-BCK-5Br-D-Prg-sonag-Di
11

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20141101
Time 5
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
D 65536
SOLVENT CDC13
NS 4000
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 20642.5
D 20.850 usec
DE 6.50 usec
TE 300,0 X
D1 2.00000000 sec
D1l 0.03000000 sec
TDO 1
CHANNEL £1
13C
7.10 usec
0 dB

-4.
82.02445221 W
100.6228298 MHz

= CHANNEL f2 ==
waltzlé
1

H
80.00 usec
=3.00 dB
14.47 dB
15.06 dB
19.34582710 W
0.34640750 W
0.30240381 W
400.1316005 MHz

F2 - Processing parameters
SI 32768

SF 100.6127701 MHz
WDH EM
SsB Q

1B 1.00 Hz
GB 0

PC 1.40

T T T T T T T T T T T T T T T T T T
210 200 180 180 170 160 150 140 130 120 110 100 90 80 70 60 50 4Q

Submitted to RSC Advances
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Analysis Info
Analysis Name

Mass Spectrum SmartFormula Report

Acquisition Date  1/7/2015 3:50:48 PM
D:\Data\Chemistry\Outside\AMRI\20150107\5Br-Di-Prg-Alc.d

Method YCH_Pos-150-1800.m Operator default user
Sample Name  5Br-Di-Prg-Alc Instrument / Ser# micrOTOF-Q Il 10269
Comment AMRI
hmn.:mwm:o: Parameter )
Source Type ESI lon Polarity Positive Set Nebulizer 2.0 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset  -500 V Set Dry Gas 6.0 I/min
Scan End 1500 m/z Set Collision Cell RF 200.0 Vpp Set Divert Valve Waste
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e  Conf N-Rule
4391363 1 C22H24NaO8 100.00 439.1363 01 02 1.7 105 even ok
:._.m_._mm. +MS, 3.99min #238, Background Subtracted
ue 439.1363
1.251
1.00+
075
0.50
440.1390
0.25
441.1409
0.00 . . . . v >> :
437 438 439 440 441 442 443 miz
Bruker Compass DataAnalysis40 ~ printed:  1/7/20153:59:52PM " Pagelofl
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7.510
7.503
7.499
7.495
7.493
7. 496
7.445
7.442
7.437
7.429
7.266
6.423
6.418
6.405
6.399
6.396
6.394
4.055
4.053
4.048
4.046
4.035
4.032
4.028
4.025
3.481
3.434
3.387
3.383
3.366
3.363
3.239
3.222
3.218
3.207
3.204
3.200
3.195
3.086
2.005

AMRI SRC
location;

17

PR

1.9895
2.8375
1.8924

Submitted to RSC Advances

w
.

=3 ™
153 =
=3 3
=3 =}
— L}

9670

2.

1.0264

w -

.B691
9624

4
2.

T
0 ppm

Name

Date

NB#

Current Data Parameter

s
8G-RKP-5-BR-D-SUZ-NODES

NAME

EXPNO 10
BROCHNO 1

F2 - Acquisition Parameters
Date_ 20150119
Time 20.10
INSTRUM spect
PROBHD 5 mm PABEQ BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16

Ds 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894966 sec
RG 128

DW 62.400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1

SI
SF
WDW
SSB
LB
GB
BC

== CHRNNEL fl

18

10.70

=3.00
19.34582710
400.1318542

400.1300069
EM

0
0.30

0
1.00

usec
dB
w
MHz

F2 - Processing parameters
32768

MHz

Hz
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Name

Date

NB #

Current D:
NAME

EXPNO
PROCNO

ata Parameters

SG-RKP-5-BR-D-SUZ-NODES
1

1

F2 = Acqguisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG

SOLVENT
N

= CHANNEL f1 =

20150120
1.5
spect
§ mm PABBO BB-
2gpg30
65536
cDCl13
6000
4

23980.814
0.3659218
1.3664756
14596.5
20.850
6.50

300.0
2.00000000
0.03000000
1

13c
7.10

32.02445é21
100.6228298

Hz
Hz
sec

usec
usec
I3
sec
sec

usec

0 dB

W
MHZ

SI
SF
WDH
SSB
LB
GB
EC

15.06
19.34582710
0.34640750
0.30240381
400.1316005

3
100.6127710
M

1.00
1.40

MHz

F2 - Processing parameters
32768

MHz

Hz
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Analysis Info
Analysis Name
Method
Sample Name
Comment

YCH_Pos-300-2500.m
5Br-Suz-mono

AMRI

Santhosh Kumar Chittimalla

Acquisition Parameter

~ Mass Spectrum SmartFormula Report

Acquisition Date  12/18/2014 3:48:33 PM

D:\Data\Chemistry\Outside\AMRI\20141218\5Br-Suz-mono-1n.d
Operator default user
Instrument / Ser#  micrOTOF-Q Il 10269

Source Type APCI lon Polarity Negative Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 3500 vV Set Dry Heater 200 °C
Scan Begin 50 m/z SetEnd Plate Offset  -500V Set Dry Gas 6.0 I/min
Scan End 2500 m/z Set Collision Cell RF  300.0 Vpp Set Divert Valve Waste
Meas. m/iz # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
461.0618 1 C22H22BrO6 100.00 461.0605 -1.3 29 154 115 even ok
Intens, -MS, 3.28min #194|
xiod 461.0618 63,0897
1.0
08
06
0.49
464.0640
462.0649
0.2
462.4284
0.0-=~ T T T
460.5 461.0 461.5 462.0 462.5 463.0 463.5 464.0 464.5 miz
Bruker Compass DataAnalysis 4.0 printed:  12/18/2014 4:12:34 PM Page 1of 1
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7.417
7.411
T 7.263
6.338
6.316
6.293
6.290
5.902
5.898
5.877
5.855
5.851

<

AN

MO ome

OMe
OMe

[L—des

3.957
3.950
3.930
3.923
3.483
3.469
3.465
3.451
3.410
3.235
3.193
3.188
3.176
3.171
3.087
3.063
3.058
3.055
3.050
3.042
3.038
3.033
3.029

R

Current Data Parameters
NAM] SG-REP-5E-D-phsuz-tonc

EXPNO 10

PROCNO 1

F2 - Acqulsltaon Parameners
Date 41031
Time™ 20 09
INSTRUM spect
PROBHD 5 mm QNP 1H/13
PULPROG
D
SOLVENT
nNg

Ds
SWH
FIDRES

0K
Dl 1. 00000030 sec
MCREST 0 sec
MCHRK 0.01500000 sec

=mmmmmm= CHANNEL f1
NUC1 H

P1 12.20 usec
PL1 0 dB

SFO1 300.1319508 MHz

F2 - Processing parameters
16384

SF 300.1300057 MHz
WDH EM

Name

Date

NB #

10 9 8 7 6

9
1.97
1.00

Submitted to RSC Advances
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Name

Date,

NB#

Current Data Parameters

NAME $G-RKP-5F-D-phsuz-Mono
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
e 20141031

1.50

spect

5 mm QNP 1H/13
zgpg30

65536

13
3000

Q

22675.736
0.346004
1.4451188
2580.3

22.050

6.00

300.0
0.50000000
0.03000000
0.40000001

0 sec
0.01500000

usec
usec
K
sec
sec
sec

CHANNEL f1 ====
13C
8.00 usec
=-2.00 dB
75.4767751 MHz

CHANNEL f£2 =
waltz16
80.00 usec
0 dB
16.33 dB
16.00 dB
300.1315007 MHz

F2 - Processing parameters

ST

SF

WoW

SSB 0

131072
75.4677497 MHz
EM

0.30 Hz

.40

90



