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1. General Information and Methods

'H and 3C NMR spectra were recorded on 400 MHz, 600 MHz and 100 MHz, 150 MHz
spectrometer TMS as internal reference; chemical shifts (6 scale) are reported in parts per million
(ppm). 'H NMR Spectra are reported in the order: multiplicity, coupling constant (J value) in
hertz (Hz) and no of protons; signals were characterized as s (singlet), d (doublet), t (triplet), m
(multiplet) and bs (broad). IR spectra were recorded in KBr. HRMS spectra were recorded using
ESI (TOF) mode. The X-ray crystal structures were determined with a diffractometer. Complete
crystallographic data of 4f (CCDC no. 1029813) and 6b (CCDC no. 1029814) for the structural
analysis have been deposited with the Cambridge Crystallographic Data Centre, Copies of this
information may be obtained free of charge from the Director, Cambridge Crystallographic Data
Centre, 12 Union Road, Cambridge CB2 1EZ, UK, (fax: +44-1223-336033, e-mail:

deposit@ccdc.cam.ac.uk or via: www.ccdc.cam.ac.uk).
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Figure 1. 30% probability of ORTEP ellipsoids of 4f
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Figure 2. 30% probability of ORTEP ellipsoids of 6b
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Table 1 Crystal Data and Structure Refinement for Compound 4f and 6b

Entry | Identification code Compound 4f Compound 6b

01 | Empirical formula C23 HI5SCI2N O S2 C32H27N O S2

02 | Formula weight 456.38 505.67

03 | Temperature 296(2) K 296(2) K

04 | Wavelength 0.71073 0.71073

05 | Radiation type Mo K\a Mo K\a

06 | Radiation source Fine-focus sealed tube Fine-focus sealed tube

07 | Crystal system Triclinic Monoclinic

08 | Space group P-1 P21/c

09 | Cell length a 10.2935(7) b10.5264(9) a 11.6518(3) b 15.2049(4)
¢ 10.7561(9) c 14.9453(4)

10 | Cell Angle o 84.384(7) B 66.574(7) 6 a 90.00  101.788(2) 6
76.989(6) 90.00

11 | Cell Volume 1041.89(16) 2591.93(12)

12 | Density 1.458 1.300

13 | Completeness to theta 28.87°/99.6% 25.03°/99.6%

14 | Absorption correction multi-scan multi-scan

15 | Refinement method Full-matrix least-squares on Full-matrix least-squares
F2 on F2

16 | Index ranges -13<=h<=13, -14<=k<=7, -12<=h<=12, -
-l4<=I<=14 l16<=k<=16, -16<=I1<=16

17 | Reflection number 5468 4580

18 | Theta range 3.25-28.87 1.79-25.03

19 | Cell formula units Z 2 4

20 | CCDC no 1029813 1029814
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THNMR spectra the compound: 4a
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Current Data Parameters

NAME KM-BEN-2-1H
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150226

Time 11.59
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930

™ 32768
SOLVENT cDCl3

NS 16

s 2

SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 113

DW 41.600 usec
DE 6.50 usec
TE 298.0 K

Dl 1.00000000 sec
DO 1
s======= CHANNEL fl ====a===
SFOL 600.1737063 MHz
NOCL 1H

Pl 12.00 usec
PLW1 21.00000000 W

F2 - Processing parameters

s 16384

SF 600.1700137 MHz
WDW EM
558 0

1B 0.30 Hz
GB 0

PC 1.00



I3CNMR spectra of compound: 4a
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180 160 140 120 100 BO &0 40 20 ppm
POLEE EEQUENCE OBEERVE C13, 100.5425547 DATA PROCEE3IIRC EM-03-KE-1-13C
Ralax. dalay 1.000 sac DECOUPLE HL, 399.B540270 Ling broadanicg 0.5 Hx
Tulsa 45.0 dagreas Fowar 42 4B FT nlza £5536 Bolvant: D20
hog. blme 1.304 mac cooticuously oo Total time 23 mimutas Tamp. 5.0 C / 296.1 K
Width 25135.6 He WALTZ-16 modulated Operator: chem
€10 rapatitions Fila: EM-0%-HE-1-13C
Horoury-400 "IITG-HMR"
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HRMS spectra of compound: 4a

Sample Mama Position Inatramant Mama Usar Nans

1nj Vol InjPositien SampliType IRM Cadibration Status
Dats Filsnsmmg ACT) Mathod Comemant Acquired Timea

xi0 2 |+ESI Scan (9.8 sec) Frag=175.0v KM-02-NH-01.d

& * 3880825

0.95 1 !
0.9/
0.85
0.8
0.75 1
0.7
0.65
0.6
0.55 4
0.5
0.45
0.4
0.35+
0.3
0.25-
0.2
0.15
0.1
0.05-

v | PR TN TP 17 10 DPTO PO A | oL .

100 150 200 250 300 350 400 450 S00 550 600 650 700 750 BO0 850 1
Counts vs, Mass-te-Charge (m/z) o0: 980, 100
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THNMR spectra the compound: 4b

Basple Mame)
=07 MH-05-18
Bats Collected am:
IT75- 0 - marcuryd00
Archive diesstery:
Jeaport homa/ chenpack/ vomrays/ data
Sasple directory:

Fldrile: Ed-07-HE-05-10

Pulde Sequance: PROTON (a2pall
Ealvast: odell)
Dats cellected on: Mar 4 2004

CHj
Temp. 25.0 € / 298.1 K
Dperater: cham

Ealam, delay 1,800 sec
Falin 5.0 degress

Ay, tima 1.561 mec

Width £338.0 &z

¥ repatiticss
GRSEEVE  HI, 393 8503410 MEx
DATA FROCESSING

FT ales 32768

Total tims 2 mis 13 pec

JI JL-L?II:JL _Jl_ » J:L___jiu , ,

T T ——
I T |-l?"'£-.'r-'|'.r|-'r1r-r-:|1r|..|||'|'"'|""| |'|r.|'|.|"'|""|'_.|'""'

1 10 § 8 7 L1 5 4 3 i 1
¥ Wy oy ¥y ¥
0.5 l.14.1e .35 1.
121640 1.00 3.3
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I3CNMR spectra of compound: 4b
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PULSE EEQUENCE {OBSERTE C13, 109.5435870 foara pPROCESSING 0020805 13¢
Relax, dslay 1.9 sec {IECOTPLE HL, 199.85299%4 { Lise broaseadsg 0.5 H2
Pulsa 45.0 Gagress Powar 41 B T size 65526 selvest: egeld
Aog. tims 1.304 g% eomtizaoesly oo Total tims 2.4 hours Temp. 35.0 T RN
Wiakk 1503%.6 Ex MALTI-16 modulated Operator: cham
3751 repetitices fla: EN-02-NH-05-13C
Marcury-408  *IITC-2DE*
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HRMS spectra of compound: 4b

Sample Mame Position Instrument Mamae User Hame

In Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Commment Acguired Time

«10 2 | *ESI Scan (20.6 sec) Frag=175.0V KM-02-NH-05.d

N 416.1139

0,951
0.9
0.85-
0.8
0.75-
0.7
0.65 -
0.6

0.55
0.5+
0.451
0.4
0.35-
0.31
0.254

CHj

0.2
0.154
0.1
0.051

|

0- : S - - - - - - - - -
200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
el Counts vs. Mass-to-Charge (m/z)
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Sample . .a@:
KN-(2-NE-02

Data Collected on:
IITG-RMR-mercury400

Archive directory:
/homs/chen/data/study

Gample directory:
PICHYDRA-ZIN-tit-4-01

Fidrile: KM-02-NH-02

Pulss Sequence: PROTON {sZpul)
Solvent: cdell
Data collected on: Feb 7 2014

Temp. 25.0 C / 298.1 K
Operator: chem

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg, time 2,561 sec

Width €398.0 Hz

12 repetitions

OBSERVE H], 399.8509548 Motz
DATA FROCESSING

FT size 12768

Total time 2 min 12 ssc

THNMR spectra the compound: 4¢
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I3CNMR spectra of compound: 4¢
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Current Data Parameters
NAME KM-02-NH-4CL-13C
EXPNO 1

PROCNO 1

F2 - Acquisition Parameters
Date_ 20140826
Time 9.51
INSTRUM spect
PROBHD 5 mm PABEO BB/
PULPROG zgpg30

by} 32768
SOLVENT cDC13

NS 235

DS 2

SWH 36057.691 Hz
FIDRES 1.100393 Rz
A 0.4543829 sec
RG 65.24

DW 13.867 usec
DE 6.50 usec
TE 298.9 K

D1 2.00000000 sec
D1l 0.03000000 sec
TDO 1
Fz====z= CHANNEL fl s=sss===
SFO1 150.9279571 MHz
NUC1 13C

Pl z 10.50 usec
PLW1 95.00000000 W
sasuasss CHANNEL {2 ssssssss
SFO2 600.1724007 MHz
Nuc2 1H
CPDPRG{2 waltzlé
PCPD2 70.00 usec
PLW2 21.00000000 W
PLA12 0.61714000 W
PLW13 0.30239999 W

F2 - Processing parameters
SI 16384

SF 150.9137350 MHz
WDW EM

S5B 0

LB 1.00 Hz
GB 0

BC 1.40



HRMS spectra of compound: 4¢

Sample Name Position Instrument Name User Name
Inj Vol | InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

x10 5 |+*ESI Scan (12.8 sec) Frag=175.0V KM-02-NH-02.d

6_
5.8 456.0044
5.6-
5.4
5.2

54
48!
4.6/
4.4
4.2/

4
3.8/
3.6
3.4
3.2

3 .
2.8 Cl
2.6
2.4
2.2

2-
1.8-
1.6-
1.4-
1.2

1 .
0.8
0.61
0.4

L | 1 L

446 448 450 452 454 456 458 460 462 464 = 466 468
Counts vs. Mass-to-Charge (m/z)

14| Page



EN-02-NH-03-1H
Balective band cantar: 3.18 (ppm); width: 71.3 (Ex)

Zampla Hama:
EM-02-KH-03-1E
Data Collected om:
IITC-HER-marcucy40o
Archiva directory:
Jfexport/hone fchampack/ voorays /data
Sampla directory:

FidFila: EM-01-NE-03-1H

Pulss Saguenca: PROTON (aZpul)
Bolvent: cdell
Data collectad cm: Pab 8 2014

Tamp. 25.0 C f 298.1 K
Operator: cham

Rglax. dalay 1.000 sec
Tulsg 45.0 dagrecs

Acg. time 2.561 mac

Width £358.0 Exz

31 ropatitions

OBEERVE EH1, 159.8505634 MEx
DATA PROCEEEING

FT siza 31763

Total time 2 min 12 sac

THNMR spectra the compound: 4d
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I3CNMR spectra of compound: 4d

@ el N R RO R N R s B ol W
i Qrighovosnaneo na B oo
0 R e g 2l ¥ oa Current Data Parameters
4 -d-—4.—e.—u—1-—4r—cr-n?-4.-l-'v-*-:-ef-n.-dm =~ W u NAME KM_OZ-NH_QB_13C
W v 1
I PROCNO 1
F2 - Acquisition Parameters
Date_ 20140901
Time 10.11
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 32768
SOLVENT CDC13
NS 1251
DS 2
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.4543829 sec
RG 65.24
DW 13.867 usec
DE 6.50 usec
TE 302.0 K
Br Dl 2.00000000 sec
D11 0.03000000 sec
DO 1
EEEEmEE—— wANNEL f] ========
SFO1 150.9279571 MHz
NUC1 13C
Fl 10.50 usec
PILW1 95.00000000 w
mmm===== CHANNE], f? —=======
SFQO2 600.1724007 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 70.00 usec
PLW2 21.00000000 w
PLW12 0.61714000 W
PLW13 0.30239999 W
F2 - Processing parameters

SI 16384
SF 150.9128347 MHz
WDW EM

S8 0
18 1.00 Kz
B 0

S Wi W Ry (e W i e e S p e B LAt

200 180 160 140 120 100 80 60 40 20 0 ppm
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HRMS spectra of compound: 4d

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

x10 1 |+ES! Scan (10.7 sec) Frag=175.0V KM-02-NH-03.d

3.11
3 545.9022
2.9-
2.8-
2.7-
2.6-
2.5-
2.4-
2.3
2.2
2.1

2_
1.9
1.8
1.7
1.6
1.5
1.4
1.3
1.2
1.1

1
0.9+
0.8 546.9027
0.7
0.6
0.5+
0.4-
0.3
0.2

0.1
04 . . ] ) Inui | | ‘||II "JIll||||ni‘.ln..l.|;.\ |

547.8989

543.9027

| § ;
541 542 543 544 6545 546 547 548 549 550 551 552 553 554 555
Counts vs. Mass-to-Charge (m/z)
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THNMR spectra the compound: 4e

O NH
4e
OMe

UM o | |
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) MmAcH L = | A
- HANN A an
PULSE SEQUENCE " T2 ""IRREZNG UBGHRNEZIEL, 399.8509613 - DKTA" PROGHBAING WMODNE- 06 i
Relax. delay 1.000 sec "FT size 32768 e
Pulse 45.0 degreds Total time ! minubes -Bolveht: cdeld
Aeq. time 2,561 sec Temp. 25.0 C / 298,1 X
Width 6399.0 Hz Operator: chem
32 repetitions Mercury-400 *I1T9-MMR"
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I3CNMR spectra of compound: 4e
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Current Data Parameters

NAME KM _02NH 06_13C
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140325
Time 9,38
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

D 32768
SQLVENT CDCl3

Ns 889

DS 2
SWH 36057.691 Hz
FIDRES 1.100393 Kz
AQ 0.4543829 sec
RG 65.24

oW 13.867 usec
DE 6.50 usec
TE 301.0 K
D1 2.00000000 sec
Dil 0.03000000 sec
D0 1

ssmss=== CHANNEL f] =s==s===

SFO1 150,9279571 MHz
NuCl 13C

Pl 10,50 usec
PLWl 95.00000000 W

======== CHANNEL f? s=======

SF02 600.1724007 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCED2 70.00 usec
PLW2 21.00000000 W
PLW12 0.61714000 W
PLW13 0.30239999 W

F2 - Processing parameters
sI 16384

SF 150.9128396 MHz
WOW |

SSB 0

LB 1.00 Hz
GB 0

BC 1.40



HRMS spectra of compound: 4e

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

x10 3 |+ESI Scan (12.7 sec) Frag=175.0V KM-02-NH-06.d

448.1036
0.95

0.9
0.85+
0.8
0.75+
0.7
0.65 -
0.6
0.55-

0.5

0.45+
6.8 OMe
0.351
0.3
0.25-
0.2 1
0.15-
0.1+

0.05+

-;I.L.m.\ L B B o Lk N -

0 bk, k0 o el 0l , , : , ;
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
Counts (%) vs. Mass-to-Charge (m/z)

20| Page




THNMR spectra the compound: 4f

Current Data Parameters

NAME ¥M-02-21_1H
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20131023
Time 9.43
INSTRUM spect
PROBHD 5 mm PABBO BB/
BULPROG 2930

™ 32768
SOLVENT €DC13

NS 16

DS 2

SHH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 zec
RG 80,22

DW 41,600 usec
DE 6.50 usec
1E 300.1 K
Dl 1.00000000 sec
™0 1
wxznsuss (HANNEL {] sssssses
SFO1 600.1737063 Mz
NUC1 1H

Pl 12.00 usec
FIA1 21.00000000 W

FZ - Processing parameters
SI 16384

SF 600.1700631 MFz
L

S5B 0

LB 0.30 Hz
GB 0

BC 1.00

L TR L R S !lrll|Y|I|t||v||I|I|||v||!|||!!!|||!|\|!|!l||||!||r!||E||||l||||l||||||l!|l||l||||||l||l|||t||l!| llr']

10 9 8 7 6 5 4 3 2 1 ppm
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I3CNMR spectra of compound: 4f
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Carrent Data Paramstecs

| S\ V] oz tun Rt
EXPHND 1
PROCNG 1
Fi = Acquisition Parameters
Date 20150225
Tine .41
INSTRUM apact
FROBED 5 mm PABBO BB/
PULPROG tngﬂl
T0 32768
SOLVENT coclly
NE 113
03 i
SWH 36057.691 Mz
FIDRES 1.100393 He
hQ 0.4543829 sec
RG 62,24
i 11,867 usec
DE 6.50 usec
TE 2985 K
ol 2.00000000 aec
D1l 0.03000000 sec
DO 1
mmmsmues CHAMNEL {1 sssssass
arol 150.927557]1 MHs=
WOC1 13C
Fl 10.50 usec
FLML 95,00000000 W
sssssass CHANNEL {l sessss=s
SPO2 &00.1724007 MHz
WOCZ 1H
CPOPRG([2 waltzlé
PCPD2 T0.00 usec
PLNZ 21, 00000000 W
PLN1Z 0.61714000 W
FLNLY 0.3023993% W
FZ = Frocesaing paramaters
&1 16384
ir 150. 9128423 MHz
WOW EM
558 1]
Le 1.00 Hz
Gh 1

| I I I | I | PC 1.4
T T T T T T T L) g, T T T L) Li T T 1 T T L) I I Ll
210 200 1%0 180 17 160 150 140 130 120 110 100 %0 1] T &0 50 40 3 20 10 a FR®
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HRMS spectra of compound: 4f

Sample Name  KM-02-NH-07 Position -1 Instrument Name  Instrument1 User Name
Inj Vol -10 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  KM-02-NH-07.d ACQ Method Comment Acquired Time 5/13/2014 3:24:26 PM

%10 2 | +ESI Scan (15.6 sec) Frag=175.0V KM-02-NH-07.d

1 456.0045

0.95-
0.9
0.85
0.8
0.751
0.7 1
0.65
0.6
0.551
0.5

0.45-
0.4
0.351
0.3
0.25-
0.2
0.151
0.14
0.05-

| N N I |

0 ta 1 T T T - T L T T T T h T
450 500 550 600 650 700 750 800 850 900 950
100 150" 200i 20 S0 RO 4R Counts vs. Mass-to-Charge (m/z)
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EN-02-NE-18

Sampla Wama:
IM-0i-HH-18

Data Collected on:
IITC-RMR-marcury4 o

Archiva dirgotory:
Jhomafchan fdata/atudy

Sampla directory:
PE3-1-01

FidPila: EM-01-KE-1E

Pulss dequance: PROTON (gZpul)
golvent: cdcl3
Data collectad cm: Peb 37 2014

Tamp. 25.0 C f 298.1 K
Operator: cham

Rolax. dalay 1.000 sec
Pulss 45.0 degrees

hog. time 2.561 mac

Width €338.0 Ez

31 repetitioos

OBEERVE H1, 339.850561% MEx
DATA PROCESEING

FT slza 31768

Total time ] min 12 sec

THNMR spectra the compound: 4g
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I3CNMR spectra of compound: 4g
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Current Data Parameters

NAME KM-02-NH2Br-1H
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date 20150210

Time 12.35
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30

TD 32768
SOLVENT CDC13

NS 434

DS 2

SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ ) 0.4543829 sec
RG 65.24

DW 13.867 usec
DE 6.50 usec
TE 297.9 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
zzs===== CHANNEL f] s==ss====
SFOl 150.9279571 MHz
NUcl 13¢

P1 10.50 usec
PIW1 95.00000000 W
======== CHANNEL f? s=ss=sa=
SFO2 600.1724007 MHz
Nucz2 H
CPDPRG (2 waltzl6é
PCPD2 70.00 usec
PLW2 21.00000000 W
PLW12 0.61714000 W
PLW13 0.3023989% W

F2 - Processing parameters
SI 16384

SF 150,9136604 MHz
WDW EM

§SB 0

LB 1.00 Hz
GB 0

BC 1.40



THNMR spectra the compound: 4g

Sample Name  KM-02-NH-18 Position -1 Instrument Name  Instrument 1 User Name
Inj Vol -10 InjPosition SampieType Sample IRM Calibration Status
Data Fllename  KM-02-NH-18.d ACQ Method Comment Acquired Time

Success
10/14/2014 11:08:35 AM

x10 4 [*ESI Scan (11.9 sec) Frag=175.0V KM-02-NH-18.d

1.351 545.8938
1.3
1.251
1.2
1.15]
1.1
1.051 547.8930
14
0.95-
0.9
0.85-
0.84
0.75-
0.7
0.65-
0.6
0.55-
0.51
0.45-
0.4
0.35-
0.3
0.25-
0.2
0.15/
0.1
0.05-

543.9039

546.9039

0 ‘|| S T O T B R R TTTO RTINS TR T

Ll 1

541 542 543 544 545 546 547 548 549 550 551 552 553
Counts vs. Mass-to-Charge (m/z)
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EN-02-N3-IF

Zampla Hama:
EM-02-KE-2F

Data Collectad om:
IITC-HMR-marcury400

Archiva diractory:

Sampla diractory:
FldFila: EM-01-NH-IF

Pulss 3aquence: FROTON (aZpul)
Solvent: cdol:
Data collected cn: Mar 10 2014

Temp. 35.0 C fF 298.1 K
Oparator: cham

Rglax. delay 1.000 sac
Mulsa 45.0 degroca

Acg. time 2.561 mac

Width £358.0 B

31 repatitions

OBEERVE EH1, 359.8505594 MEx
OATA PROCEEEING

PT siza 31762

Total time 2 min 12 saC

THNMR spectra the compound: 4h

o
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I3CNMR spectra of compound: 4h

n o am@* A 0F adwwunmd oil@rWw L= ] g w0 R A
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Al A hd A8 A°h M omit o itom L - 0O odd =N
#r ohomid OO0 h 0 «c@ w59 $mB il B on B e @ m O oh b & &
Y wilmitr el o A A [ T n i mAmi
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180 160 140 120 100 B0 £0 40 20 pEm

PULEE EZQUENCE (BSEEVE C13, 100.5431207 DATA PROCEZSING FM-0Z-KE-2F-13C0

Ralax. dalay 1.000 sac [ECOTPLE H1, 395.85193%4 Ling broadaning 0.5 Hz

Pulse 45.0 dagreas Powar 41 dB FT siza 65535 Solvant: odoll

hog. time 1.304 sac contioucasly oo Total tima &1 mimotes Tamg. 25.0 C / 298.1 K

Width I5135.6 Ez WALTZ-1f modulated Oparator: chem

1610 rapatitions Fila: EM-03-WH-2F-13C
Wercury-400 “IITG-WME"
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HRMS spectra of compound: 4h

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

x10 2 |+ESI Scan (31.9 sec) Frag=175.0V KM-02-NH-22.d
1] 424.0635

0.954
0.9
0.85/
0.8
0.754
0.7
0.65-
0.64
0.55
0.5/

0.45-
0.4
0.35
0.3
0.25
0.2
0.151

0.1
0.05

0- tbadi ili il.;.ilk "

100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560
Counts vs. Mass-to-Charge (m/z)
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THNMR spectra the compound: 4i

Current Data Parameters

NAME

EXPNO
PROCNO

Time

™

NS
DS
SWH

AQ
RG
NH DH

| DE
TE

S S nl

D0

SFO1
NUC1
Pl

PLW1

SI
SF
WDW
SSB
LB
GB
PC

M | R

r||||||||'||n||u|ulvuu|||-rl||t|||||.|||.|-||||||11||||;||||:|||-|-|||||.|>1||[||||||-||||xr-:-u:-lnunur|||r|-||||z||-|

10 9 8 7 6 5 4 3 2 1 0 ppm

ohnuﬂgnvm <
QQ|m|NIMIE M A B B
mleleivielelvniolo (=]

0.86
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INSTRUM
PROBHD
PULPROG

SOLVENT

O NO, FIDRES

O,N —

KM_02_NH_11_1H

1
1

F2 - Acquisition Parameters
Date_ 2014021

9.48
spect

5 mn PABBO BB/

2930
32768
CDC13
16
2
12019.230 Hz
0.366798 Hz
1.3631488 sec
143.33
41.600 usec
6.50 usec
300.2 K
1.00000000 sec
1

CHANNEL f] s=======

600.1737063 MHz
18
12,00 usec

21.00000000 W

F2 - Processing parameters

16384
600.1700148 MHz
EM
0.30 Hz

1.00



I3CNMR spectra of compound: 4i

ETL
9T
0SS
¥E6
sy
L98B
»5S

\ll.'1l||['||||]||\

TZR "
TEY
L
ZL6
LTT
SLY ZET
ere-ZTET
EZPS"EET
LES"PET-
LSE"9ET
LTO "B¥T
BBS"6FT
0SS0 »ST

PESTPLT

!lrl'l'l“l'll]llll

||}[Ir1'|il'\'\l|l||llll'll]l'lll'lfll'lfllllill\L'I|PIIT‘TTFII[I-

IJ|IFII]III||-

200

20

40

80

100

120

140

160

180

31| Page



HRMS spectra of compound: 4i

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

x10 2 | *ESI Scan (13.1 sec) Frag=175.0V KM-02-NH-11.d
ol 478.0526

0.95
0.9
0.85
0.8
0.751
0.7
0.65-
0.61
0.55+

0.54
0.45-
0.4
0.351
0.3
0.254
0.2

0.15+
0.1

0.05

L

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
Counts vs. Mass-to-Charge (m/z)
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EN-02-NE-CX

Sampls Hama:
EM-01-HE-CH

Data Collertad om:
IITG-HME-marcucy4lio

krchiva diraotory:

Sampla directory:
FidFila: EM-01-KE-CH

Tulse Saquence: PROTON (spul)
Solvent: cdell
Data collectad om: Fab 11 2014

Tamp. 235.0 C / 298.1 K
Operator: cham

Rolax. dalay 1.000 sec
Tulsa 45.0 degracs

Acg. time 1.561 mec

Width 6358.0 Ex

31 repatitions

OBEERVE K1, 139.8505637 MEX
DATA PROCESSING

PT siza 31768

Total time 2 min 1 sac

THNMR spectra the compound: 4j

CN
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I3CNMR spectra of compound: 4j

- A AR MM Ak 20 nod anth ditm w P w L)
o] OO0 bk o0 hoW@unermidl - B i :ﬂlﬂ n $
m mmlmloan:-::m-:-::-n-::-n-:'a-nﬁ!v-::ﬁ w d
i MWW mMdAO @@ Mm@ mBEA D r a n i
re it ¥ momfmo o A A A r= re a i
= A A A dAFd A A A A A
L
H_leh L» Iu | #,-l f/JJf;{l i CN
e
0]
O NH
S S
4
CN
TT T T I T T T[T T T T[T T T T [T I T T[T T T T[T T T T[T T I T [T T T T[T T T T [T T T T[T T T T[T T T T[T T T T [ TT T T[T T T T[T T T T[T TT T [TTTT[TTTT]
180 160 140 120 100 80 &0 47 20 ppm
DULSE EEQUENCE | (BEEVE C13, 100.5425853 i ATA PROCESSING ! NM-NE-EE-13C
Ralax. delay 1.000 sec PIECOTPLE HI, 399.B5299%4 ! Line broadening 0.5 Hz ; :
Tulsa 45.0 dagrecs Fowar 42 dB FT piza 65536 Eolvant: cdell
hog. tlme 1.304 oec cootiougualy oo Total tima 7.6 hours Tomg. 15.0 C / 198.1 E
Width 25135.6 Ex WALTZ-16 modulatad Dperator: chem
12170 rapatitioms Fila: EM-NH-ER-13C
Moroury-400 "IITC-WE*
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HRMS spectra of compound: 4

Sample Name  KM-02-NH-08 Position -1 Instrument Name  Instrument 1

Inj Vol

-10 InjPosition SampleType Sample

Data Filename  KM-02-NH-08.d ACQ Method Comment

User Name

IRM Calibration Status

Acquired Time

Success
10/14/2014 11:06:59 AM

x10 4
6.4
6.2

5.81
5.6
5.4
5.2

4.8
461
4.44
4.2

3.8+
3.6
3.4
3.2

3
2.8
2.6 1
2.4
2.2

2.4
1.8+
1.6
1.4
1.2

1
0.8
0.6+
0.4
0.2

+ESI Scan (13.7 sec) Frag=175.0vV KM-02-NH-08.d
438.0728

liujlulj.llull LI.ILL“I.ILILL il hi.n i “

CN

395 400 405 410 415 420 425 430 435 440 445 450 455 460 465 470 475 480 485 490 495 500 505

Counts vs. Mass-to-Charge (m/z)
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EN-02-NH-09-1H

Sampla Nama:
EM-01-HE-05-1H

Data Collacted om:
IITC-HMR-marcucydio

Archiva diractory:

Zampla diractory:
FidFila: FEM-01-NH-03-1H

Tulec Saquemca: PROTON (mZpul)
Solvent: cdell
Data collected om: Fob 13 1014

Tamp. 235.0 C f 298.1 K
Operator: cham

Ralax. dalay 1.000 sec
Tulsa 45.0 degroca

Acg. time 2.5€1 mac

Width &6358.0 Ex

&4 rapatitions

OBEERVE H1, 359.850560% MEx
DATA PROCEEEING

FT slza 31768

Total tima 4 min 24 sac

THNMR spectra the compound: 4k
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I3CNMR spectra of compound: 4k

2
56.80

200

|
180 160
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140

120

100

ppm

Current Data Parameters
NAME KM-02-NH-09a-13C

EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140217

Time 12.50
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

D 32768
SOLVENT CDC13

NS 939

DS 2

SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.4543829 sec
RG 65.24

DW 13.867 usec
DE 6.50 usec
TE 300.3 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f]l s=======
SFol 150.9279571 MHz
NUC1 13C

Pl 10.50 usec
PLW1 95.00000000 W
smmsm=m= CHANNEL 2 ========
SF02 600.1724007 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 70.00 usec
PLW2 21.00000000 W
PLW12 0.61714000 W
PLW13 0.30239999 w

F2 - Processing parameters
SI 16384

SF 150.9128414 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40



HRMS spectra of compound: 4k

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Callbration Status
Data Filename ACQ Method Comment Acquired Time

x10 4 | *ESI Scan (27.4 sec) Frag=175.0V KM-02-NH-09.d

4.2 488.1139
4-
3.8+
3.6
3.41
3.2
3
2.81
2.6
2.4
2.2
2]

-~ 1.8
1.6

1.44
1.2

1
0.8+
0.6
0.4
0.2

0_“ || Lol | | [T I | R N B T | | |m ih”h”.mll | T T 4 1 Ll | II_'_|| || 'll [T ]

470 472 474 476 478 480 482 484 486 488 490 492 494 496 498 500 502 504 506 508
Counts vs. Mass-to-Charge (m/z)
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THNMR spectra the compound: 6a
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5

4

1.09

1.09

3

2

1

0 ppm

Current Data Parameters
HAME KM_AM_BEN_ 1H

EXPNO 1
PROCNO 1

F2 - hequisition Parameters
Date_ 20140314

Time 13.42
INSTRUM spect
PROBHD 5 mm PAEBO BB/
FULPROG 2930

jii} 32768
SOLVENT CDCL3

NS 16

D8 2

SWH 120159.230 Hz
FIDRES 0.366798 Hz
A 1.3631488 sec
RG 80.22

D 41.600 usec
DE 6.50 usec
TE 300.8 K
D1 1.00000000 sec
D0 1
======== (HANNEL fl s=======
SFO1 600,1737063 MHz
Nucl 1H

Bl 12.00 usec
PLA1 21.00000000 W

F2 - Processing parameters
51 16384

SF 600,1700644 MHz
WDW EM

55B 0

] 0.30 Hz
GB 1]

BC 100



176€.00

I3CNMR spectra of compound: 6a

Y HAOr WO NYMIH AN O
CerdOorHOINOGOWO™A
NHF[‘\Dﬁda\mmmeﬁt‘:hhwl—;
NEMEOMMMANCNNNNNMN NN
e e R R R e e R e ]

5w

77.44
22

7.
77.02

&

68.98

— 59,69

50.78

Current Data Parameters

HAME HM-RM-BEN_13C
EXPNO 1
PROCHO 1

F2 - Acquisition Parameters
Date_ 20140313
Tipe 14.47
TRSTRUM spect
PROBED 5 mm PABBO BB/
PULPROG 29pg30

T 32768
SOLVENT cDcl3

] 248

] H

SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.4543829 sec
RG 65,24

H 13.867 usec
IE 6.50 usec
TE 3014 K
o1 2.00000000 sec
D1 0.03000000 sec
TDO 1
wxmmmnmn CHANNEL f] smswsssss
SFO1 150,9279571 MHz
nuc1 13

Pl 10.50 usec
PLW1 95.00000000 W
ssemswsn CHANNEL f! ssesssss
SF02 600,1724007 MHz
Huc2 14
CPDPRG(2 waltzlé
PCPD2 70.00 usec
PLWZ 21.00000000 W
FLH12 0,61714000 W
PLW13 0,3023999% W

F2 - Processing parameters
81

SF
WDH

558
1B
GB
14

T
200 180

40| Page

I : | ' I ;

160 140 120 100

60

150.9128359 MHz
EM
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HRMS spectra of compound: 6a

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

%10 2 | *ESI Scan (12.8 sec) Frag=175.0V KM-AM-BEN.d

14
0.95+
0.9
0.85
0.8
0.75+
0.7
0.65-
0.6
0.55-
0.5
0.45
0.4+
0.35-
0.3
0.25
0.2
0.15-
0.1+
0.05-

478.1294

- LI].._J__LJ_‘I!L \!Hll L N l ».L ;

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
Counts vs. Mass-to-Charge (m/z)
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THNMR spectra the compound: 6b

.

_4L il i

[ LI | | g P R | | T T 1 [  ER R | T 17 'l 3 i poi | ! I O | LA | L ‘ | [EEE D T | | | EEE PR R ' | i E | |
12 11 10 9 8 7 6 5 4 2 1 ppm

i; i Y ¥ y ¢ #

1.00 2.842.33 1.05 1.1 .17

1.45.3102 1.06 LU 3.22
PULSR SEQUENCE OBSRRVE HI1, 399.8509634 EDITI PROCR33ING . EM-4Me-02-1H
Relax. delay 1.000 sac rr size 32768 ' ‘
Pulse 45.0 degrees i Total time 1 minutes ESolmt: edeld |
Acq. tine 2.561 sec ' ' Temp. 25.0 € / 2981 K 4'

37 repetitions

' Pile: -dMe-02-18
 Mercury-400 *II76-NE*
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I3CNMR spectra of compound: 6b

N : )
] nesgvssrtannansann ¢35 & H " - CH;
o v 0w A MO OMNUYUEAYONTEM ll! 0!9: 1: _\': r:
0 R L T rfe @ o c .-1
r EEEEEEEEEEE EEEEEE Fde © n @ 1
Tillll'[[ll!||i|'|\I||||'|||||1FI|I1I|711||I\|||\‘ll]llllllll[lf'l\|||T||l|||||||\|}|IIII||||[1T!|]I|T|[
180 160 140 120 100 80 60 40 20 ppm
PULSE SEQUENCE {0BSERVE €13, 100.5425619 {DATA PROCRSSDNG i K- dMe-02-13¢
Relax. delay 1.000 sec \DECOUPLE H1, 399.8529994 ' Line brosdening 0.5 B '; ;
Pulee 45.0 degrees | Power 42 dB | PT wige 65536 : ! Solvent: edecld
Acq. time 1.304 sec | continuously on ! Total time 8.0 hours ET-P- 25.0 ¢/ 298.1 K
width 25125.6 Hz | WALTZ-16 modulated | i | Operator: chen
12530 repetitions ‘ ; : %lltd‘llt'r-mo *1ITG-HMR*
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HRMS spectra of compound: 6b

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

«10 3 | *ES| Scan (18.5 sec) Frag=175.0V KM-02-NH-ME-CAN.d
14 506.1611

0.95-
0.9
0.851
0.8
0.75-
0.7-
0.651
0.6
0.55-

0.5 CHs
0.45-
0.4-
0.35-
0.31
0.251
0.2
0.15-
0.1

0.054
0_ T Ill ll__h,k J_L.n P

300 350 400 450 500 550 600 650 700 750 800 850 900
Counts vs. Mass-to-Charge (m/z)
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EN-02-NE-20

Sampla Hame:
EM-02-KH-20

Data Collected on:
IITG-HMR-marcucydio

Archiva diractory:
J/homafchen/data/atudy

Sampla directory:
DB 387 sm-0L

PidFila: EM-01-KH-2D

Pulss Sequence: FROTON (azpul)
Bolvant: cdell
Data colleckted om: Mar 5 2014

Temp. 35.0 C f 298.1 K
Oparator: cheam

Ralax. dalay 1.000 sac
Pulsa 45.0 degroas

Aog. time 3.561 sac

Width €358.0 Ex

31 repatitioos

OBSERVE Hl, 359.8505619 MEx
OATA TROCEESING

PT siza 31768

Total time 2 min 13 sec

THNMR spectra the compound: 6¢
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I3CNMR spectra of compound: 6¢
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180 160 140 120 100 80 60 40 a0 ppR

PTLEE EEQUENCE

Ralax. dalay 1.000 sac
Puleg 45.0 degreds
hog. Bime 1.304 e
Width 25125.6 Ex

840 ropatitions

EDEEEE‘.FE 13, 100.5435340

SIRCOTPLE HI1, 339.8523354

| power 42 @
contimuously oo
WALIZ-16 modulated

DATA PROCEESTHG

Ling broadening 0.5 Hr
FT plza 65538

Total time 32 mimotes

EM-0Z-HH-20-13C

Bolvant: odell

Tamp. 5.0 C f 236.1 K
Operator: chem

Fila: EM-01-HE-20-13C

Baroury-400 “IITC-WE"
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HRMS spectra of compound: 6¢

Sample Name Position

Inj Vol

InjPosition

Data Filename ACQ Method

Instrument Name

SampleType
Comment

User Name
IRM Callbration Status
Acquired Time

x10 4
1.8

1.7
1.6
1.5
1.4
1.3
1.2
1.1

14
0.9-
0.8-
0.7-
0.6-
0.5-
0.4-
0.3-
0.2-

0.1

+ESI Scan (19.3 sec) Frag=175.0V KM-02-NH-20.d

546.0515

I ,|I I lll I | i ." Lol D do by

Cl

11 Y 1 T rlr | '||I [ P T

530 532 534 536 538 540 542 544 546 548 550 552 554 556 558 560 562 564 566 568 570 572 574 576
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Counts vs. Mass-to-Charge (m/2)




THNMR spectra the compound: 6d

@ @A nmOm + ~ Ly ] o
@ FrCmAMY o & Lol Ll
m Tnnmeno - @ + W
- o
PULSE EEQUENCE OBSERVE  HI, 39908509644 DATA PROCESSING km-trail = UENCE o
Relax. delay 1.000 sec FT size 32768 s i
Pulse 45.0 degrees Total time 1 minutes Solvent: cdeld “¢°
Acq. time 2,561 sec Temp. 25.0 C / 298.1 K
Width 6398.0 Hz ; Operator; chem

File: Jm-trail *=-
Mercury-400 "IITG-NMR®

32 repetitions
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I3CNMR spectra of compound: 6d
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180 160 140 120 100 80 &0 40 20 ppm
FILEE EEQUENCE {OBEEEVE (13, 100.54318154 i DATA PROCEEAING C EM-MM-1-13C
Ralax. dalay 1.000 sac ‘IECOUPLE HL, 3998519954 ! Ling broadaning 0.5 HE
Tulea 45.0 dagroos Fowar 41 4B FT olzq E5536 Bolwant: cdeld

hog. Bime 1.304 mac
Width 25115.5 Ex
5050 rapatitions

Coa t‘.l:.ﬂﬂu.ll"]l' oa
WALTZ-16 modulated

Total tima 5.8 hours

Tamp. 15.0 C / 25B.1 K
Operator: chem

Fila: EM-AN-1-13C
Horcury-400 “IITC-HWER*
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Sample Name

Inj Vol

Data Filename

Position
InjPosition
ACQ Method

HRMS spectra of compound: 6d

Instrument Name

SampleType
Comment

User Name
IRM Calibration Status

Acquired Time

x10 1
4.4]

4.2

4]
3.8-
3.6
3.4
3.2

3
2.8
2.6
2.4
2.2

24
1.8-
1.6-
1.4-
1.2

14
0.8
0.6-
0.4
0.2-

+ESI Scan (11.0 sec) Frag=175.0V KM-02-NH-17.d

0

| 1 A [

635.9488

633.9510

634.9468

R Jlia |HH

636.9485

637.9450

W 1 i

638.9447

ILll\lul

L

631 632
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633

634

635

636 637 638

639

640 641
Counts vs. Mass-to-Charge (m/z)
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644
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EM-AN-IF

Zampla Hame:
FM-IN-IF

Data Collected om:
IITC-HHR-marcury4ii

Rrchiva diractory:

Sampla directory:
FidFila: EM-RH-IF

Tulss Saquenca: PROTON (alpul)
Solvent: cdell
Data collacked on: 3ap 9 2014

Tomp. 35.0 C f 198.1 K
Operator: cham

Rolax. dalay 1.000 sac
Pulsa 45.0 degrocs

heg. tima 2.561 mac

Width £358.0 Ex

31 repatitions

CBEERVE  EH1, 359.8505634 MEz
DATA PROCEEEING

PT wiza 31768

Total time 1 min 12 sec

THNMR spectra the compound: 6e
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I3CNMR spectra of compound: 6e
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180 160 140 120 100 80 60 40 20 pED
PULEE BEQUERCE EDBEEI‘E'E €13, 100.5425883 EEI.iI.I‘.ﬂ. PROCEEIING E EII-A.I.’-IF-IEE
Ralax. dalay 1.000 sac IDECOTPLE HL, 39%.8523534 ! Ling broadaning 0.5 H ; ;
Pulsg 45.0 degrecs Powar 41 4B FT nizg 66536 Bolvant: odell
hog. Eime 1.304 mac coaticuoualy oo Total time 24 mimotos Temp. 5.0 C / 336.1 K
Width 25135.6 Ezx WALTI-16 modulated Operator: chem
E40 rapatitions Fila: EM-AM-IF-13C
Marcury-400 "IITG-WG®
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HRMS spectra of compound: 6e

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Callbration Status
Data Filename ACQ Method Comment Acquired Time

x10 5 | +*ESI Scan (31.2 sec) Frag=175.0V KM-AM-2F.d

1.251 514.1107
1.2

1.154
1.1
1.054
14
0.95-
0.9
0.85-
0.8
0.75-
0.7
0.65-
0.6
0.55-
0.5+
0.45-
0.4
0.351
0.3
0.25-
0.2
0.151
0.1

0.05-
ol | ; | Li [ ‘ ||||r|||| [T ln.m.,. | i ] M I [ " | L L ]

509 510 511 512 513 514 515 516 517 518 519 520 521 522 523 524 525 526
Counts vs. Mass-to-Charge (m/z)
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THNMR spectra the compound: 6f
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I3CNMR spectra of compound: 6f
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180 160 140 120 100 80 60 40 20 ppm
FULKE SEQUENCE ) OBSERVE: T 210045426047 DATA PROCESSING FM2AN-08R 18T
Relax. delay 1.000 sec DBCCUPLE . H1, 399.8529994 Line broadening 0.5 Hz
Pulge 45.0 degrees Power 4248 . FT size 65536 Solvetiti-edeld-
Acq. time 1.304 sec continuously on Total time 4 minutes Temp. 25.0°C / 298.1 K
width 25125.6 Bz WALTZ-16 modulated Operator: chem
120 repetitions Mercury-408¢ *IITG-NMR"
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HRMS spectra of compound: 6f

Sample Name  KM-AM-09 Position -1 Instrument Name  Instrument 1 User Name
Inj Vol -10 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  KM-AM-09.d ACQ Method Comment Acquired Time 9/10/2014 12:02:42 PM

10 5 |*ESI Scan (19.8 sec) Frag=175.0V KM-AM-09.d
4.4 514.1107
4.2
4 .
3.8
3.6
3.4
" 3.2
3 .
2.8
2.6

2.4
2.2

1.8
1.6
1.4l
1.2

0.8
0.6
0.4
0.2+

e syl am

490 450 460 470 480 490 500 510 520 530 540 550 560 570 580 590
Counts vs. Mass-to-Charge (m/z)
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NOEs spectra of compound: 6f
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THNMR spectra the compound: 6g
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I3CNMR spectra of compound: 6g
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TT T T[T I T T[T T T[T AT T[T T T[T T T TT T[T T[T I T[T T T[T T T[T T[T T [T T T[T T T[T T T [T TIT [T T T[T TTT[ITTT]
180 160 140 120 100 g0 &0 40 20 ppm
PULEE BEQUENCE EDBEEITE €13, 100.5425855 EE‘AI‘R PROCEE3TNG E EH-M-HZ-I-IEIE
Ralax. delay 1.000 sec ‘[ECOUPLE H1, 398.B519534 ! Ling broadaming 0.5 Hx : :
Pulsa 45.0 dagreas Fowar 42 dB FT niza E5536 Bolvent: odoll
Rog. Elme 1.304 sac coatiououaly oo Total time 11 mimotes Tomg. 35.0 C f 3%6.1 €
Width 25125.6 Hx WALTE-16 modulatad Oparator: chem
300 repatitioos Fila: EM-AM-BD1-131C
Morcury-400 "IITC-WMR"
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HRMS spectra of compound: 6g

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

x10 1 |*ESI Scan (8.9 sec) Frag=175.0V KM-AM-NO2-1.d
5.8
5.6+
5.4
5.2
5_
4.8
4.6
4.4
4.2
4
3.8
3.6
3.4
3.2
3
2.8
2.6
2.4
2.2
2]
1.8+
1.6
1.4-
1.2-
14
0.81
0.6
0.4
0.2

582.1130

460 470 480 490 500 510 520 530 540 550 560 570 580 590 600 610 620 630 640
Counts vs. Mass-to-Charge (m/z)
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EM-AM-14-1H

Zampla Hama:
EM-AN-14-1H
Data Collactad om:
IITG-HMR -marcuryddd
Archive diractory:
feaport/homa fechampackvomroys/data
Zampla directory:

FildFila: EM-AM-14-1E

Mulss 3agquenca: PROTON (mipul)
Solvant: odolld
Data collectad om: Apr 8 1014

Temp. 15.0 C f 398.1 K
Oparator: cham

Ralax. dalay 1.000 sec
Tulsa 45.0 degrocs

hcg. time 3.561 mac

Width 63158.0 Ez

31 ropatitions

OBSEREVE H1, 159.8505910 MEx
DATA PROCEEEING

FT siza 31768
Total tima 2 min 12 sac

THNMR spectra the compound: 6h
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I3CNMR spectra of compound: 6h
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180 160 1410 120 100 a0 &0 40 20 ppm
FILEE SEQUENCE OBSERVE C13, 100.5425840 DATR PROCESEING FM-EN-14-11C

Relax. delay 1L.000 sec
Fulss 45.0 degress
Acg. tima 1.304 sec
Width 28125.6 H

1550 rapatitions

DECOTPLE E1, 3998529954
Fower 41 4B
contimsously on

WALTZ-16 modulatad

Ling broadening 0.5 Es
FT sizae GEEIE
Total tima £1 mioukcs

Eolvant: cdoll

Tamp. 35.0 C f 298.1 K
Oparator: chem

Fila: FM-AM-14.13C
Marcury-400 *ITTG-KMRE®
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HRMS spectra of compound: 6h

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

x10 5 | +ESI Scan (5.1 sec) Frag=175.0V KM-AM-14.d

2.3 560.0667
2.2
2.1

24
1.9
1.81
1.7
1.6
1.51
1.4
1.3
1.2
1.1

1-
0.9
0.8-
0.7-
0.6-
0.51
0.4-
0.3
0.2

Cl

] { | ] .

548 550 552 554 556 558 560 562 564 566 568 570 572 574 576
Counts vs. Mass-to-Charge (m/z)
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km-bam-b

Sample Name:
kn-bam-hl
Data Collected on:
IITG-NMR-mercury400
Archive directory:
/heme/chem/data/study
Sample directory:
test-proton-01
FidFile: PROTON

Pulse Sequence: PROTON (s2pul)
Solvent: cdell
Data collected on: Apr 12 2014

Temp. 25.0 C / 298.1 K
Operator: chem

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.561 sec

Width 6398.0 Hz

32 repetitions

OBSERVE H1, 399.8509652 MHz
DATA PROCESSING

FT size 32768

Total time 2 min 12 gec

THNMR spectra the compound: 6i
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I3CNMR spectra of compound: 6i
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200 180 160 140 120 100 80 60 40 20 ppm
(BULSE SEQUENCE ... OBSIRVE: (13, 100,5425870 DATA PROCRSSING Xa-BAN-1-13C
Relax. delay 1.000 zec DECOUPLE 1, 399.8529994 Line broadening 0.5 Hz .
Pulse 45.0 degrees Pover:42 di PT size 65536 o Solveat: cdeld
. Acq. time 1.304 sec -contintously on Total time 19 minutes Temp. 25.0 C / 298.1 K
Width 25125.6 Hz WALTZ-16 modulated Operator: chem

‘ 500 repetiticna Mercury-400 *IITG-NMR"
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HRMS spectra of compound: 6i

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

x10 5 |*ESI Scan (51.5 sec) Frag=175.0V KM-BAM-01.d
1.051 512.0665
1
0.95-
0.9
0.85-
0.8
0.75-
0.7
0.65-
0.6
0.55-
0.5-
0.45-
0.4-
0.35-
0.3-
0.25
0.2
0.15-
0.1
0.05-

0 I.LI-I|II| Ladin, -:-I{LL.LI.I.I.H”L-;;L' Lll..h‘lhhl ey MLILLLJ uul;L!hl.lLln T .«LLLLlLLL......'.ul.iJ 1o .‘L.‘..L!LI Wl

460 470 480 490 500 510 520 530 540 550 560 570 580
Counts vs. Mass-to-Charge (m/z)
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EM-AM-Zbr

Sampla Hama:
EM-AN-Ibr
Data Collectaed om:
IITG-HHR-marcucy4do
Archiva dirgotory:
fexport/home fchempack/vomroys /data
Sampla dirsctory:

FidFila: EM-AM-Ibr-1

Mulse daquenca: FROTON (szpul)
Solwvant: odell
Data collected on: May 15 2014

Temp. 25.0 C f 298.1 K
Oparator: cham

Ralax. dalay 1.000 saec
Tulse 45.0 degroca

Acg. time 1.561 mac

Width £358.0 Ex

31 repatitions

OBEERVE E1, 359.8505701 ME:x
DATA PROCEEEING

FT siza 32768

Total time I min 12 saec

o

THNMR spectra the compound: 6j

Br
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I3CNMR spectra of compound: 6j
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180 160 140 120 100 80 &0 40 20 ppm
POLEE BE(QUENCE {OBEERVE (13, 100.5425731 i DATA PROCEE3ING : ¢ Fm-AN-IBr-13C
Ralax. delay 1.000 sac ‘DECOTPLE HL, 35%.B529%54 i Ling broadening 0.5 Hr ; ;
Pules 45.0 dagreas Powar 41 dB FT pliza 65536 Bolvant: odell
hog. Eime 1.304 mao continucualy oo Total time 36 mimntos Tamp. 25.0 C / 298.1 K
Width 25115.5 Hz WALTZI-16 modulated Oparator: chem
950 ragatitions Fila: Em-AN-IBr-13C
Morcury-400 “ITTC-HER*
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HRMS spectra of compound: 6j

Sample Name Position Instrument Name User Name
InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

Inj Vol

x10 1

9.5-
9
8.5-
8
7.5
74
6.5
6
5.5
5.
4.5-
4
3.5
3
2.5
2]
1.5
1-
0.5-

+ESI Scan (9.0 sec) Frag=175.0V KM-AM-2BR.d

649,

647.9661

648.9750

el | . Pl L

8617

651.9631

650.9609

652.9629

MR i Plhs Lo v 5 ¢ 4 g,

0
642 643 644 645 646 647 648 649 650 651 652 653 654 655 656 657 658 659 650

Counts vs. Mass-to-Charge (m/z)
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THNMR spectra the compound: 6k

18
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3.22

Current Data Parameters

NAME KM-BAM-2F-1H
EXPNO 1
PROCNO 1

F2Z - Acquisition Parameters
Date_ 20150210
Time 10.19
INSTRUM spect
PROBHD 5 mm PASBO BB/
PULPROG 2930

™ 32768
SOLVENT cocll

NS 16

DS 2

SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 65.24

DH 41.600 usec
DE €.50 usec
TE 298.0 K
D1 1.00000000 sec
TDO 1

CHANNEL f1

SFOL 600.1737063 MHz
NUCL 1§

Pl 12,00 usec
PLW1 21.00000000 ®

FZ - Processing parameters
ST 16384

SF 600.1700137 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

BC 1.00
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e 175

120.41
116.25
116.23
116.12
116.0%9

I3CNMR spectra of compound: 6k
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Current Data Parameters

KM-BAM-2F-13C
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150210
Time 10.23
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 29pg30
™ 32768
SOLVENT cDC13
NS 84
] 2
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.4543829 sec
RG 65.24
L. 13.867 usec
DE 6.50 usec
TE 298.0 K
Dl 2.00000000 sec
Dl 0.03000000 sec
™0 1
smnconus CHANNEL f] cssswese
SFOL 150.9279571 MHz
NUCL 13¢
138 10.50 usec
PLW1 95.00000000 W
wmmzzass (] 2 memmmwn
SFO2 600,1724007 MHz
Nyc2 18
CPDPRG[2 waltzlé
PCPD2 70.00 usec
P2 21.00000000 W
PLM12 0.61714000 W
PIN13 0.30239%9% W
F2 - Processing parameters
S 16384
SF 150.9128403 MHz
WM B
$8B
1B 1.00 Hz
EC 1.40



HRMS spectra of compound: 6k

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

x10 4 |+ESI Scan (30.4 sec) Frag=175.0V KM-BAM-2F.d
6.2

64 480.1262
5.8
5.6
5.4
5.2

5;
4.8
4.6
4.4-
4.2

4
3.8-
3.6-
3.4-
3.2-

3_
2.8
2.6
2.4
2.2

2_
1.8-
1.6-
1.4-
1.2-

14
0.8-
0.61
0.41
0.2

I| R T IO T N RN NN N B R ‘l . Il- N OO T WA PYRNNN PO S MR PRT S T W \.I

466 468 470 472 474 476 478 480 482 484 486 438 490 492 494 496 498 500
Counts vs. Mass-to-Charge (m/z)
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EN-AM-07-1H

Sampla Hama:
EM-IN-07-1H
Data Collected om:
IITO-HME-parcury4on
Archive directory:
Jfaxport /home /champack/ vonreye/data
Sampla directory:

FidFila: EM-RH-07-1E

Pulps Jagquenca: PROTON (sipul)
Bolvent: cdell
Data collectad om: Mar 31 2014

Tomp. 35.0 C f 298.1 K
Operator: cham

Rolax. delay L1.000 sec
Tulsa 45.0 degrods

Acg. time 1.56L mac

Width 6358.0 Ex

31 rapatitions

OBEERVE E1, 353.8505634 MEx
DATA FROCEEEING

FT slza 31763

Total tima 1 min 12 sec

THNMR spectra the compound: 61
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I3CNMR spectra of compound: 61
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180 160 140 120 100 80 &0 40 20 ppm
POLEE BEQUENCE OBBEEVE (13, 100.54215384d DATA PROCESSIRG EM-AN-07-13C
Ralax. dalay 1.000 sac [ECOUPLE HL, 399.B529954 Ling broadaning 0.5 Hz
Pulss 45.0 dagrocs Powar 42 dB FT oilza E5536 Bolvant: odell

hog. time 1.304 asc
Width 15135.8 Ex
1137 rapatitions

cootimuoualy oo
WALTZ-16 modulated

Total timg 43 minates

Tamp. 15.0 C f 198.1 K
Dparator: chem

Fila: EM-RN-07-13C
Marcury-400 “IITC-HMR™
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HRMS spectra of compound: 61

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

x10 5 | *ESI Scan (10.8 sec) Frag=175.0V KM-AM-07.d
3.3
3.2 560.0669
3.1
3
2.9
2.8
2.7
2.6
2.5
2.4
2.3
2.2
2.1
2
1.9
1.8
1.7
1.6
1.5
1.4
1.3
1.2
1.1
1 Al
0.91
0.8+
0.7
0.6
0.5
0.4
0.3
0.2
0.1
Oi"‘l"' Lk l....|. Ll I IO R PR SPWIE diiiii e R g

550 555 560 565 570 575 580 585 590 595 600 605
Counts vs. Mass-to-Charge (m/z)
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THNMR spectra compound: 6m

3 S -

Current Data Parameters

||||||-I-||.-1||-||||.---.-qul:;..|.|||tll;|vulnnno|-u.-ix--rx|--.I.;1.--..||----lvl|-I-.......'Iunulluuuuluuu

10 9 8 7 6 5 4 3 2 1 ppm

©O|N (][] BMO] [N
8 [FeBlsle ol ole Alg|w (o
- =N NI™ Qle -l Nl "

76 | Page

NAME KM-BAM-4-C1-1H
1

EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date_ 20150223
Time 12.31
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930

™ 32768
SOLVENT CpCl3

NS 16

DS 2

SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 113

oW 41,600 usec
DE 6€.50 usec
TE 298.5 K

D1 1.00000000 sec
D0 1
ssszmass CHANNEL f1 =ssa=szm
§FO1 600.1737063 MHz
NUC1 1H

P 12.00 usec
PLW1 21.00000000 W

F2 - Processing parameters
SI 16384

SF 600.1700579 MHz
WDH EM

558

LB 0,30 Hz
GB

BC 1.00



I3CNMR spectra of compound: 6m
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I!!IW\\|I||Ii1\([{l|l\‘lill![ll4‘\II1||IW]|1TW1][I_TTET111§III|1F\II|I|I1]'i|II|TIIIi|III]iIII[T\NIIT[]!EII!
200 180 160 140 120 100 80 60 40 20 ppm
POTEESFECURNCE OBUBRVEY 013,100 542580% ‘DATA" PROCESSING : » KB 4€E 130
Relax.‘delay 1.000 sec DECOUPLE. .B1, -359.8529994. Line broadening 0.5 Hz . e S i
‘Pulse-45.0 degreed Power 4248 FT size 6553_6 ‘Solvent: cdcl3
Acqg. time .1.304 sec continuously:on Total time 6.0 hours- - Temp. 25.0.C / 298.1'K
Width 25125.6 Hz WALTZ-16 modulated Operator: chem
9300 repetitions R Bt ar ‘Mercury-400 *IITG-NMR*
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HRMS spectra of compound: 6m

Sample Name Position Instrument Name
Inj Vol InjPosition SampleType
Data Fllename ACQ Method Comment

User Name

IRM Calibration Status

Acquired Time

+ESI| Scan (21.5 sec) Frag=175.0V KM-BAM-02.d

6.75- 512.0674
6.5

6.25

5.75+
5.5
5.254

4.75
4.5
4.25

3.751
3.5
3.254

2.75+
2.5+
2.25

1.75
1.51
1.25+

0.75
0.5+
0.251

TR S R P Y L Ll 000 [l ] T,

Cl

|m I|

|

T |

506 507 508 509 510 511 512 513 514 515 516 517 518 519 520 521

Counts vs. Mass-to-Charge (m/z)
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1

THNMR spectra the compound: 6n
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Current Data Parameters

NRME KM-BAM-3F-1H
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150210

Time 10.05
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULEROG 2930

TD 32768
SOLVENT cDC13

NS 16

Ds 2

SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 3.2

bW 41.600 usec
DE 6.50 usec
TE 291.8 K

n 1.00000000 sec
TDO 1
s==w==== CHANNEL f] s==s=x==
SFOL 600.1737063 MHz
NUC1 1H

Bl 12.00 usec
PLW1 21.00000000 W

F2 - Processing parameters
SI 16384

SF 600.1700137 MHz
WDW M

SsB 0

LB 0.30 Hz
GB o

BC 1.00



I3CNMR spectra of compound: 6n
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Current Data Parameters

NAME KM-BAM-3F-13C

EXENO 1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20150210

Tine 10.08

INSTRUM spect

PROBHD 5 mm PRBBO BB/

PULBROG 2gpg30

0 32768

SOLVENT €DC13

NS 86

DS 2

SHH 36057.691 Hz

FIDRES 1.100393 Hz

AQ 0.4543829 sec

RG 121.57

bl 13.867 usec

DE §.50 usec

TE 298.0 K

D 2.00000000 sec

b1l 0.03000000 sec

TDO 1
CHANNEL f1

SFO1 150.9279571 MHz

NUC1 13¢

Pi 10.50 usec

PLW1 §5.00000000 W
CHANNEL f2

SFO2 600.1724007 MHz

NUC2 18

CPDPRG(2 waltzlé

PCPD2 70.00 usec

PLW2 21.00000000 W

PLN12 0.61714000 W

PLW13 0,3023999% W

F2 - Processing parameters

SI 16384

SF 150.9128382 MHz

WDH EX

58B 0

L8 1.00 Hz

GB 0

B¢ 1.40



Sample Name

Inj Vol

Data Filename

Position
InjPosition
ACQ Method Comment

HRMS spectra of compound: 6n

Instrument Name
SampleType

User Name
IRM Calibration Status
Acquired Time

x10 S
1.1

1.05-
1-
0.95-
0.9
0.85+
0.8+
0.75+
0.7
0.65
0.6
0.551
0.5-
0.45-
0.4
0.35
0.3
0.25
0.2
0.15-
0.1
0.051

0 .‘ I |11,... l |

+ESI Scan (18.5 sec) Frag=175.0V KM-BAM-3F.d

480.1262

TN | I|n|||| | T I|... L ‘

|

]

478 479
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480

481 482 483 484 485
Counts vs. Mass-to-Charge (m/z)
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THNMR spectra the compound: 60

Sample Name:
EN-AN-11
Data Collected on:
IITG-NMR-mercury400
Archive directory:
/home/chem/data/study
Sample directory:
PICHYDRA-ZN-tit-4-01
PidPile: KN-AN-11

Pulse Sequence: PROTON (s2pul)
Solvent: ecdecll
Data collected on: Apr 4 2014

Temp. 25.0 C/ 298.1 K
Operator: chem

Relax. delay 1.000 sec
Pulae 45.0 degrees

Acq. time 2.561 sec

width 6396.0 Hx

64 repetitions

OBSERVE H1, 399.8509634 ME:z
DATA PROCESSING

PT size 32768

Total time 4 min 24 mec

1 T T T T F T 1 1 i 1 I T 1 [ 1] 1 1 I | T i I I | 1 L i I l 1 4 1 1 ’
11 10 § 9 8 7 6 5 4
¥ B - e
0.87 10443 898154 1.03 1.00
1.08793.28176¢ 0.91
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I3CNMR spectra of compound: 60
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200 180 160 140 120 100 80 60 40 20 ppn
PULSE SEQUENCE ' 'T%L PROCESTING OBSBRVE CL1T," 100.5425892  DATR:PROCESSING. -« £4- 1 ! YMsAM-10-13C
Relax, delay 1.000 sec. -DECOUPLE H1, 399.8529994 Line broadening 0.5 Hz i
Pulse 45.0 degredy Pover 42 dp " T slze 65538 + Solvent: cdell
Acq. time 1.304 sec ‘continuously on Total time 44 minutes

Temp. 5.0 C/ 298.1 K
Operator: chem

Width 25125.6 Hz WALTZ-16 modulated
' : " Mercury-400 *IITG-NMR*

1150 repatitions ;
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HRMS spectra of compound: 60

Sample Name Position Instrument Name User Name
Inj Vol InjPosition SampleType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

%10 3 |+ESI Scan (24.8 sec) Frag=175.0V KM-AAM-10.d

7.751 578.1613
7.5
7.254
7
6.75-
6.5
6.25-
6_
5.75-
5.5
5.251
54
4,751
4.5
4.25
4
3.754
3.5
3.25
3
2.754
2.5
2.251
2‘
1.75-
1.5
1.25-
14
0.751
0.5
0.25-
0.

520 - 530 540 550 560 570 580 590 600 610 620 630 640 650
Counts vs. Mass-to-Charge (m/z)
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