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Figure S1 'H NMR spectra of 1

Paramater Value

1 DataFile Name  E: ABHI LAE WORK/

pyridenone pet! NMES
Sangit-AV-200-1 1/ f1d

2 Title PROTONEO DMSO / opt/
topspin’ nmesw' Sangit!
JTUNE14 nmr=u

3 Origin Bruker BioSpin GmbH

4 Owner nmrsu

5 Solvent DMEO

6 Pulsz S=quance z=30

T Apcquisition Date  2014-06-14T06:47:49

8 Modification Date

9 Temperaturs 203.2

10 Number of Scans 16

11 Bpectromster 400.13
Fraquency

12 Spectral Width 8196.7

13 Lowest Frequeney -1713.7

14 Mucleus 1H
15 Acquired Size 32768
16 Spectral Size 63536
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Paramater Value
1 Data File Name E:/Bangit-AY-200-L' 2/ fid
2 Title Sangit-AY-200-1
C13CPD DMSO | opt/ topspin/
amese' Sangit! TUNE14 nmrse »
3 Origin Bruker BioSpin GmbH m T
4 Owner nmrss
5 EZolvent DMED
6 Pulss Sequencs zepe30 PNU
7 Acquisition Date 2014-06-14T18:18:37
8 Modification Date
9 Temperature 2996
10 Number of Scans 600
11 Spectromester Fraquency 10061
12 Spectral Width 24038.5
13 Lowast Fraquency -1958.9
14 Nucleus 13C
15 Acquired Size 32768
16 Spectral Size 633536
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Figure S3 135-DEPT spectra NMR of 1
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Paramater Yalue w W ﬂ iVl o
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1 DataFils Name E: ABHILAB WORK/ 4 N
pyridenone pet/ NMES
Bangit-AY-200-L' 3/ fid
2 Title Bangit-AY-200-1 |
CI13DEPTI135 DMSO /
opt/ topspin/ amrsw
Sangt/ JUNE14 nmrsu
3 Orgin Brulker BioSpin GmbH umo T
4 Owner amesy O
5 Eolvent DMMEO
& DPulsz Bzquence  deptspl3s
7 Acquisition Date 2014-06-14T13:44:30 PNv
8 Modification
Date |
S Temperature 2894
10 Number of 3cans 400
11 Spectromester  100.61 _
Frequeney
12 Spectral Width 240385
13 Lowest -1953.8
Frequency
14 Nucleus 13C
15 Acquired Size 32763
16 Spectral Size 65536
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Figure S4 HRMS spectra of 1

Display Report

Analysis Info Acquisition Date  6/16/2014 2:41:41 AM
Analysis Name  DAData\user data\201 SJUNEV 6 JUNEProf S.Kumar-AY-200-_1-A,5_01_2860.d

Method HRLCMS-20 Sept.m Operator Ravindra

Sample Name Prof. S Kumar-AY-200-1 Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Seource Type ESI len Polarity Paositive Set Nebulizer 1.2 Bar
Focus Active Set Capillary 4500 v Set Dry Heater 200°C
Scan Begin 50 miz Set End Plate Offset -500V Set Dry Gas 7.0 lfmin
Scan End 3000 miz Set Cdllision Cell RF 130.0 Vpp Set Divert Valve Waste
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Parameater Valpe
1 DataFile Name E Sangit-AY-210-TI-R/
1/ fid
2 Title PROTONRO CDCL3 /

opt/ topspin’ nmesw
Sangit/ TULY 14 nmrsu

3 Ogrizin Bruleer BioSpin GmbH W3 I
4 Owner MLss
5 Eolvent CDCI3
6 Pulse Sequence z=30 O
T Acquizsition Date 2014-07-08T07:04:17 <
§ Modification
Dat=
9 Temperaturs 2031
10 Number of Scans 16 LL
11 Spectromeater 400.13
Fraqueney
12 Bpectral Width 81967

13 Lowest 17137

Fraquency C
14 Nuclens 1H
15 Acquirsd Size 32768

16 Spectral Size 63536

28 27
{1 (ppm)

R |V

Figure S5 'H NMR spectra of 3
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Figure S6 *3C NMR spectra of 3
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Paramater Yalue _ _ _\ # Fuf_ T\. rl.;...\h _ _J\ ”_
1 DataFilz E:/ Sangit-AY-210-II-
Nams R/2/6d
2 Title Bangit-AY-210-II-R
C13CPD CDCI3 / apt/
topspin' amrsw' Sangit/
JULY 14 nmrsu
3 Origin Bruker BioSpin GmbH .
4 Onwner MIEs m I
5 Solvent CD{13
& Puols= zzpe3l
Sequence )
7 Acquisition  2014-07-08T20:19:18 Pz
Date
8 Modification
Date
8 Temperatwre 2982
10 Number of 512 L
Zeans
11 Spectromseter 10061
Fraqueney
12 Spectral 240385
Wadth
13 Lowest -1958.9
Fraqueney
14 Nueleus 13C
15 Acquired 3ize 32768
16 Spectral 8ize 635336
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Figure S7 HRMS spectra of 3

Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

Acquisition Date

Di\Datawser data\201ANOVEMBER0S NOVADr.S.Kumar-AY-210-1-VE.d

tune_low.m
AY-210-I-VE

Operator
Instrument

12/6/2014 1:40:03 PM

RUCHI
micrOTOF-Q 11 10330

Acquisition Parameter

Source Type

ESI

Focus
Scan Begin
Scan End

Not active
S0 miz
3000 mfiz

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

Negative
2500V
-500
130.0 Vpp

Set Nebulizer

0.4 Bar

Set Dry Heater
Set Dry Gas
Set Divert Valve

180°C
4.0 Ifmin
Waste

Intens. |
x109
2.04

NC

CHj

0.05

Time [min]

—— TIC -All MS
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172.0868

l 3251834

785.0293

-MS, 0.1-0.2min #(3-12)
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2200772
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i)
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Figure S8 'H NMR spectra of 4

Parameter
1 Data File Name

Value
G:/ Abhi by Ajay/ Sangit-
AV-313(500MHz)/ 1/ fid

2 Tite Sanait-AV-313(500MHz)
3 Origin Bruker BioSpin GmbH
T
4 Owner nmrsu
5 Solvent CDCI3
6 Pulse Sequence zg30
7 Acqguisition Date 2014-11-14T04:32:41 O
8 Modification Date z
9 Temperature 293.3
10 Mumber of Scans 16
11 Specirometer 500.13
Frequency w
12 Spectral Width 10000.0
13 Lowest Fregquency -1911.5
14 Nudeus 1H
15 Acquired Size 32768
16 Spectral Size 65536
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Parameter Value b 3o 27 g & o SxEg
? i : : _— — o o af o ) oo 0
1 Data File Name G:/ Abhi by Ajay/ Sangit- i} ) N = = e o [AEEELES
AV-313(500MHz)/ 2/ fid \/ e N, ] I
2 Title Sangit-Av-313(500MHz)
3 Origin Bruker BioSpin GmbH T
4 Owner nmrsu
5 Solvent CDCl3
& Pulze Sequence zgpg30 |
7 Acquisition Date 2014-11-14705:00: 12 m 7 _ 7
8 Modification Date \ — __ ___ _ |
: | |
e = Bl "o s ey W
11 Spectrometer Frequency 125.75 Tl L T T = 1 5 1 L— IR R R
12 Spectral Width 29761.9 L 151.0 150.0 149.0 123.0
13 Lowest Freguency -2306.2 f1 m_u_uaq
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
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Figure S9 *C NMR spectra of 4
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Figure S10 HRMS spectra of 4

Display Report

Analysis Info Acquisition Date  1/9/2015 4:42:27 PM
Analysis Name  D\Dataluser data\2015\JAN-201509-JAN-2015\0r.S Kumar-AV-313d

Method tune_low.m Operator RUCHI

Sample Mame AV-213 Instrument micrOTOF-Q 11 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Megative Set Nebulizer 0.4 Bar
Focus Mot active Set Capillary 2500V Set Dry Heater 180°C
Scan Begin S0miz Set End Plate Offset -500 v Set Dry Gas 4.0 I/min
Scan End 3000 miz Set Collision Cell RF 130.0 \ipp Set Divert Valve Waste

Intenss._ Dr S Kumar-A\V-313 d: TIC -All Mg]
x10-4

3 NC

V7V VvV Frrrrrrrrrrrrrre-er’e-’ 4o+ 7 rrr-

01 02 03 04 05 06 07 0.8 0.9 "Time [min]

Inlens__ -MS, 0.1-0.2min #(7-10)
x10% 247.0674

17 4529423

N IRT 508515 . | , ' .
200 400 600 800 1000 miz

1 128.0345

Intens. | -MS, 0.1-0.2min #(7-10)
2470674

248.0700
VAN

C13H10F2ZNZ20, M-nH 247 07
247 0677

5003 2480711
N

2470 | 2415 2480 2485 2480 2435 mk
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Figure S11 *H NMR spectra of 5

S12

Parameter Value
1 DataFils H:/ Abhimanyn'
Name pyridenons pet/ NWES
Bangit-AY-183-1-B/ 1/
fid
2 Title PROTONRO DMSO /
opt/ topspin’ nmresw/ ™
Zangit! TUNE14 nmrss PHV T
3 Origin Bruker Bio8pin GmbH
4 Owner nmrsu
5 Solvent DMSO (@]
6 Pulsz Saquence zz30 z rE
T Acguisition 2014-06-07T07:11:09
Date
8 Modification
Date
9 Temperature 2951
10 Number of 16
Zeans
11 Spectrometer 40013
Frequeney
12 Spectral Width §1%96.7
13 Lowest -1713.7
Fraquency
14 Nucleus 1H (
15 Acquirad 8ize 32768 |
16 Spectral Bize 65336 ___
: J
[ O b5 — (] = h o]
Q (S =e] Q = o Qg
— — 0 — — — ] o
T T T 1 T 1 | T T T T T T T T T | 1 T T T T
125 120 115 110 105 100 95 90 8.3 8.0 75 7.0 6.3 6.0 33 3.0 43 335 30 2.3 20 135 1.0 03 0.0



Figure S12 *C NMR spectra of 5
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Paramster Yalue
1 DataFile  E Sangit-AY-183-I-
MNames B/ 2/ fid
2 Title Sangit-A¥-183-1-B
e e = a3 o ©
topspin nmrss! Sangit/ 2 = = = =
TUNE14 nmess o i = Ay
o o = = o
3 Orizin Bruker BioSpin GmbH T T | _ ||
4 Owner nmrse ©
3 Eolvent CD{CL3 1
& Pulse zgpe3l0 O |
Bzquencs zZ —
7 Acquisiion 2014-06-07T23:32:13
Date
3 Modification
Date
O Temperaturs 2082 \ __rs_
10 Number of 600
Seans T T T T T T T T T T T
138 137 136 135 134 133
11 Bpectrometer 10061
Fraqueney fl (ppm)
12 Spactral 24038.5
Width
13 Lowsast -1953.9 |
Frequency
14 Nucless 13C
15 Acquirad 8ize 32768
16 Spactral Size 63536 !
|
1
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Figure S13 135-DEPT NMR spectra of 5
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Paramester Valpe r.r;.m_/_ m_\\L ./.\ —
1 Data File Name E:/ Sangit-AV-183-1-B/ 3/ fid
2 Title Bangit-AY-183-I1-B I
C13DEPT135 CDCI3 / opt/ T T
topspin’ nmrsw’ Sangit/ O
JUNE14 nmrsn
3 Origin Bruker Bio%pin GmbH
4 Orener NI m
5 Solvent CDClL3
6 Pulse 3aquence deptspl35
7 Acquisition Date  2014-06-07T23:58:07
3 Modification Date
8 Temperatura 2982 |
10 Number of 8cans 400 |
11 Spectrometer 100.61
Fraquency
12 Spectral Width 24038.5
13 Lowest Frequeney -1938.8
14 Nuclens 13C
15 Acquired Size 32768
rr..um Spectral Bize 65536 5 I | &
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Figure S14 GCMS spectra of 5
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Figure S15 'H NMR spectra of 6

Parameter Value

1 Data File Name E:Sangit-AY-208-I' 1/ fid

2 Title PROTONRO DMEO/ opt/
topspin’ nmresw' Sangit! TUNE14
TMTEY

3 Origin Bruker BioSpin GmbH

4 Owner TUTTET

5 Solvent DMEO

6 DPulss Bequence zg30

7 Acquisition Date 2014-06-30T06:26:25

8 Modification Date

& Temperatura 2981

10 Number of Scans 16

11 Spectrometer Frequency 400.13

12 Bpectral Width 3196.7

13 Lowest Frequeney -1713.7

14 Nucleus 1H

15 Acquired Bize 32768

16 Bpectral Size 65536
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1 Data File Nams E: Bangit-AY-208-I' 2/ fid
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i g o o IR -~
3 Origin Bruker Biokpin GmbH uWé T [¥2] &3 i tn
o — MH MJJHJ O [#3]
4 Owner nmrss O O = o sl m =
5 Solvent DMSO | | N/
6 Pulsz 3aquence zepe3l O
7 Acquisition Date 2014-06-30T16:29:35 Pz
8 Moedification Date
O Temperaturs 2031
10 Mumber of Scans 512 d
11 Bpectromater 100.61
Fraqueney
12 8pectral Width 24038.5
13 Lowast Frequeney -1538.9
14 Nuclens 13C
15 irzd Size 32768
5 i :fi&xL._E
16 Spectral Size 63536
T T T
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fl (ppm)
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Figure S17 HRMS spectra of

6

Display Report

Analysis Info
Analysis Name

Acquisition Date
Di\Dataluser data'201 ANOVEMBERWS NOWV\Dr.S. Kumar-AY-208-1-VE.d

Method tune_lowm Operator
Sample Name  AY-208--VE Instrument
Comment

12/6/2014 1:37.40 PM

RUCHI
micrOTOF-Q Il 10330

Acquisition Parameter

Source Type EsSI lon Polarity Negative Set Nebulizer 0.4 Bar
Focus Mot active Set Capillary 2500V Set Dry Heater 180°C
Scan Begin 50 miz Set End Plate Offset  -500 V/ Set Dry Gas 4.0 /min
Scan End 3000 miz Set Collision Cell RF 130.0 \ipp Set Divert Valve Waste
Intens.]
x1054
2]
] NC CH3
3
] H
2]
Cl @]
1 -
0.05 0.10 0.15 0.20 0.25 0.30 0.35 Time [min]
|—— TIC -All MS |
Inlensd.i “MS, 0.0-0.4min #(2-23)
x10 245.0479
4]
3]
] 364.0408
2_
13
S E—— T L zsts T .
200 400 600 800 1000 miz
Intens. | “MS, 0.0-0.4min #(2-23)
x10 245.0479
44
24 247.0447
o - 243,0475
2500 C13H11CINZO, M-nH 245 05|
20003 245.0476
15003
10004 247.0447
5003
. 2463909 248,0480
245.0 2455 2460 2465 247.0 2475 2480 2485 “miz
Bruker Compass DataAnalysis 4.0 printed: 12/6/2014 6:09:05 PM Page 1 of 1
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Figure S18 'H NMR spectra of 7

Paramester

1 DataFile

Name

2 Title

3 Orizin

4 Owner

5 Solvent

6 Pulss
Z=quance

7 Acquisition
Date

8 Modification
Date

Value
Sangzit-AV-202-I' 1/ fid

Sangit-AY-202-1
PROTONEO CDHC1S /
opt/ topspin’ nmrsw’
Sangit! TUNE1l4 nmrsu
Brulcer BioSpin GmbH
nmrsu

CDC13
zg30

2014-06-19T04:55:54

NC

8 Temperatura 2082
10 Number of 16
3 T T LI
7.6 74 7.2 — 1
11 Spectromster 400.13 f1 {ppm) 30 2.9 28 27
Frequency [ fl (ppm)
12 Spectral 3196.7
Width
13 Lowast T [ ( __q f
Frequancy _ R | | | f
14 Nocless 1H _ | | {
o I L d I |
15 Acquired Size 32768
16 Spectral 8ize 635336
o -  Ooen =] o o
—_— —_— —_— ] —_— —_— —_— o
T —T T —T —T T —T T T —T T T T T T T T T g T g T T T T
10.0 L a0 8.5 3.0 7.5 7.0 6.3 6.0 3.5 5.0 4.5 4.0 3.5 3.0 P 2.0 1.5 1.0 0.5 0.0
fl (ppm})
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Figure S19 *C NMR spectra of 7
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1 DataFileName EJABHILAB WORK/ I (N Vo
pyridenone pet/ MBS
Sangmt-AYV-202-1' 2/ fid
2 Title Sangmt-AY-202-1
CI13CPD CDXCI3 / opt!
topspin/ nmesw' Sangit/
JUNEL4 nmrsu
3 Ogin Bruker BioSpin GmbH 3 = 8 BEEL @
e e R B S o o
4 Owner nmrss < T L b s o R
5 Solvent CDCB O _ I N == |
& Dulsz Saquence zgpe3l
7 Acquizsition Date  2014-06-19T11:56:58 %)
8 Modification Date zZ
4 Temperatvre 2832 | . _
10 Number of Scans 400
11 Spectrometer 100.61
Fraquency |
12 Spectral Wadth 24033.3 |
13 Lowast Fraquency -1933.0
14 Nuclens 13C ! R
i e 150 100
15 Acquired Size 32768 f1 (ppm)
16 Spectral Bize 65536
I
T " T T 1 T T T T T T T T T T T T T T T
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Figure S20 DEPT-135NMR spectra of 7

Paramster Value

—133.82
—129.63
12828
12788

—38.65
—36.44
—18.89

1 DataFil= E:/ ABHILAB e
Name WORE! pyridenons
pet! NMR/ Sangit-
AYV-202-1 3/ fid
2 Title Bangit-AV-202-1
C13DEPTI1335 CDCI
! opt/ topspin' amr=
Sangit/ TUNE14 nmt
3 Origin Bruker Biopin Gmb | o
4 Owner amss I I :
(@) O
5 Zolvent CDC13
6 Puls= deptzpl3s
Bequenes (@)
T Acguisition 2014-06-19T12:17: e =
Drate
8 Modification
Date
9 Temperature 298.2
10 Number of 300
Beans
trometer 100.61

12 Spectral 240385
Width

13 Lowest -1558.8
Fraquency

14 Nucleus 13C
15 Acquired Size 32768
16 Spectral Size 63336
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Figure S21 Mass spectra of 7

Display Report

Analysis Info
Analysis Name

Acquisition Date
D:\Dataluser data\201 4\NOVEMBER\DS NOWADr.S. Kumar-AY-205-1-VE-3.d

12/6/2014 1:35:15 PM
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Figure S22 'H NMR spectra of 8

Parameter Value
1 Data File Name E./ 8ak-38/ 1/ fd
2 Title PROTONRO CDCI3 / opt/ topspin'
nmrsw/ Sangit! NOV14 nmrss
3 Origin Bruker Bio3pin GmbH
4 Owner nmrss
5 Solvent CDC13
& Pulse Szquence zz30
7 Acquisition Date 2014-11-21T06:00:50
8 Modification Date
S Temperaturs 2883
10 Number of Scans 16
11 Spectrometer Frequency 400,13
12 Bpectral Width 8196.7
13 Lowast Fraquency -1713.7
14 Nuclens 1H
15 Acquired Size 32768
16 Bpactral Size 65536

T y T _ T . T 4 T ¥ T

120 115 110 105 100 95 9.0

S23

CH;

NC

Br

—

1.03 =

1105—=

| LI ———

200—
13.02—=



Figure S23 *C NMR spectra of 8
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Figure S24 HRMS spectra of 8
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Figure S26 1*C NMR spectra of 9

061 a0t
L L

081
1

0Lt
1

091
|

(1198
|

(18
L

gl
L

(wrdd) 13
001 011 0Tl
1 1 1

06
1

08
L

0L
1

ae
1

0c
1

o
|

joct

NC

CHj

—131.29

(wmdd) 13

CT1

(1]

0T
L

Pt licdgnady, by (A et nﬁﬂmwpuﬂﬂuh

01
L

—127.88

—126.91
—126.07

—170.20

—148.593

137,50
LY
131,29

YI 26,91
126,07

— 11510

—B89.23

_~30.90
3530

~19.41
18,80

S27



Figure S27 HRMS spectra of 9
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Figure S28 'H NMR spectra of 10
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Figure S29 *C NMR spectra of 10

& & FBER BT OR
) -~ - o) 00— oo 0O
o] £ ~ o o g oo bl =6 =25
~ ~ oo IS ] —_ o oo~ — 00
i — — e — — — ] o o o —
_ _ -~ 11 _ Y4 \N
Paramater Yalee
1 DataFils E:/ Bangit-AY-209/ 2/
Name fid
2 Title Sangit-AY-209
C13CPD CDCI3 / apt/
topspin’ nmesw' Sangit/
JUNE14 nmrsn ™
3 Orizin Bruker BioSpin GmbH W
4 Owner nmrss
5 Solvent CDC13
% DPuls= S=quence zspe3l (@)
7 Acquisition 2014-06-30T135:35:02 <
Dat=
8 Modification
Dat=
8 Temperature 2932
10 Number of 512
Scanz
11 Spectrometer 10061
Fraqueney
12 Spectral Width 240383
13 Lowest -1938.9
Fraquency
14 Nucleus 13C
15 Acquired Size 32768
16 Spectral 8ize 63336
[T ———— ! !..)r!....li!..
T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 20 80 70 60 50 40 30 20 10 0
fl (ppm)

S30



Figure S30 HRMS spectra of 10
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Figure S31 'H NMR spectra of 11
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Figure S32 1*C NMR spectra of 11
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Figure S33 HRMS spectra of 11
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Figure S34 'H NMR spectra of 12
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Figure S35 *C NMR spectra of 12
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Figure S36 135-DEPT spectra of 12
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Figure S37 Mass spectra of 12
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Figure S38 'H NMR spectra of 13
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Figure S39 *C NMR spectra of 13
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Figure 40 Mass spectra of 13
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Figure S41 'H NMR spectra of 14

Figure 82 13C NMR of AY-205
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Figure S42 1*C NMR spectra of 14
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Figure S43 HRMS spectra of 14
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Figure S44 'H NMR spectra of 15
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Figure S45 3C NMR spectra of 15
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Figure S46 Mass spectra of 15

Display Report

Analysis Info

Analysis Name

Method

Sample Name

Comment

Acquisition Date  12/1/2014 1:34:49 PM

D:\Dataluser data\201A\DECEMBER\01 DEC\Dr.S.Kumar-3K-40_1-A,8_01_992.d
HRLCMS-17 JULY-1.m
Dr.S Kumar-SK-40

RUCHI
micrQTOF-Q Il 10330

Operator
Instrument

Acquisition Parameter

Source Type

Focus
Scan Begin
Scan End

ESI

Active
50 mfz
3000 miz

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

1.2 Bar
200°C
7.0 1/min
Waste

Negalive
2500 v
-500 v

130.0 Vpp

Intens.d
1093

3
2]
1

Dr.S Kumar-SK-20_1-A 8_01_992.. TIC -All Mg

Intens 1
[mAUY

X408

103
0.54
U.Oé

Dr.S.Kumar-SK-40_1-A,8_01_982.d: UV Chromatogram, 200-400 nm

200

220

240

260

k-
N |
.
o

Time [min]

280 300 320 340 360 Wavelength [nm]

Intens 4
[mAU]

504

0]

/. 2.6-2.8min #(1557-1648),
NC  CHy = <K .

% ~ \H

Intens ]
x104

172.0889

301.1207

—0 O O -MS, 2.7-2.8min #(156-166)

465.1664

400 600 ) 800

1000 T omiz

Intens.
%104]

44
2.

301.1207

M3, 2.7-2.8min #{158-166)

3021225
N 303.1252

G_
2000

10007

301.1183

C16H18N204, M-nH ,301.1Z]

302.1216
A 303.1250

Bruker Compass DataAnalysis 4.0

L
301.00 30125 30150

T 30175

T30200 30225 30250 30275 30300 30325 me

printed:  12/1/2014 3:30:17 PM Page 1 of 1

S47



Parameters
Parameter Value
1 DataFile Name  G:/Sangit-VR-50-A/ 1/ fid
2 Tite Sangit-VR.-50-A
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCI3 o
6 Pulse Seguence  zg30 T T
7 Acquisiion Date  2014-07-30T06:43:56 O O
8 Modification Date
9  Temperature 283.3 O
10 Number of Scans 16 P
11 Specirometer 400.13
Frequency
12 Spectral Width 8223.7
13 Lowest -1640.9
Frequen
quency S/
14 Nudeus 1H
15 Acquired Size 32768
16 Spectral Size 65536
7 _
7 i | |
© [
. | ) /|
o |
(94}
S
)
[&]
D
o
(%)
ad
=
z A
- A oLl g
—
7 i A i A
! a5 =] Sa & g
w —_ [ ] — —_—
mv I T I I I I | I I T I | I I T I | 1 I ] 1 I 1 | I
3 120 115 11.0 105 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 2.5 2.0 1.5 1.0 0.5 0.0
._ml.u f1 (ppm)

S48



Figure S48 *C NMR spectra of 16
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Figure S49 HRMS spectra of 16
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Figure S51 *C NMR spectra of 17
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Figure S52 Mass spectra of 17

Display Report

Analysis Info
Analysis Mame

Method tune_low.m
Sample Name  SAK-28
Comment

Acquisition Parameter

Acquisition Date  11/14/2014 5:19:41 PM

Di\Dataluser data\2014\NOVEMBER\14 NOWVADr.S Kumar-SAK-28.d

RUCHI
micrOTOF-Q II 10330

Operator
Instrument

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Mot active Set Capillary 4600V Set Dry Heater 180°C
Scan Begin 50 miz Set End Plate Offset  -500V Set Dry Gas 4.0 min
Scan End 3000 miz Set Collision Cell RF 130.0 Vipp Set Divert Valve Waste
Intens.] Dr.S.Kumar-SAK-28.d: TIC +All MS|
¥105
: //"/ .\‘\
8.5 S
1 / ‘\_\
o ."r k:
8.0 b
] / .
] / .
7.59 /
1 / i
7.0 / i
b //
65) T
T T 005 " 010 0.15 020 025 " 0,30 Time [min]
Intens. ] +MS, 0.1-0.2min #5-11)
x10%] 256.1464
1.59
: N\ H
1.0] /
0.54
3821104 —
0_0- 1?299?5 ’ I._ l l.ll [P lll. Ls?llgja.l - | - .]. - .I i - -
200 400 600 800 1000 miz
+MS, 0.1-0.2min #5-11)
256.1464
257.1485
AN 258.1456
CA5H17N3O, M+nH 256.14
256.1444
2571477
258.1511

Bruker Compass DataAnalysis 4.0

It
256.00 256.25 256.50

25675 25700 25725 25750 25775 25800 25625

printed:  11/14/2014 5:48:47 PM Page 1 of 1

S53



Parameter Value

1 Data File Name E: Sangit-AK-5-158-II' 1/ fid

2 Title PROTONRO DMSO / opt/
topspin/ nmrsw/ Sangit/ TUNE14
pakadigi)
3 Origin Brulcer BioSpin GmbH
4 Owner amess
5 Solvent DMED
6 Pulse Saqence 2230 < T
7 Acquisition Date 2014-06-24T10:40:20 O O
8 Modification Date _
9 Temperature 2981 O
10 Number of Scans 16 <
11 Spectrometer 400153
Frequency
12 Spectral Width 8196.7
13 Lowsst Fraquency -1713.7
14 Nucleus 1H
15 Acquired Size 32768
16 Spectral Size 65536
/] I
I
v,

S54

J o=
1.01 -
e
T
_IE:

Figure S53 'H NMR spectra of 18

S S A S . . _ .
15 10 1035 100 95 90 85 80 75 70 63 60 55 50
fl (ppm)

1.02—=

| rpe=x

a1.00—=



Figure S54 1*C NMR spectra of 18
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Figure S55 HRMS spectra of 18
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Figure S58 HRMS spectra of 19
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Figure S59 'H NMR spectra of 20
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Figure S60 *C NMR spectra of 20
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Figure S61 Mass spectra of 20

Display Report
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Figure S62 'H NMR spectra of 21

Parameters
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Figure S63 *C NMR spectra of 21
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Figure S64 HRMS spectra of 21

Display Report
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Figure S65 'H NMR spectra of 22
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Figure S66 1*C NMR spectra of 22
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Figure S67 HRMS spectra of 22

Display Report
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Figure S68 'H NMR spectra of 23
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Figure S69 *C NMR spectra of 23
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Figure S70 HRMS spectra of 23
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Figure S72 1*C NMR spectra of 24
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Figure S73 HRMS spectra of 24
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S75

Parameter Value
1 DataFil= E./ ABHI LAE WORE
MName pyridenons pet/ NAES
Sangit-AV-235-I1 1/ fid
2 Title PROTONRO CDC13 /
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Figure S74 'H NMR spectra of 25
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Figure S75 *C NMR spectra of 25
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Figure S76 GC HRMS spectra of 25
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Figure S77 *H NMR spectra of 26
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Figure S78 *C NMR spectra of 26
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Figure S79 Mass spectra of 26

Analysis Info
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Figure S80 'H NMR spectra of 27
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Figure S81 *C NMR spectra of 27
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Figure S82 Mass spectra of 27
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Figure S83 'H NMR spectra of 28
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Figure S84 *C NMR spectra of 28
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Figure S85 Mass

spectra of 28
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Figure S87 *C NMR spectra of 29
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Analysis Info

Analysis Name

Method

Sample Name

Comment

Figure S88 Mass spectra of 29
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Figure S90 *C NMR spectra of 30
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Figure S91 Mass spectra of 30
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Figure S92 'H NMR spectra of 31
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Figure S94 HRMS spectra of 31

Display Report

Analysis Info Acquisition Date  12/2/2014 2:28:03 PM
Analysis Name  D\Data\user data\201 \DECEMBERNOZ DEC\Dr. S Kumar-AV-305-2_1-B,1_01_1019.d
Method HRLCMS-20 Sept.m Operator RUCHI
Sample Mame Dr.S.Kumar-AV-305-2 Instrument micrOTOF-Q 11 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Focus Active Set Capillary 4500\ Set Dry Heater 200°C
Scan Begin S0miz Set End Plate Offset -500 v Set Dry Gas 7.0 l/min
Scan End 3000 miz Set Collision Cell RF 130.0 Vipp Set Divert Valve Waste
Intens;j_ NC Dr.S Kumar-AV-305-2_1-B,1_01_1019.d: TIC +All Mg
x10
44
2_

Dr.5. Kumar-AV-305-2_1-B,1_01_1015.d: UV Chromatogram, 200-400 nm|

T'ime fmi n]

220 240 260 280 300 320 340 360 Wavelength [nm

UV, 2.0-2 1min #(1184-1236),

+MS, 2.0-2.1min #120-124)
214.0964

100 200 300 “s00°  s00 800 700 800 900 1000 iz

Intens.q

+MS, 2.0-2.1min #(120-124)
214.0064

215.0987
FAN

CAZH1IN3O, M+nH 21410
214.0975

215.1008

2140

Bruker Compass DataAnalysis 4.0

2145

2150

printed:

2155 " 2160 2165 mz

1212/2014 2:55:52 PM Page 1 of 1

S95



Parameter
1 Data File Mame

Title

Origin

Cwner

Solvent

Pulse Sequence
Arcquisition Date
Modification Date
9 Temperature

10 Mumber of Scans

11 Spectrometer
Fregquency

12 Spectral Width

13 Lowest Frequency
14 Nudeus

15 Acquired Size

16 Spectral Size

L I

Value
G:/ Abhi by Ajay/ Sangit-
AV-216-2-F(500MHz)/ 1f fid
Sangit-Av-216-2-f{500MHz)
Bruker BioSpin GmbH
nmrsy
CDCI3
zg30
2014-11-05T08:09:29

298.0
16
500.13

10000.0
-1911.5
H
32768
65536

|

S96

NC

/)

1.00 —=
1.03

10.5 10.0 9.5

Figure S95 'H NMR spectra of 32



Figure S96 *C NMR spectra of 32
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Figure S97 HRMS spectra of 32
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Figure S98 'H NMR spectra of 33
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Parameter Value
1 DataFile Name EJAY-216-I12/ fid
2 Title Sangit-AV-216-I1
C13CPD CDCI3 / opt/
topspin’ nmresw’ Sangit/
DEC14 nmes < T
3 Origin Bruler BicSpin GmbH O
4 Owener nmrss
5 Solvent CD{13 Q
& Pulsz Baquence  zzpe30 Z
7 Apguisition Datz= 2014-12-09T12:36:44
8 Modification
Date

8 Temperaturs 2082

10 Number of 8cans 512

11 Spactrometer 100.61
Frequeney

12 8pectral Width 240385

13 Lowast Fraqueney -1958.9

14 Nuelens 13C

15 Aequired Size 32768

16 3pectral Sizs 63336

Figure S99 *C NMR spectra of 33
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Figure S100 135-DEPT NMR spectra of 33
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Paramester Value — _ f_\
1 Data File Name E:/ AYV-216-I1/ 3/ fd
2 Title Sangit-AV-216-T1
C13DEPT135 CD{CI3 / apt/
topspin’ nmese’ Sangit! DEC14
Fatiit Ioe)
3 Orisi e T I
min Bruker Biofpin GmbH O 'e)
4 Owner nmrsy
5 Bolvent CDCLs
6 Pulse Sequence deptspl3s M
7 Acquisition Date 2014-12-09T13:22:35
8 Modification Date
& Temperature 2982
10 Number of 8cans 400
11 Spectrometer Frequency 100.61
12 Epectral Width 24038.5
13 Lowest Frequeney -1958 8
14 Nucleus 13C
15 Acquired Size 32768
16 Epectral Size 63336
—— T T T+ T T+ T " T T T T T T T T T T T T T T T T
200 120 180 170 160 150 140 130 120 110 100 a0 80 70 60 30 40 30 20 10

fl (ppm)
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Figure S101 HRMS spectra of 33

Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

Acquisition Date  7/23/2014 3:06:48 AM

Di\Datatuser data\201AJULY\23 JULY\Dr.S Kumar-AY-216-1_1-A,7_01_3214.d

HRLCMS-20 Sept.m
Dr.S.Kumar-AY-216-Il

Ravindra
micrOTOF-Q 11 10330

Operator
Instrument

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

ESI
Active

50 miz
3000 miz

lon Pdlarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

Positive
4500 vV

-500 vV

130.0 Vpp

Set Mebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

1.2 Bar
200°C
7.0 l/imin
Waste

Intens.
)(1(IIG:I
209
1573
1.0

05y / \\

NC

Dr.S Kumar-AY-216-1_1-A,7_01_3214.d: TIC +All M5

Integrg.i: :

x104]

163.0875

.l|.l| ‘JJJ Arll .

Dr.S Kumar-AY-216-11_1-A,7_01_3214.d: EIC 151.0846 +All MS

-
Time [min]

+MS, 2.2-2 3min #(128-138)

701.4944

453.3440

340.2586
R

200

I mfiz

v ‘?60. = .860,

300 400 500 600 ‘so0 1000

+MS, 2.1-2.2min #(127-133)
151.0875

L

152.0803
A

0 .
150.6

150.8

CBH10N20, M+nH 151.09
151.0866

152.0899
152.0 152.2 1524  miz

151.6 1518

Bruker Compass DataAnalysis 4.0

printed: 712312014 3:14:28 AM Page 1 of 1
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Figure S102 *H NMR spectra of 34

Parameter Value
1 Data File Name G:/ Abhi by Ajay/ Sangit-
AV-302-P-F(500MHz)/ 1f fid
2 Title Sanait-Av-302-PF(500MHz)
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCl3
6 Pulse Sequence zg30
7 Acquisition Date 2014-11-10T07:04: 29
8 Modification Date
9 Temperature 293.0 O
10 Mumber of Scans 16 =
11 Specirometer 500.13
Frequency
12 Spectral Width 10000.0
13 Lowest Frequency -1911.5
14 Mudeus H
15 Acquired Size 32768
16 Spectral Size 65535 (
__....| | | __. {
| | | | | __
__ __ __ __
s ! P
|\____/| i |;— i o S T beds oo = =t }.__r _,L__r |PLL_ __!,L_ " S >
8 88 B8 3
— —— - - [
T I 1 T I 1 1 1 1 I T 1 T 1 1 T T T I 1 1 T
10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 ﬂ_.m.ﬁm ) 3.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
ppm
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Figure S103 *C NMR spectra of 34

00 - o &
= g g 5 BEd s = I *
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Parameter Value
1 Data File Name G:/ Abhi by Ajay/ Sangit-
AV-302-P-F(500MHz)/ 2/ fid
2 Title Sanait-AV-302-P-F{500MHz)
3 Origin Bruker BioSpin GmbH
4 Owner mirsu T
5 Solvent CDCI3
6 Pulse Sequence zgpg30
7 Acguisition Date 2014-11-10T07: 20:57
8 Modification Date PNV
9 Temperature 293.0
10 Mumber of Scans 328
11 Spectrometer 125.76
Frequency
12 Spectral Width 29761.9
13 Lowest Frequency -2306.2
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 55530
ANy 5_..__.,,_.:_._.{ Wity I o AN sty
1 ] I 1 T T T T 1 1 1 1 T I 1 T T T T 1 1
200 190 180 170 160 150 140 130 120 110 = anD ) an 80 70 60 50 40 30 20 10 0
ppm

5104



Figure S104 HRMS spectra of 34

Display Report

Analysis Info Acquisition Date  12/1/2014 1:40:22 PM
Analysis Name  D:\Data\user data\201 \DECEMBER\01 DEC\Dr.S Kumar-AV-302-2_1-A,5_01_989.d

Method HRLCMS-17 JULY-1.m Operater RUCHI

Sample Name  Dr.S.Kumar-AV-302-2 Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Megative Set Nebulizer 1.2 Bar
Focus Active Set Capillary 2500V Set Dry Heater 200°C
Scan Begin S0miz Set End Plate Offset -500 v Set Dry Gas 7.0 l/min
Scan End 3000 miz Set Collision Cell RF 130.0 \ipp Set Divert Valve Waste

Intens 3 NC Dr S Kurnar-AV-302-2_1-A5_01_068.d: TIC -All M)
x10~
43

3
H
2:
13

Inlen;-g_g Dr.5.Kumar-AV-302-2_1-A,5_01_589.d: UV Chromatogram, 200-400 nmj
[mAUY

%105

0.507 \)
0.251
0.003 o

T'ime fmin]

200 220 240 260 280 300 320 340 360 Wavelength [nm]

Intens. uv, 2.2—2‘.3min #(1287-1368),

o
Intens - -MS, 2.2-2.3min #131-139)
*1073 163.0889

0003 L 263.2647 966.0094
LT T TR~ e PR s v

Intens ] S, 2.2-2.3min A131-139)
%1053 163.0889

b 164.0912
0.009 COH12N20, MnH ,163.09)|
163.0866

164.0899

T 163.00 16325 16350 16375 16400 16425 16450 16475 16500 mez

Bruker Compass DataAnalysis 4.0 printed: 12/1/2014 1:52:02 PM Page 1 of 1
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Figure S105 *H NMR spectra of 35

Parameter
1 Data File Mame
2 Tite

Origin

Cwner

Solvent

Pulse Sequence
Arquisition Date
Modification Date
Temperature

10 Mumber of Scans

Wooh o= o s L

Value
G:/f Abhi by Ajay/ Sanait-AV-311-3/ 1/ fid
Sangit-AV-311-3
PROTONRO CDCI3 f opt/ topspin, nmrsu/f
Sangit MOV 14 nmrsu

Bruker BioSpin GmbH
nmrsu

CDCI3

zg30
2014-11-11T12:11:06

298.2
16

11 Spectrometer Freguency 400,13

12 Spectral Width

13 Lowest Frequency
14 Nudleus

15 Acguired Size

16 Spectral Size

§196.7
-1713.7
1H
32708
65536

NC

S |F| A

2,99

12,0 11.5 11.0 10.5 10.0 9.5 9.0 8.5

5106
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Parameter Value
1 Data File Name G:/f Abhi by Ajay/ Sangit-AV-311-3/
2/ fid
2 Title Sangit-Av-311-3
C13CPD CDCI3 / opt/ topspin/ T
nmrsu/ Sangitf NOV 14 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent coal3 mm
6 Pulse Sequence zgpg30
7 Acqguisition Date 2014-11-17T13:49: 54
8 Modification Date
9 Temperature 298.2
10 Mumber of Scans 512
11 Spectrometer Freguency 100.61
12 Spectral Width 24038.5
13 Lowest Frequency -1958.9
14 Nudeus 13C
15 Acquired Size 32768
16 Spectral Size 65538

Figure S106 *C NMR spectra of 35
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Figure S107 HRMS spectra of 35

Display Report

Analysis Info Acquisition Date  12/1/2014 1:54:43 PM
Analysis Name  D\Data\user data\201 \DECEMBER\VO1 DEC\Dr.S Kumar-AV-311_1-A7_01_991d
Method HRLCMS-17 JULY-1.m Operator RUCHI
Sample Mame Dr.S.Kumar-AV-311 Instrument micrOTOF-Q 11 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Megative Set Nebulizer 1.2 Bar
Focus Active Set Capillary 2500V Set Dry Heater 200°C
Scan Begin S0miz Set End Plate Offset -500 v Set Dry Gas 7.0 l/min
Scan End 3000 miz Set Collision Cell RF 130.0 Vipp Set Divert Valve Waste
Intenss.: NC Dr.S.Kumar-AV-311_1-A 7_01_991.d: TIC -All MS]|
x10

AN “ /\%__

Inlen;-g__ Dr.S.Kumar-AV-311_1-A,7_01_5891.d: UV Chromatogram, 200-400 nr'r;
[mau]]
%104
44
2]

0: — —-—-—-"-"'"_’*\___.-—-"'J"—_—

1 2 3 ! 5 Time [min]

200 2?0 2-}0 2§U 2{}0 3(:][] 3?0 3-?0 S(ISD W?\velength [nm]

Intens. UV, 2.3-2.4min #(1332-1381),
[mAUT]

04 -
'nlenis -MS, 2.3-2.4min #(136-140)
104 177.1050
23
13 283.2648 986.0107
0l L — AT : : : — . :
200 400 600 800 1000 miz
Intens.] “MS, 2.3-2.4min #{136-140)
x1033 177.1050
23
E 178.1069
0 AN
] C10H14NZ0, W-nH ,177.10
30001 1771022
10007
] 1781056
T T177s T T T 1785 T 780 1795 miz
Bruker Compass DataAnalysis 4.0 printed: 12/1/2014 3:28:57 PM Page 1 of 1
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Figure S108 'H NMR spectra of 36

Paramatar Salue

1 Data File Name E:/ NMEY Sangit-AY-259-I-repaat/ 1/

fid
2 Title PROTOWNERD CDCL3 / opt! topspin/
amesw' Sangit! OCT14 nmesu
3 Origin Brulzer Bio%pin GmbH
4 Orener sy
5 Solvent CDC13
& Pulsz S=quence ze30 o
7 Acquisition Date 2014-10-27T06:03:31 o W
§ Modification Date 5
\
8 Temperature 2887
10 Number of Scans 16 m
11 Spectrometer Fraqueney 400.13
12 Spectral Width 3196.7
13 Lowest Fraquency 17137 ‘
14 Nucleus 1H
15 Acquired Size 32768 _
16 Spectral Size 63536 \ |
|
f |
|
r ¥ A
b i Tl
% " - 1
= 0 —= O [} O =]
(=] o O QO o = o
— o= e —_ N o
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 T T T T T T
1.0 103 10.0 935 20 8.3 2.0 15 7.0 6.3 6.0 535 5.0 4.5 40 335 3.0 25 20 15 1.0 03 0.0
fl (ppm)
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Figure S109 *C NMR spectra of 36

2z (= & [ [ W NS 00 o
= e o & =38 § A8 =
1 DataFile  E Sansit-A¥V-259.I | | L I I I
MName repaat/ 2/ fid
2 Titls Sangit-AY-258.1-
repaat
C13CPD CDC13 / of
topspin/ nmesu’ Sang £~ m @ % o @ @
T i vow g i W &
3 Origin Biruker BioSpin Gmb JJ o & ﬂ e = i
4 Owner OMmrss
n O
5 Solvent C€DC13 - W
§ Pulse zzpe30 w
Sequence /
7 Acquisition 2014-10-27T20:20:
@)
Date =z
8 Modification
Date
& Temperaturs 2982
10 Mumber of 512
Scans Al —r 1
11 Spectrometer 100.61
Frequeacy T T T T T T
12 Spectral 2403385 335 30 25 20 15
Wadth fl {ppm)
13 Lowest -1858.9
Frequeney
14 Nuelens 13C
15 Acquired Size 32768
16 Spectral §ize 635536
L s s B s B S B S S B S I A B S S S B S B S B B R . S B S E———
200 120 180 170 160 150 140 130 120 110 100 20 30 70 60 50 40 30 20 10 0
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Figure S110 HRMS spectra of 36

Display Report

Analysis Info Acquisition Date  12/6/2014 1:44:11 PM
Analysis Name  D:\Dataluser data\201ANOVEMBER\05 NOWV\Dr.S.Kumar-AY-259-1-VE.d

Method tune_low.m Operator RUCHI

Sample Name  AY-259-1-VE Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type Esl| lon Polarity MNegative Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 2500 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 4.0 /min
Scan End 3000 mfz Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste
Intens.
%10
1.259
] CH
1.00] NG 3
] ZNH
0.75]
] 0
0.501
0.259
o1 02 03 04 05  Tmelmn
[— TIC -All MS |
Inlens._ -MS, 0.1-0.1min #(4-6)|
191.1162
6000+
40001 442 9829
20001
392.0059
785.0274
o | \ - l | i
100 200 300 400 500 600 700 800 900 1000 miz
Intens. ] “MS, 0.1-0.1min #4-6)
] 191.1162
6000+
4000
20004 192.1200
c )’\_
25003 CT1H16N20, M-nH ,191.12]
20004 191.1179
15003
10003
5004 192.1212
1 S N
191.0 191.5 192.0 192.5 193.0 1935 miz
Bruker Compass DataAnalysis 4.0 printed: 12/6/2014 6:12:58 PM Page 1 of 1
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Figure S111 *H NMR spectra of 37

Parameter
1 Data File Name

Value

G:/ Abhi by Ajay/ Sangit-
AV-307-P-F(500MHz)/ 1/ fid

2 Title Sangit-AV-307-P-F{500MHz)
3 Origin Bruker BioSpin GmbH
4 Owner nNmrsu
5 Solvent cocl3 - P
6 Pulse Sequence zg30 H3 P
7 Acquisition Date 2014-11-13T06:44:21 O
8 Modification Date /
9 Temperature 298.5 O
10 Mumber of Scans 16 =z
11 Spectrometer 500.13
Freguency
12 Spectral Width 10000.0
13 Lowest Freguency  -1911.5
14 Mudeus H
15 Acquired Size 32788
16 Spectral Size 65536
___
/
> / ! h_
|
| L M
| | e AL
A e IS e 1 R A | VRS PO S Y LW e
f T | ___ 1 ___ I T __,
g =g s £ 3
1 T 1 I_ 1 I I I I I I 1 L] I I I 1 = o 1 = 1 = 1 i 1 I
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ppm
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Figure S112 *C NMR spectra of 37

- . . 1 383 °E23858 83
= 3 = B EEE Spas s an
_ I I ~ L N
Parameter Value
1 Data File Name G/ Abhi by Ajay/ Sanait-AV-307-P-
F(500MHz)/ 2 fid
2 Title Sangit-AY-307-P-F(500MHz)
3 Origin Bruker BioSpin GmbH T O
4 Owner nmrsu H3 Z
5 Solvent CDCI3 O
& Pulse Seguence zgpg30 /
7 Acquisition Date 2014-11-13T07:11:50 O
8 Modification Date =z
9 Temperature 293.8
10 Mumber of Scans 512
11 Spectrometer Frequency 125.7%
12 Spectral Width 29761.9
13 Lowest Freguency -2308.2
14 MNudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
i i i WA W p ribbing .—__llt
1 1 I 1 I 1 1 I I I I T 1 I 1 I ] 1 I 1 I 1
210 200 190 180 170 160 150 140 130 120 110 - w_u_a ) ao 80 70 60 50 40 30 20 10 -10
ppm
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Figure S113 HRMS spectra of 37

Display Report

Analysis Info

Analysis Name

Method
Sample Name
Comment

Acquisition Date  12/1/2014 1:47:34 PM

Dr\Dataluser datai201A\DECEMBER01 DEC\Dr.S. Kumar-AV-307_1-A6_01_990d
HRLCMS-17 JULY-1.m
Dr.S.Kumar-AV-307

RUCHI
micrOTOF-Q 11 10330

Operator
Instrument

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

ESI
Active
a0 miz

3000 miz

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

1.2 Bar
200°C
7.0 lfmin
Waste

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

Megative
2500V
-500 W

130.0 Vpp

Intens.
x107]
4
2_

Dr.S.Kumar-AV-307_1-A 6_01_990.d: TIC -All M|

CHy 7 ™o -

Intend:
[mAU]
%1054

NC Dr.S.Kumar-AV-307_1-A6_01_990.d: UV Cha'nat;gram. 200-400 nm|

D.
Intens.]
%107

1 <

Dr.S Kumar-AV-307_1-A6_01_990.d. EIC 219.15620.2 -All Mg

0 -

200

20

T'ime ['mi n]

240 260 260 300 320 340 360 Wavelength [nm]

Intens.
ImAUT

uv, Z.I?—Z.Bmin #(1577-1666),

Intens.
%1057
1.0
057

0.0-—

M3, 2.7-2.6min #159-167)
2421687

I

T200 300 400 &0 800 700 800 iz

Intens.3
x1059
0.753
0.507

0257
0.00

2191522

-MS, 2.7-2.8min #(159-167)

2201543
A

20001

1000

2191492

C13H20N20, M-nH 218.15

2201525
Fa\

Bruker Compass DataAnalysis 4.0

" 2190

2200 T 2205 T2210 2215 mk

printed: 12/1/2014 1:56:51 PM Page 1 of 1
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Figure S114 'H NMR spectra of 38

Parameter Value
1 DataFile C:/Bangit-AV-265-IR/ 1/
Name fid
2 Title PROTONERO CDCE /

opt! topspin/ nmrsy’
Sangit! NOV14 nmesn

3 Origin Bruker BioSpin GmbH
4 Owner nmrsu T 2
5 Solvent et £ Z
6 PulszSaquence zg30 ] /
7 Acquisition  2014-11-07T11:15:09
Date (@)
8 Modification Z
Date
8 Temperature 2983
10 Number of 16
Seans
11 S3pectrometer 40013
Frequency
12 Spectral Width 8196.7
13 Lowest -1713.7
Frequency
14 Nuelens 1H
15 Acquired 8ize 32763
16 Spectral Size 65336
" & o __\ \.\.
s
= L R e R - o ] [v.a]
= =g 2 o =2
—_ [ I ' —_ — [
—— T T T T T T " T "+ T T T T T T T T T | I R R S — T T
10.5 10,0 03 o0 ] 2.0 1.5 7.0 635 6.0 35 50 435 4.0 3.3 30 23 20 15 10 035 0.0
fl (ppm)
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Figure S115 *C NMR spectra of 38

= ~ o0 S R e e e
= = = = FARP e A G e R
| et |
Paramatar Valpe
1 DataFile C:/ Users! Abhimanyue m e m = m % ﬁ o
ol " .= ] oy
e - B & R&A&& o
pit-AY-265-TR/ 2/ : o :
s _ T e -
2 Title Sangit-AY-265-IR m
C13CPD CDCI3 | opt! \
topspin' nmesu/
Sangit/ NOV14 nmrsu @)
3 Origin Bruker BioSpin GmbH z
4 Owner nmrse
5 Solvent CD¥C13
6 Pulse zepe3l
Saquance
T Acgmsition 2014-11-07T18:45:06
Date
8 Moedification
Date
9 Temperatur= 2832
10 Number of 512
Zcans T T T T T T T T
11 Spectromster 100,61 36 35 34 mm muv 31 30 29
Fraquency e
12 Spectral 24038.5
Width
13 Lowest -1938.9
Frequency
14 Nucleus 13C
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 T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 30 70 60 50 40 30 20 10
fl (ppm)
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Figure S116 Mass spectra of 38

Display Report

Analysis Info Acquisition Date  12/3/2014 12:26:46 PM

Analysis Name  D:A\Dataluser data\201A\ADECEMBER\O3 DEC\Dr.S Kumar-AY-265-1_1-A,8_01_1042.d

Method HRLCMS-17 JULY-2.m QOperator RUCHI

Sample Name Dr.S. Kumar-AY-265-1 Instrument micrOTOF-Q 11 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 1.2 Bar

Focus
Scan Begin
Scan End

Active

2500V

200°C

Set Capillary
Set End Plate Offset
Set Collision Cell RF

Set Dry Heater
Set Dry Gas
Set Divert Valve

=500V
130.0 Vipp

7.0 /min
Waste

a0 miz
3000 miz

Intens.
x10%H

Dr.S Kumar-AY-265-1_1-A,8_01_10424: TIC -All MS]

CHj

O .5 Kumar-AY-265-1_1-A,8_01_T042.d UV Chramatogram, 200-400 )

—-r
Time [min]

2?0 2!}0 ZR’I:SD 2§U 31:.10 3?0 3!}0 3!’?0 WEINeIen gth [nm

uv, 4.3-4f5min #(2575-2701),

-MS, 4.3-4.6min #{258-271)|
289.2276

1 ?2.;]8?5

400 500 600 700 800 900 1000 miz

-MS, 4.3-4.6min #{258-271)|
289.2276

290.2301
A 291.2313

C18H30N20, M-nH 28923
289.2274

290.2308

291.2341

" 28925 28950 28975

Bruker Compass DataAnalysis 4.0

" 20000 | 29025

printed:

" 290.50 |

12/3/2014 12:43:49 PM

" 29075 | 20100 29125 29150 miz

Page 1 of 1
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Figure S117 'H NMR spectra of 39

Paramster

1 Data File Nams

2 Title

Origin

Owwner

Solvent

Pulse Saquence
Acquisition Date
Modification
Date

[ I - T N

5  Temperature

10 MNumber of Scans

11 Epectrometer
Frequency

12 Spectral Width

13 Lowsst
Fraquancy

14 Mucleus

15 Acquirad Size

16 Spectral Size

Salue
E:/Bangit-AYV-NMn-81/ 1/
fid
FROTONRO CDCI3 /
opt! topspin’ nmrsu/
Bangit! NOV14 nmrsu

Brulcer BioSpin GmbEH
pakaaigid

CDHC13

zg30
2014-11-20T09:19:23

NC

2082
16
400.13

8196.7
-1713.7

1H
32768
65536

—

1 3.0

1 3.00—=

5

T T T T T

11.0 10.3 10,0 9.5 9.4

T T T

S o =

8.3 30 15 7.0 6.3 6.0

5.5
fl (ppm)

50

4.3 40 35 30 2.

Ln

2.

e 1.02—=
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Figure S118 *C NMR spectra of 39

z i = e 2 % 388
- =T — o0 [ =2} — — o 0D oD
_ I I I A
Paramster Talve
1 DataFile Name E: Sangit-AYV-Mn-31/ 2/
fid
2 Title Zangit-AV-Wn-31
C13CPD CD{C13 / opt/ .
NOV14 nmesu O]
3 Origin Bruker Biofpin GmbH
4 Owner nmrss O
5 Eolwvent CDCI3 =
& Pulse Sequence zepe30
7 Acquisition 2014-11-20T20:24:28
Dat=
8 Modification
Date
8 Temperaturs 2082
10 Mumber of 512
Scans
11 Epectrometer 10061
Frequency
12 Spectral Width 24038.5
13 Lowast -18583.9
Frequency
14 Mucleus 13C
15 Acquired 8ize 32768
16 Spectral Siz= 65536
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Figure S119 Mass spectra of 39

Display Report

Analysis Info Acquisition Date  12/8/2014 3:27:05 PM
Analysis Name  D:A\Datalwser data\2014ANOVEMBERI07 nov\Dr.S.Kumar-MN-81-VE-1.d

Method tune_low.m QOperator RUCHI

Sample Name MM-81-VE-1 Instrument micrOTOF-Q 11 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.4 Bar
Focus Mot active Set Capillary 2500V Set Dry Heater 180°C
Scan Begin 50 m/z Set End Plate Offset  -500V Set Dry Gas 4.0 1/min
Sean End 3000 miz Set Collision Cell RF 130.0 Vipp Set Divert Valve Waste

Intenss.: Dr.S.Kumar-MN-81-VE-1.d: TIC -All M|
%107

1.259
1.009

- NC  CHj,

0.759

[ T e T L
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Intens.] -MS, 0.0-0.1min #(2-4)|
177.1051
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Figure S120 *H NMR spectra of 40

Parameter
1 Data File Name

Value

G:/ Abhi by Ajay/ Sangit-
AV-327-R/ 1/ fid

PROTOMRO CDCI3 [ opt/

2 Title
topspin/ nmrsuf Sangit/
DEC14 nmrsu
3 Origin Bruker BioSpin GmbH L
4 Owner nmrsu
5 Solvent CDCl3
& Pulse Sequence 2030 O
7 Acquisiion Date 2014-12-26T11:23:27 z
8 Modification Date
9 Temperature 298.2
10 Mumber of Scans 16
11 Spectrometer 400,13
Frequency
12 Spectral Width 8196.7
13 Lowest Frequency -1713.7
14 Mudeus H f
15 Acquired Size 32768 |
16 Spectral Size 55536 ___. (
f |
| __
f | _
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Figure S121 *C NMR spectra of 40
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Parameter Value
1 Data File Name G/ Abhi by Ajay/ Sangit-AV-327-P/ 2/ fid
2 Title Sangit-AV-327
C13CPD CDCI3 [ opt/ topspin/ nmrsu/ Sangit/
DEC14 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCl3
6 Pulse Sequence zgpg30 @)
7 Acguisition Date 2014-12-24722:50:59 z
8 Modification Date
9 Temperature 298.2
10 Mumber of Scans 512
11 Spectrometer Frequency 100.61
12 Spectral Width 24033.5
13 Lowest Frequency -1953.9
14 Mudeus 13C
15 Acguired Size 32768
16 Spectral Size 55536
b A v Ao ot s Il_.i,irL SRR B e—
T I 1 5 T 1 1 1 1 1 T 1 I T I I T T 5 Ll 1
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f1 (ppm)

S122



Figure S122 HRMS spectra of 40

Display Report

Analysis Info Acquisition Date  12/31/2014 12:21:42 AM
Analysis Name  D\Data\user data\201 \DECEMBER\31 ded\Dr-S. Kumar-AV-327.d
Method tune_low.m Operator RUCHI
Sample Mame AV-227 Instrument micrOTOF-Q 11 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Megative Set Nebulizer 0.4 Bar
Focus Mot active Set Capillary 2500V Set Dry Heater 180°C
Scan Begin S0miz Set End Plate Offset -500 v Set Dry Gas 4.0 I/min
Scan End 3000 miz Set Collision Cell RF 130.0 Vipp Set Divert Valve Waste
Intens_]
x104
] NC
H
2_
1 :
0.05 0.10 015 0.20 0.25 030 Time [min]
— TIC -All MS |
Intens. -MS, 0.1-0.3min #(8-17)
303.1447
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2401503
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2000+ 112.9902
] 144.9663 426.9641
' . e ! £14.3208 668.1208
o " s — " qanin . A .
100 200 300 400 500 600 miz
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1004
o] .
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2000; 217.1335
15003
10004
5004 218.1369
0i— : . : —D : . . : .
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Bruker Compass DataAnalysis 4.0 printed: 12/31/2014 1:112:12 AM Page 1 of 1
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Figure S123 'H NMR spectra of 41

Paramater
1 Data Fila Name
2 Title

3 Origin

4 Owner

5 Solvent

6 Pulse Sequence

T Apquizition Date

8 Modification Date

9 Temperaturs

10 Number of Scans

11 Spectrometer
Fraquency

12 Spectral Width

13 Lowest Frequency
14 Mueleus

15 Acquirsd Size

16 Spectral Size

Yalue
C VR-107-A/ 1/ fid

PFROTONEO CDC13 / opt!

topspin/ nmrsu' Sangit/
DEC14 nmrse

Bruker Biofpin GmbH
Amrss

CDC13
zg3l
2014-12-13T06:00:15

2052
16
400.13

8196.7
-1713.7
1H
32768
63536

H,

/
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1501 —=

T X T 1 T

110 1053 100
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Figure S124 *C NMR spectra of 41

® &5 ¥ I q AR 3
O V1N - o w o O O oo oy
i ey —_ = s - B9 4
Paramatac | [ vk _ - | e I
1 Data Filz Nams Ci VR-107-A/ 2/ fud
2 Title Zangzit-VE-107-A
C13CPD CDCI3 / opt/ topspin’ amrsu’
Bangit/! DEC14 nmrsu
3 Ovigin Bruker BioSpin GmbH
4 Owner Mess
5 Zolvent cDC3 T
& Pulsz Sequence zepe30 A
7 Acquizition Date 2014-12-13T14:03:22
§ DMopdification Date m
4 Temperaturs 2082
10 Number of Scans 512 e
11 Spectrometer Frequency 100 .61
12 Zpectral Width 240385
13 Lowest Frequency -1853 .4
14 Nucleus 13C
15 Acquired Size 32768
16 Spectral Size 65536
—— - -y i - Jill, I.Ir _ o — _ "l _ s V 1 7 i AL l | —
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Figure S125 DEPT spectra of 41
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Figure S126 Mass spectra of 41

Analysis Info
Analysis Name
Method
Sample Name
Comment

Display Report

Acquisition Date

D:AData\user data\201AADECEMBER\V15 DEC\Dr.S.Kumar-VR-107-A-2.d

tune_low.m
VR-107-A-2

QOperator
Instrument

12/15/2014 4:20:40 PM

RUCHI
micrQTOF-Q Il 10330

Acquisition Parameter

Source Type
Focus

Scan Begin
Sean End

ESI
Mot active
30 miz

lon Polarity
Set Capillary
Set End Plate Offset

Pasitive
4600 W
=500V

Set Nebulizer

0.4 Bar
180°C

Set Dry Heater

Set Dry Gas
Set Divert Valve

4.0 1/min

3000 miz Waste

Set Collision Cell RF 130.0 Vipp

Intens. ]
%105
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ol —
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[ TIC +All MS |

Intens. |
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Bruker Compass DataAnalysis 4.0
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Figure S127 'H NMR spectra of 42

Parameter Value
1 DataFile E:+ AV-256{300MH=)
Name 1/ fid
2 Title Sangit-
AY-256(500MHz)
3 Origin Bruler BioSpin GmbH
4 Owner nmrsu
5 Zolvent DMEO
6 DPulse Sequence zg30
7 Acquizition 2014-10-20T09:18:35 o
Data T T
3 Modification O
Date
9 Temperaturs 2980 %) 4
10 Number of 16 2
Seans
11 Spectromeater 500.13
Frequency
12 Spectral Width 10000.0
13 Lowest -1911.5
Frequency
14 Nuclaus 1H
15 Acquired 8ize 32763
16 Spectral Bize 65536
A _ 7n V Lh ._ W " :ﬁ A
a] o0 o) ]
@ = @ =
[ i e o
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Figure S128 *C NMR spectra of 42
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Paramater Nalue _ _ _ _ \K\\L f_.\ _
1 DataFil= H:/ Baleet Datal Sangit-
Nams Sake-48/ 2/ fid
o =
2 Title Sangit-Sak-48 e e
= oh DD
C13CPD DMSEO / opt/ [
topspin/ nmrsw’ Sangmit/ .I_ ._I .I_
DEC14 nmrsu
3 Origin Bruler BioSpin GmbH < T
4 Owner NS o
3 Zolvent DMED
\
& Pulsz zepe30 O
Requence z
7 Acquisition 2014-12-18T1%:21.01
Data
8 Modification
Dat=
9 Temperaturs 298.2 r...:...,_.
10 Number of 300
Seans Gyt
11 3pectrometer 100.61 120
Frequency 1 (ppm)
12 Spectral 24038.5
Width
13 Lowast -1858.9
Fraquency
14 MNuelzus 13C
15 Acquired Size 32768
16 Spectral Size 63536
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Figure S129 135-DEPT spectra of 42
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Figure S130 Mass spectra of 42

Display Report

Analysis Info Acquisition Date  10/26/2014 11:44:40 AM

Analysis Name  Di\Dataluser data\201 AOCTMBER\26 OCT\Dr.S Kumar-AY-256_1-A2_01_512d

Method HRLCMS-20 Sept.m Operator RUCHI
Sample Mame Dr.S.Kumar-AY-256 Instrument micrOTOF-Q 11 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Focus Active Set Capillary 4500V Set Dry Heater 200°C
Scan Begin 50 miz Set End Plate Offset =500 Set Dry Gas 7.0 1/min
Scan End 3000 mfz Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste
Intens.d Dr.S.Kumar-AY-256_1-A2_01_512.d: TIC +All M|
x1063 NC CHj
23
13 -

i/ \ H ——
|H15ﬂ§-: \_7%7 \J Dr.S Kumar-AY-256_1-A,2_01_512.d: UV Chromatogram, 200-400 nm)|
[mAUH

X105 E) A P
1 I i\
01 - - — -~ ,j\‘- v S - S —_— B
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60004
40001
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6000+
4000+
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Bruker Compass DataAnalysis 4.0 printed: 10/26/2014 12:13:28 PM Page 1 of 1

S131



Figure S131 'H NMR spectra of 43
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Figure S132 *C NMR spectra of 43

S Bn B3 n¥as . e
= H 38 K8EY = G=
B - Sl — et i il e =
T | Gy S i "4 o e el _ Ne
1 DataFile EJ AY-266-R/ 2/ fd
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2 Title Bangit-AV-266-R
C13CPD CD¥C1S / opt!
topspin/ nmrsw’
Sangit! MOV14 nmrsu
3 Origin Bruker BicSpin GmbH A a5 e
= - —
4 Cwner nmrsu o s s = &
5 Solvent  CDCI3 I I G - =
6 Dulse zepE30 o O _ | |
Baquence _
T Acqusition 2014-11-18T15:52:50 O Z
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Date
9 Temperature 2982
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11 Spectrometer 100.61
" § [t T L ALY P |
12 Spectral 24033.5 131 120 127
Wadth f1 (ppm)
13 Lowest -1358.9
Fraquency
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Figure S133 Mass spectra of 43

Display Report

Analysis Info

Method tune_low.m
Sample Mame AY-266
Comment

Acquisition Parameter
Source Type ESI
Focus Mot active
Scan Begin 50 m/z
Scan End 3000 m/z

lon Polarity

Acquisition Date  12/9/2014 3:46:29 PM
Analysis Name  D\Dataluser data\201 A\DECEMBERV)S DEC\Dr. S Kumar-AY-266.d

Operator
Instrument

RUCHI
micrOTOF-Q Il 10320

Megative Set Mebulizer 0.4 Bar
Set Capillary 2500V Set Dry Heater 180°C
Set End Plate Offset =500V Set Dry Gas 4.0 I/min
Set Collision CellRF 130.0 Vipp Set Divert Valve Waste

Intens.]
*10%]
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2_05
1 5
1 _oé
o.s—f
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0:
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Bruker Compass DataAnalysis 4.0
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printed: 12/9/2014 4:35:49 PM
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Figure S134 'H NMR spectra of 44

Paramater Nalue
1 Data File Hams E: AY-279-R(300MH=) 1/ fid
2 Title Sangzit-AY-279-R{300MHz)
3 Ofrigin Bruker BioSpin GmbH
4 Chener nmrse
5 Zolvent DMED
& Pulse zquence zg30
7 Acquisition Date 2014-12-09T12:26:10
8 Modification Date umo I
O O
8 Temperature 2980
10 Mumber of Scans 16
=
11 Spectrometar 500.13 m
Frequency
12 Zpectral Width 100000
13 Lowest Fraquency -1911.5
14 Mueleus 1H
15 Acquired Size 32768 7N
16 Spectral Size 63536
_ |
f ! | [
o
o ] = i o [
= = = = = =
— (] od —_ Y] o
T T T ¥ T Y 1 T T T T T 1 y T T
14 13 12 1 10 T 3 b 0
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Figure S135 *C NMR spectra of 44
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Paramater Valua
1 Data Fil= Nams EVAY-279-R{500MEY 2/
fid

2 Title Sangit-AV-279-R{300MHz)

3 Origin Bruleer Bio%pin GmbH

4 Ohwner nMrss H3 T

5 Solvent DMSO © O

& Pulse Sequence zepe 30 _

7 Acquisition Dat=  2014-12-09T15:21:34 O Z

8 Modification Date <

8 Temperatura 298.0

10 Number of 3cans 3151

11 Spectrometer 125.76

Fraquency \ ~

12 Epectral Width 207619

13 Lowest Frequency -2306.2

14 Nuelens 13C

15 Acquired Zize 32768

16 Zpectral Siza 63336
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Figure S136 Mass spectra of 44

Display Report

Analysis Info Acquisition Date  12/16/2014 4:34.00 PM
Analysis Name  D:\Dataluser data\201ADECEMBER\V16 DEC\Dr.S. Kumar-AY-279.d

Method tune_low.m QOperator RUCHI

Sample Name  AY-279 Instrument micrOTOF-Q 11 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.4 Bar
Focus Mot active Set Capillary 2500V Set Dry Heater 180°C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 4.0 1/min
Sean End 3000 miz Set Collision Cell RF 130.0 Vipp Set Divert Valve Waste
Intens. ] Dr.S.Kumar-AY-279.d: TIC -All MS|
.00+ - 7777 "——T—T—T 7T 7T T
0.05 0.10 0.15 0.20 0.25 0.30 0.35 0.40 0.45 Time [min]
lnten%: -MS, 0.2-0.2min #12-13)
x10°4 255.2342
257
2,07
1.59
1.04
0.54
112.9851 540.4942 713.4815
o.c'...l]'.,“..'.l!h,.. X N — W FRSTTeneme S S
100 200 300 400 500 600 700 800 900 miz
Intens.] -MS, 0.2-0.2min #(12-13)
x104 252.1146
0.8 y
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0.44
0.24 253.1182
0.0 N\ 254.1204
25003 C15H15M30, M-nH 252.11
20003 252113
15004
10003
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Bruker Compass DataAnalysis 4.0 printed: 12/16/2014 5:10:43 PM Page 1 of 1
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Figure S137 *H NMR spectra of 45

Parameater
1 Data File Name
2 Title

Valua
E./ AY-296/ 1/ fid
FROTONRO DMSO / opt!
topepin' nmrsw' Sangit! DEC14

nmrsu
3 Origin Bruleer BioSpin GmbH
4 Owener ML
5 Bolvent Dnz0
6 Pulse Sequence zg30
7 Acquisition Date 2014-12-23T09:21:37
% Modification Date
S Tempsraturs 298.2
10 Number of Scans 16
11 Spectrometer 400.13
Frequency
12 Spectral Width 81867
13 Lowsst Fraqueney -1713.7
14 Nuelaus 1H
15 Acquired Size 32763
16 Spectral Sizs 63536
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Figure S138 *C NMR spectra of 45
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Figure S139 Mass spectra of 45

Display Report

Analysis Info Acquisition Date  12/24/2014 4:43:47 PM
Analysis Name  D:\Dataluser data\201ADECEMBER\24 DEC\Dr.S. Kumar-AY-286-VE.d

Method tune_low.m QOperator RUCHI

Sample Name  AY-296-VE Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.4 Bar
Focus Mot active Set Capillary 2500V Set Dry Heater 180°C
Scan Begin 50 m/z Set End Plate Offset  -500V Set Dry Gas 4.0 1/min
Sean End 3000 miz Set Collision Cell RF 130.0 Vipp Set Divert Valve Waste

Intens4.- Dr.S.Kumar-AY-296-VE d: TIC -All M|
x104]

NC  CHs
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Intens. NS, 0.2-0.2min #5-12)
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] 2240884
] A 225.0900

25007 CT4H12N2O0, N-nH 223.09|
20004 223.0866

5003 2240899
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Parameter Value
1 Data File C:/ Users/ Selinium/
MName Desktop/ Saket Data/
Sangit-5ak-458/ 1/ fid
2 Tite PROTOMRO DMSO
optf topspin/ nmrsu/
Sangitf DEC 14 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent DMS0
&6 Pulse zg30
Sequence
7 Acquisition 2014-12-19T06: 23:03
Date
8 Modification
Date
9 Temperature 293.3
10 Mumber of 16
Scans
11 Spectrometer 400.13
Frequency
12 Spectral 8196.7
width
13 Lowest -1713.7
Frequency
14 Mudeus ~IH
15 Acquired Size 32768
I
16 Spectral m_\ﬂm 55536
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Figure S140 'H NMR spectra of 46
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Figure S141 *C NMR spectra of 46
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1 Data File Mame  I:/Mew folderf Sanqit-
sak-4a/ 2{ fid
2 Title sangit-Sak-48
C13CPD DMS0 / optf
topspin/ nmrsu/ Sangit/
DEC14 nmrsu
3 Origin Bruker BioSpin GrmbH
4 Owner nmrsu
5 Solvent DMS0
6 Pulze Sequence zgpg30
7 Acquisiion Date 2014-12-19T18:22:13
& Modification f (
Date
9 Temperature 298.2 ;s .
10 Mumber of Scans 512 —m___u —_MM _ m.___”.
11 Spectrometer 100.61 f1 (ppm)
Frequency
12 Spectral Width  24038.5
13 Lowest -1958.9
Frequency
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Figure S142 Mass spectra of 46
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Figure S143 'H NMR spectra of 47
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Figure S144 *C NMR spectra of 47
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Figure S145 Mass spectra of 47
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Figure S146 'H NMR spectra of 48
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Figure S147 3C NMR spectra of 48
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Figure S148 135-DEPT spectra of 48
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Figure S149 Mass spectra of 48
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Figure S152 135-DEPT spectra of 49
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Figure S153 Mass spectra of 49
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Figure S155 *C NMR spectra of 50
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Figure S156 Mass spectra of 50
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'H NMR spectra of 2,6-Dimethylpyrimidin-4-amine
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13C NMR spectra of 2,6-Dimethylpyrimidin-4-amine

o ND [}
= N = s
' 5 e o i
Paramater Valpe e = L
1 DataFils  Eisengit-AV-2810 5/ A N
Name fid
2 Title Sangit-AY-281
C13CPD CDCIS /o
topspin’ nmrsw' San
NOV14 nmrss
3 Orgin Brulcer BioSpin Gml
4 Owner nmrsu
5 Solvent CD¥CL3 m
6 Pulse zzpe30 \
Saquance P4 \ Z
7 Acquisition 2014-12-04T12:51 zZ “A
Dat=
3 Modification
Dat=
S Temperaturs 253.2
10 Number of 512
Seans
11 Spectrometer 100.61
Fraquency
12 Spectral 24038.5
Wadth
13 Lowest -1958.9
Fraqueney
14 Muclens 13C
15 Acquired Size 32763
16 Spectral 3ize 635336
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
210 200 190 180 170 160 1350 140 130 120 110 100 90 20 70 60 30 40 30 20 10 0
fl (ppm)

S159



GCMS spectra of 2,6-Dimethylpyrimidin-4-amine
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'H NMR spectra of N-(2,6-Dimethylpyrimidin-4-yl)acetamide
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13C NMR spectra of N-(2,6-Dimethylpyrimidin-4-yl)acetamide
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LRMS spectra of N-(2,6-Dimethylpyrimidin-4-yl)acetamide
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Mass spectra for optimization of reaction with benzaldehyde, KOH in acetonitrile (see optimization table)

Sample 1D, AV-381

Instrument: Agilent 7890A GC
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Acquisition date: 27/03/15
Operator; ISERB-CTF-Mass Facility
Tonization: EI (70 eV)
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