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Supplementary data

Product Analysis

5a 'HNMR | B®CNMR | ESI-MS CHN
5b 'HNMR | ®CNMR | ESI-MS CHN
5¢c 'HNMR | B®CNMR | ESI-MS CHN
5d IHNMR | B®CNMR | ESI-MS CHN
5e 'HNMR | ®CNMR | ESI-MS CHN
5f 'HNMR | B®CNMR | ESI-MS CHN
59 'HNMR | ®CNMR | ESI-MS CHN
5h 'HNMR | B®CNMR | ESI-MS CHN
5i 'HNMR | ®CNMR | ESI-MS CHN
5 'HNMR | ®CNMR | ESI-MS CHN
5k 'HNMR | ®CNMR | ESI-MS CHN
51 'HNMR | B®CNMR | ESI-MS CHN
5m 'HNMR | ®CNMR | ESI-MS CHN
5n 'HNMR | B®CNMR | ESI-MS CHN
50 'HNMR | ®CNMR | ESI-MS CHN
5p 'HNMR | BC NMR - -

5q IHNMR | C NMR - -

5r 'HNMR | C NMR - -
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'H NMR spectrum of 5a
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13C NMR spectrum of 5a
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ESI-MS of 5a

Analysis Info

Display Report

Analysis Name  F:\Reporis\GS\16MAR15——430.d

Acquisition Date  16/3/2015 2:44:15 PM

Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity off
Mass Range Mode 3960 ps Scan Begin 150 m/z Scan End 800 m/z
Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Ultra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-1.2min #{2-129)
X105 |
S5a
5
4301
4
3
2
1
3625 3840
456:3 4797
¢ 370 410 430 450 470 490 miz
Bruker Compass DataAnalysis 4.0 printed:  16/3/2015 2:50:36 PM Page 1 of 1




'H NMR spectrum of 5b
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aQ 1.9997952 sec
RG 128
DW 62.400 usec
OE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
TDO it
CHANNEL f1
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F2 - Processing parameters
SI 32768
SF 500.1300120 MHz
WDW EM
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ESI-MS of 5b

Display Report
Analysis Info Acquisition Date  16/3/2015 2:15:53 PM
Analysis Name  F:\Reporis\GS\16MAR15——458.d
Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity off
Mass Range Mode 3960 ps Scan Begin 100 miz Scan End 900 m/z
Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Ultra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-0.9min #{2-119)
X105
5b
5
4581

4

3

2

1

1 3926 514.7

5
o 4349 4901
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'H NMR spectrum of 5¢c
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ESI-MS of 5¢

Display Report
Analysis Info Acquisition Date  16/3/2015 7:22:38 PM
Analysis Name  F:\Reporis\GS\16MAR15——464.d
Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity off
Mass Range Mode 3960 ps Scan Begin 100 miz Scan End 900 m/z
Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Ultra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-1.9min #(2-123)
X105
5¢
5
4640
4
3
2
1 4ra8 526.1
4245
1 3971
470 510 530 miz
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'H NMR spectrum of 5d
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ESI-MS of 5d

Display Report
Analysis Info Acquisition Date  16/3/2015 3:01:21 PM
Analysis Name  F:\Reporis\GS\16MAR15——492.d
Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity off
Mass Range Mode 3960 ps Scan Begin 100 miz Scan End 900 m/z
Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Ultra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-0.9min #(26-98)
X105
5d 4921
5
4
3
2
1
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4497 5023 553.2
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'H NMR spectrum of 5e
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ESI-MS of 5e

Display Report
Analysis Info Acquisition Date  16/3/2015 7:37:12 PM
Analysis Name  F:\Reporis\GS\16MAR15——444.d
Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity off
Mass Range Mode 3960 ps Scan Begin 200 miz Scan End 900 m/z
Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Ultra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-1.4min #(6-99)
X105
S5e
5
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4
3
2
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'H NMR spectrum of 5f
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ESI-MS of 5f

Display Report
Analysis Info Acquisition Date  16/3/2015 3:40:30 PM
Analysis Name  F:\Reporis\GS\16MAR15——472.d
Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity  off
Mass Range Mode 3850 us Scan Begin 100 miz Scan End S00 m/z
Capillary Exit 109.0 Volt Skimmer 40.0 Voit Trap Drive 433
Accumulation Time Uitra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-1.2min #{42-86)
x10°
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5
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3
2
1
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'H NMR spectrum of 5g
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ESI-MS of 59

Display Report
Analysis Info Acquisition Date  16/3/2015 3:53:53 PM
Analysis Name  F:\Reporis\GS\16MAR15——475.d
Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity off
Mass Range Mode 3960 ps Scan Begin 100 miz Scan End 900 m/z
Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Ultra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-0.8min #{26-96)
X105
5g
5
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'H NMR spectrum of 5h
13C NMR spectrum of 5h
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ESI-MS of 5h

Display Report

Analysis Info Acquisition Date  17/3/2015 6:21:57 PM
Analysis Name  F:\Reporis\GS\17MAR15——503.d
Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity off
Mass Range Mode 3960 ps Scan Begin 100 miz Scan End 900 m/z
Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Ultra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-0.9min #(2-129)
X105
5h
5
503.1
4
3
2
1
1 4426 564.7
o 4849 5401
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'H NMR spectrum of 5i
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ESI-MS of 5i

Display Report
Analysis Info Acquisition Date  17/3/2015 4:51:40 PM
Analysis Name  F:\Reporis\GS\17MAR15——464.d
Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity off
Mass Range Mode 3960 ps Scan Begin 150 m/z Scan End 800 m/z
Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Ultra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-1.2min #(16-77)
X105
53
5
484.0
4
3
2
1 4762
2 4249
4968 2.2
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'H NMR spectrum of 5j

Current Data Parameters
NAME 10_Sumaiya
EXPNO 3
PROCNO 1

F2 - Acguisition Parameters
20 71

PULPROG
™
59 VAR SOLVENT
N NS
y=( DS
4 ) SWH
e FIDRES
20
o G
o & W
| DE
g TE
N NH; Di
LR DO
.y
F2 - Processing parameters
sI 32768
SF 500.1300120 MHz
WO EM
SSB 0
1B 0.30 Hz
B 0
PC 1.00
_JJ“HI; _j\‘ 1‘ S I LA L
T T T T T T T T T
15 14 13 12 11 10 9 3 7 6 5 4 3 2 1 ppm
Il ) LU J||
(= ‘zﬁ‘ <r| <] \9 | <
(= | O | < | | N
(= fee] o oof o O
13 1
C NMR spectrum of 5j
AONHANSOO AN 00O MKe N
HTTNONMTOANMONMSNMN @ O = DO~ [3¢] ~-
TOCANOoOWVWOVLWLOOMWVWOTCME© n oo o« T o — 0
el R EaEen N e v lE Ger van & ol
DN HOININN AN A o LT L . . .
OO LFMNANNANNAAAAOC O [ el = — O \O (<)) <+
M A A A A A A AT A A A A A A [ 7 sl o O Qe N —
b \/ A \ / ‘
NSNS NV \

oy
\—/

6.5
29
2.0000000 3
).030800C0 sec
1

CERNNEL I2
waltzlé
1H

T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm



ESI-MS of 5]

Display Report

Analysis Info Acquisition Date  17/3/2015 8:31:58 PM

Analysis Name  F:\Reporis\GS\17MAR15——492.d

Method DEF_MSM Operator MBU

Sample Name  Default Instrument HCT ultra ETD Il

Acquisition Parameter

lon Source Type ESI lon Polarity Positive Alternating lon Polarity off

Mass Range Mode 3960 ps Scan Begin 100 miz Scan End 600 m/z

Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433

Accumulation Time Ultra Scan Averages 5 Spectra Auto MSIMS off

Intens. +MS, 0.0-1.1min #{42-77)
x10°
53
5
4921
4
3
2
1
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4303 4459 } | — 550.1
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'H NMR spectrum of 5k
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ESI-MS of 5k

Display Report
Analysis Info Acquisition Date  17/3/2015 8:04:12 PM
Analysis Name  F:\Reporis\GS\17MAR15——460.d
Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity  off
Mass Range Mode 3960 us Scan Begin 100 miz Scan End 900 miz
Capillary Exit 104.5 Vot Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Uitra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-0.9min #{2-129)
X105 |
5k
5 4601
4
3
2
1
1 3926 4057 5147
4349 490.1
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'H NMR spectrum of 5l
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ESI-MS of 51

Display Report

Analysis Info Acquisition Date  17/3/2015 8:02:17 PM
Analysis Name  F:\Reports\GS\17MAR15——488.d
Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity  off
Mass Range Mode 3960 ps Scan Begin 150 m/z Scan End 800 miz
Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Ultra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-1.0min #(53-99)
x10°
51 4881
5
4
3
2
1
458.3
4201 4404 5191 5401
¢ 430 450 470 430 510 530 550 miz
Bruker Compass DataAnalysis 4.0 printed:  17/3/2015 8:02:36 PM Page 1 of 1
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ESI-MS of 5m

Display Report
Analysis Info Acquisition Date  17/3/2015 9:28:21 PM
Analysis Name  F:\Reporis\GS\17MAR15——464.d
Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity off
Mass Range Mode 3960 ps Scan Begin 100 miz Scan End 900 m/z
Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Ultra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-0.8min #{26-96)
X105 |
5m
5
464.0
4
3
2
1
390.3
014 | ‘ 495.7
St L
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Bruker Compass DataAnalysis 4.0 printed: 17/3/12015 9:49:21 PM Page 1 of 1




'H NMR spectrum of 5n
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ESI-MS of 5n

Display Report
Analysis Info Acquisition Date  17/3/2015 8:04:42 PM
Analysis Name  F:\Reporis\GS\17MAR15——492.d
Method DEF_MSM Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity off
Mass Range Mode 3960 ps Scan Begin 100 miz Scan End 900 m/z
Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Ultra Scan Averages 5 Spectra Auto MSIMS off
Intens. +MS, 0.0-0.9min #(2-129)
X105
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Bruker Compass DataAnalysis 4.0 printed:  17/3/2015 8:44:11 PM Page 1 of 1
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ESI-MS of 5n

Display Report

Analysis Info
Analysis Name  F:\Reports\GS\12FEB15------ 513.d

Acquisition Date  12/2/2015 5:30:41 PM

Method DEF_MS.M Operator MBU
Sample Name  Default Instrument HCT ultra ETD Il
Acquisition Parameter
lon Source Type ESI lon Polarity Positive Alternating lon Polarity off
Mass Range Mode 3960 ps Scan Begin 100 m/z Scan End 900 m/z
Capillary Exit 104.5 Volt Skimmer 40.0 Volt Trap Drive 433
Accumulation Time Ultra Scan Averages 5 Spectra Auto MS/MS off
Intens. +MS, 0.0-1.1min #(2-129)
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2
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441.8
| I I ‘
450 470 490 510 530 550 570 m/z

Bruker Compass DataAnalysis 4.0 printed: 12/2/2015 6:21:10 PM Page 1 of 1
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'H NMR spectrum of 5p
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'H NMR spectrum of 5q
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'H NMR spectrum of 5r
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CHN Analysis

Document: Untitled (VarioMICRO) from 28/08/14 (new)

Apotex labs
Vario MICRO CHNS
Serial Number: 151060380

Test Report

Weight [mg] [ Name N [%] C[%] H[%] | C/Hratio | C/Nratio | Date Time
1 1.0000 | Blank 0.00 0.00 0.000 0.0000 0.0000 | 21.06.2015 08.36
2 1.0000 | Blank 0.00 0.00 0.000 0.0000 0.0000 | 21.06.2015 08.59
3 1.0000 | Blank 0.00 0.00 0.000 0.0000 0.0000 | 21.06.2015 05.12
< 1.0000 | Blank 0.00 0.00 0.000 0.0000 0.0000 | 21.06.2015 05.34
5 3.1024 | sulfanilamide 16.81 43.53 4636 9.4015 2.5891 | 21.06.2015 10.01
6 3.5624 | sulfanilamide 16.85 43.46 4622 9.4015 25785 | 21.06.2015 10.37
7 2.2214 | 5a 574 67.18 441 15.2335 6.8973 | 21.06.2015 10.59
8 2.2578 | 5b 511 68.34 5.02 13.6135 7.5016 | 21.06.2015 11.17
9 3.1690 | 5c S.03 62.15 3.98 15.6256 6.8870 | 21.06.2015 11.52
10 2.3688 | 5d 8.59 63.55 459 13.8453 7.3981 | 21.06.2015 12.37
11 3.1553 | Se 542 67.79 485 13.9773 7.1963 | 21.06.2015 12.57
12 3.2142 | sf 898 68.69 5.38 12.7676 7.6492 | 21.06.2015 13.15
13 2.1489 | 5g 11.88 60.84 3.89 15.6401 5.1212 | 21.06.2015 1341
14 3.1689 | 5h 1117 62.21 447 13.9172 5.5693 | 21.06.2015 14.11
15 3.2557 | 5i 5.02 62.19 3.98 15.6256 6.8946 | 21.06.2015 14.50
16 2.8943 | 5j 8.59 63.42 450 14.0933 7.3830 | 21.06.2015 15.15
17 3.0516 | 5k 917 65.21 466 13.9935 7.1112 | 21.06.2015 1543
18 3.0325 | sl 8.60 66.59 5.12 13.0058 7.7430 | 21.06.2015 16.12
19 3.1468 | 5m 9.01 62.11 3.97 15.6448 6.8934 | 21.06.2015 16.35
20 26791 | 5n 8.59 63.43 448 14.1584 7.3841 | 21.06.2015 17.24
44 24578 | So 8.29| 58.31 480 12.1479 7.0337 21.06.2015 17.24

Name: Praveen.

VarioMICRO V1.9.7.9 CHNS Mode. Ser. No. 15106090

Elementar Analysensysteme GaBH

Access: VaricMICRO Ccmmon

21/06/2015 18:25:19 PM




