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'H and *C NMR Spectra of compound 6a
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TH and 3C NMR Spectra of compound 6b
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'H and 3C NMR Spectra of compound 6¢
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'H and C NMR Spectra of compound 6e
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'H and 3C NMR Spectra of compound 6f
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TH and *C NMR Spectra of compound 6g
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TH and 3C NMR Spectra of compound 6h
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'H and 3C NMR Spectra of compound 6i
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12



j J / H/ /v 1117 //// // j

N
NH
_0

e b

T T T T T T T T
175 150 125 100 75 50 25 0

'H and 3C NMR Spectra of compound 61

13



HRMS data of compounds 6a-1:

BRUKER MAXIS HRMS REPORT

School of Chemistry
University of Hyderabad

Analysis Info Acquisition Date 8/26/2014 12:57:26 ppy
Analysis Name D:\Data\201 4\NAGARAJAN\AUG\KB-T1 R1.d

Method tune_low_Pos.m Operator Ramu Sridhar

Sample Name KB-T1~DCM—MEOH Instrument maXis 10138
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 4.4 psi

Focus Not active Set Capillary 3800 Vv Set Dry Heater 180 °C

Scan Begin 50 m/z Set End Plate Offset 500y Set Dry Gas 4.0 l/min

Scan End

1500 m/z

Set Collision Cell RF 350.0 Vpp Set Divert Valye Waste

459.2786

44

3‘

2

]

i

4972356

% 380 400 420 460 480 500 520 540 miz
3ruker Compass 40 T e 8/26/2014 1:00:47 PN e Page Tof1
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BRUKER MAXIS HRMS REPORT
School of Chemistry

Analysis Info
Analysis Name

University of Hyderabad

Acquisition Date 8/26/2014 12:31:15 PM
D:\Data\2014\NAGARAJAN\AUG\KB-T2.d

Method tune_low.m Operator Ramu Sridhar
Sample Name KB-T2-DCM-MECH Instrument maXis 10138
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 4.4 psi
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset  -500V Set Dry Gas 4.0 Ifmin
Scan End 1800 m/z Set Collision Cell RF 350.0 Vpp Set Divert Valve Waste
Intens. +MS, 0.5-0.8min #(32-45)
x10°
481.2604
3 N~
IRIS
5
o
NN
NH
6b O
2
482.2629
i
483.2654
485.2889
OL . - - - - ! et ! e .
476 478 480 482 484 486 miz
Bruker Compass DataAnalysis 4.0 prnted-  8/26/2014 12:34:51 PM Page1of1
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BRUKER MAXIS HRMS REPORT

School of Chemistry
University of Hyderabad

Analysis Info

Analysis Name  D:\Data\2014\NAGARAJANAUGKB-T3 d

Acquisition Date

8/28/2014 12:07:45 PM

Method tune_low_Pos.m Operator Ramu Sridhar
Sample Name  KB-T3-DCM-MEOH Instrument maXis 10138
Comment
Acquisition Parameter BB
Source Type ESI lon Polarity Paositive Set Nebulizer 4.4 psi
Focus Not active Set Capillary 3800 Vv Set Dry Heater 180 °C
Scan Begin 50 miz Set End Plate Offset  -500 V Set Dry Gas 4.0 limin
Scan End 1500 m/fz Set Collision Cell RF  350.0 Vpp Set Divert Valve Waste
Intens, +MS, 1.0min #56;
x108]
2.0
] 634.0495
Nzp
1.5 (¢} N Br
; \%\/0
] AN
1 NH o
N
6c 2 Br
1.0
632.0508
636.0475
0.5
635.0515
633.0526 637.0489
‘ 638.0505
0.0 — ‘ . v ey | . —~
628 630 632 634 636 638 640 m/fz

Bruker Compass DataAnalysis 4.0 printed:

8/28/2014 12:09:43 PM

Page 1 of 1
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BRUKER MAXIS HRMS REPORT

School of Chemistry
University of Hyderabad
Analysis Info Acquisition Date  8/26/2014 12:36:35 PM
Analysis Name  D:\Data\2014\NAGARAJAN\AUG\KB-T4.d
Method tune_low.m Operator Ramu Sridhar 1
Sample Name ~ KB-T4-DCM-MEOH Instrument maXis 10138
Comment
Acquisition Parameter
Source Type ESI fon Polarity Positive Set Nebulizer 4.4 psi
Focus Not active Set Capillary 4500 V Set Dry Heater 200°C
Scan Begin 50 miz Set End Plate Offset  -500V Set Dry Gas 4.0 lfmin
Scan End 1800 m/z Set Collision Cell RF 350.0 Vpp Set Divert Valve Waste
Intens. | +MS, 0.2-0.4min #(12-22)|
x108
1.254 481.2600
Nsn
1.00- (@) N
\%\/O
] S
] NH
6d
0.75-
0.50-
482.2628
0.251
1 483.2656
485.2893
7 S oot , sl s l
478 480 482 484 486 miz
Bruker Compass DataAnalysis 4.0 printed:  8/26/2014 12:38:03 PM Page 1 of 1
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BRUKER MAXIS HRMS REPORT

School of Chemistry
University of Hyderabad
Analysis Info Acquisition Date ~ 8/28/2014 11:38:44 AM
Analysis Name  D:\Data\2014\NAGARAJAN\AUG'KB-T5.d
Method tune_low_Pos.m Operator Ramu Sridhar :
Sample Name  KB-T5-DCM-MECH Instrument maXis 10138
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 4.4 psi
Focus Not active Set Capillary 3800V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500V Set Dry Gas 4.0 limin
Scan End 1500 m/z Set Collision Cell RF~ 350.0 Vpp Set Divert Valve Waste
Intens. +MS, 0.8min #49
x105
N=pn
54 (0] N\)\/ 511.1537
i / O B
S 500.1553
NH
6e Br

4

34

2]

1 5101575 512.1556
14
S13:378" 5159807
! n i
506 507 508 509 510 511 512 513 514 miz

Bruker Compass DataAnalysis 4.0 printed: 8/28/2014 11:40:35 AM Page 1 of 1



BRUKER MAXIS HRMS REPORT
School of Chemistry

University of Hyderabad |
Analysis Info Acquisition Date  7/10/2014 1:11:55 PM
Analysis Name  D:\Data\2014\NAGARAJAN\JUL\KB-T6.d
Method tune_low.m Operator Ramu Sridhar
Sample Name  KB-T8-DCM-MEOH Instrument maXis 10138
Comment
Acq_uisition Parameter 3
Source Type ESI lon Polarity Positive Set Nebulizer 4.4 psi
Focus Not active Set Capillary 4500V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500 VvV Set Dry Gas 4.0 Umin
Scan End 1800 m/z Set Collision Cell RF  350.0 Vpp Set Divert Valve Waste
Intens. | +MS, 0.1min #7|
%108
3.0
431.2446
2.5
o N’
\)\/O
SN
2.0
NH 6f
1.5
1.0
432.2464
0.5
433.2479
436.0685
(oo T : . ; T T T - T
424 426 428 430 432 434 436 438 miz

Bruker Compass DataAnalysis 4.0 printed:  7/10/2014 1:16:28 PM Page 1 of 1



BRUKER MAXIS HRMS REPORT

School of Chemistry
University of Hyderabad

Analysis Info Acquisition Date  7/10/2014 1:26:39 PM

Analysis Name  D:\Data\2014\NAGARAJANUUL\KB-T7.d

Method tune_low.m Operator Ramu S,rid?]z:acl b
Sample Name  KB-T7-DCM-MEOH Instrument maxis” T ¢ 204 4ag
Comment nietartd i

avtisid 212V

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer
Focus Not active Set Capillary 4500 V Set Dry Heater
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas
Scan End 1800 m/z Set Collision Cell RF 350.0 Vpp Set Divert Valve
Intens, [
x106
445.2603
1.59
| Nep
(6] N o
1.0 @)
B
NH 69
0.5
446.2625
447.2643
0.0 T T . - . - T T
440 442 444 446 448 450 452 miz
Bruker Compass DataAnalysis 4.0 printed:  7/10/2014 1:28:08 PM

Page 1 of 1



BRUKER MAXIS HRMS REPORT
School of Chemistry

University of Hyderabad

Acquisition Date ,‘,7110129':" '

Analysis Info

Analysis Name D:\Data\ZO‘I4\NAGARAJANUUL\KB-T8.d

Method tune_low.m
Sample Name  KB-T8-DCM-MEOH
Comment

Acquisition ?m'ameter

Operator
Instrument

Wi}

Source Type ESI lon Polarity Positive Set Nebulizer 43psi T 200
Focus Not active Set Capillary 4500V Set Dry Heater 20Q°C -, ngo2
Scan Begin 50 miz SetEnd Plate Offset  -500 V Set Dry Gas 401min 205
Scan End 1800 m/z Set Collision Cell RF 350.0 Vpp Set Divert Valve Waste ~
e g 7—‘_7‘_‘_77—17 pram
Intens, +MS, 0:1-0:2min #(4-9)
x106
10
445.2602
0.8
Nsn
O N
— o
B
0.6 NH
6h
0.4
446.2625
02
447.2643
441 442 443 444 445 445 447 448 44g 450 m/z
Bruker Compass DataAnalysis 4.0 s printed:  7/10/2014 1:34:19 PM Page 1 of 1
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Analysis Info

Analysis Name  D:\Data\2014\NAGARAJAN\JUL\KB-TO.d

Method tune_low.m
Sample Name
Comment

KB-T9-DCM-MEOH

BRUKER MAXIS HRMS REPORT

School of Chemistry
University of Hyderabad

Operator
Instrument

Acquisition Date  7/10/2014 1:34:40 PM
0 H LOEnA

Acquisition Parameter

>

Source Type ESI lon Polarity Positive Set Nebulizer 5
Focus Not active Set Capillary 4500 V Set Dry Heater -
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas =
Scan End 1800 mfz Set Collision Cell RF 350.0 Vpp Set Divert Valve e
Intens. { +MS, 0.4-0-4min #(22-25)
x108 ] .
120 445.2605
N=y
65 O N\)\/
— O
- \
NH 6i
0.75-
0.50
446.2628
0.25+
450.0852
447.2648
451.0881
0.00 . - . e L L
442 444 445 448 450 452 mfz
Bruker Compass DataAnalysis 4.0 printed:  7/10/2014 1:36:10 PM Page 1 of 1
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BRUKER MAXIS HRMS REPORT

School of Chemistry
University of Hyderabad

Analysis Info Acquisition Date _ 7/1012014 1:45,13 PM
Analysis Name D\Data\2014\NAGARAJANUULKB-T10.4 e e
Method tune_low.m Operator -~ Ramu Sridhar_ ",
Sample Name  KB-T10-DCM-MEOH Instrument maXis o
Comment el
Aauisitio:F’_ar;m:ter i, e = 3 S
Source Type ESI lon Polarity Positive Set Nebulizer 44psi , 505
Focus Not active Set Capillary 4500 v Set Dry Heater 200.°Ce nsn2
Scan Begin 50 m/iz Set End Plate Offset  -500 \/ Set Dry Gas 4.0 s om0
Scan End 1800 m/z Set Collision Cell RF  350.0 Vpp Set Divert Valve Waste
Intens.
x109
5

557.1415

558.1435

559.1451

552 554 556 558 560 562 miz

printed:  7/10/2014 1:49:47 PM ~U = CpEreiR

Bruker Compass DataAnalysis 4.0
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BRUKER MAXIS HRMS REPORT

School of Chemistry
University of Hyderabad

Analysis Info Acquisition Date  9/3/2014 2:39:14 PM
Analysis Name D:\Data\2014\NAGARAJAN\SEPTB-T11.d
Method tune_low_Pos.m Operator Ramu Sridhar
Sample Name  KB-T11-DCM-MEOH Instrument maXis 10138
Comment
Acquisition Parameter !
Source Type ESI lon Polarity Positive Set Nebulizer 4.4 psi
Focus Not active Set Capillary 3800V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plzte Offset -500 VvV Set Dry Gas 4,0 /min
Scan End 1500 m/z Set Colliision Cell RF 350.0 Vpp Set Divert Valve Waste
Intens..{ +MS, 0.8-1.8min #(47-107),
x108
2.5
489.2502
2.0-
4 N= N Z
] (0] N (6)
\)\/0
1.5 AN
NH H
6k
(0]
1.0
0.5+
318.1438
251.0459 431.2423
0.0 A 1 e L AP PN 51T N L =
100 200 300 400 500 B(‘]O 700 800 900 m/z
Bruker Compass DataAnalysis 4.0 printed:  9/3/2014 2:44:47 PM Page 1 of 1
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BRUKER MAXIS HRMS REPORT

School of Chemistry
University of Hyderabad
Analysis Info Acquisition Date  9/3/2014 2:51:46 PM
Analysis Name  D:\Data\2014\NAGARAJAN\SEPTIKE-T12.d
Method tune_low_Pos.m Operator Ramu Sridhar
Sample Name  KB-T12-DCM-MEQH Instrument maXis 10138
Comment
Acddisition Parameter e
Source Type ESI lon Polarity Positive Set Nebulizer 4.4 psi
Focus Not active Set Capillary 3800 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 vV Set Dry Gas 4.0 limin
Scan End 1500 m/z Set Collision Cell RF  350.0 Vpp Set Divert Valve Waste
Intens. +MS, 1.5min #89|
x108
4]
459.2395
34 S
o N
\%\/O
55
NH 6l H
(e}
2
14
309.1941
172.1104 l [ l l
- [ : ‘.'J' nllrL " L‘luln ll‘t.l - " >
100 200 300 400 500 600 700 800 m/z
Bruker Compass DataAnalysis 4.0 printed:  9/3/2014 2:56:12 PM Page 1 of 1
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HPLC analysis of compounds 6e, 6f, 6h, 6j and 6l:

PS3 LABORATORIES LLP
Analytical Research

Sample Information

Sample Name:
Sample Type:
Vial:

Injection #:
Injection Volume:
Run Time:

Date Acquired:
Date Processed:

6e Acquired By: EOQO07

Unknown Sample Set Name: April_02

Tr Acqg. Method Set: PS3_DOCE_MTH

1 Processing Method  jntu2

20.00 ul Channel Name: 265.0nm

30.0 Minutes Proc. Chnl. Descr.: 2998 PDA 265.0 nm (2998

05-04-2017 00:53:06 IST
05-04-2017 09:25:57 IST

Purity Chromatogram

30.00

3.00]
] o e
250] St
: NH 6 s
200__ e r
] |
] s | ‘ = >
0.507 ~ [l @ ©
q o =] o~
] i / [ = =
] | | I
0.00 5 i g 7
L e L e o e e e e L B e b o e e o e e e IR o A s e e e e e e A s sy s s
0.00 2.00 4.00 6.00 8.00 1000 12,00 1400 1600 1800 2000 2200 2400 2600 2800
Minutes
Peak Results
RT Area % Area
1| 5977 31025 007
2| 9.604 | 44954858 | 99.83
3] 10341 16223 004
4 (12,698 27138 0.06

Project Name:

PS3_2017\PS3_April_2017

Reported by User: M.Ashok Goud (E007)
Report Method: PS3_Report_LC_PDA

Report Method ID: 2731
Page: 1 of 1

Date Printed:
05-04-2017
09:35:07 Asia/Kolkata
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PS3 LABORATORIES LLP
Analytical Research

Sample Information

Date Acquired:
Date Processed:

04-04-2017 22:37:26 IST
05-04-2017 09:29:34 IST

Sample Name: 6f Acquired By: EOQO7

Sample Type: Unknown Sample Set Name: April_02

Vial: 3 Acq. Method Set: PS3_DOCE_MTH
Injection #: 1 Processing Method DCF

Injection Volume: 20.00 ul Channel Name: 225.0nm

Run Time: 30.0 Minutes Proc. Chnl. Descr.: 2998 PDA 225.0 nm (2998

Purity Chromatogram

0.50
040
] | o Nay
il N
i \)yo
0.30+ ‘ N O
] | NH 6f
0.20+ | o
] | ™
] | e
il ‘ o
f | o J,
0107 5 o !
El o ‘u_-, "
\ . f
PR3
0007~ 7'&? e— S R —
T T T e e T T
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 2200 2400 26.00 28.00 30.00
Minutes
Peak Results
RT Area | % Area
1|2870 73137 410
2| 4516 20310 1.14
3| 6.735 | 1690889 9476

Reported by User: M.Ashok Goud (E007)
Report Method: PS3_Report_LC_PDA
Report Method ID: 2730

Project Name: PS3_2017\PS3_April_2017

Date Printed:

Page: 1 of 1

05-04-2017
09:33:59 Asia/Kolkata
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PS3 LABORATORIES LLP
Analytical Research

Sample Information

Sample Name:

Sample Type:

Vial:
Injection #:

Injection Volume:

Run Time:

Date Acquired:
Date Processed:

05-04-2017 00:19:13 IST
05-04-2017 09:26:39 IST

6h Acquired By: E007

Unknown Sample Set Name: April_02

76 Acg. Method Set: PS3_DOCE_MTH

1 Processing Method jntu2

20.00 ul Channel Name: 305.0nm@1

30.0 Minutes Proc. Chnl. Descr.. 2998 PDA 305.0 nm (2998

Purity Chromatogram

2,50+
2 00+
] ‘ 0 NN
i N
i \7&/0
1.50+] | =
] NH
] 6h
1.001 | ‘
A
- |
0.507 1) | a2 22
] @ [ oW c©
= / o © ool
1 7 /A AT T
0,007 . 17 75 = FAATA
N I e e L e e o e A e o e o s I B e e o o e e
0.00 200 4.00 6.00 8.00 1000 1200 1400 1600 1800 2000 2200 2400 2600 2800 3000
Minutes
Peak Results
RT Area % Area
1| 3983| 101326 018
2| 7.864 56182807 | 9744
3| 9021| 1231228 214
4| 9659 50536 0.09
5[ 12019 58731 010
6 | 12.660 35068 0.06
Reported by User: M.Ashok Goud (E007) Project Name: PS3_2017\PS3_April_2017

Report Method: PS3_Report_LC_PDA

Report Method ID: 2731

Page: 1 of 1

Date Printed:
05-04-2017
09:35:16 Asia/Kolkata

28



PS3 LABORATORIES LLP
Analytical Research

Sample Information

Date Acquired:
Date Processed:

Sample Name: 6j Acquired By: EOQO07

Sample Type: Unknown Sample Set Name: April_02

Vial: 75 Acg. Method Set: PS3_DOCE_MTH
Injection #: 1 Processing Method  jntu2

Injection Volume: 20.00 ul Channel Name: 291.0nm

Run Time: 30.0 Minutes Proc. Chnl. Descr.. 2998 PDA 291.0 nm (2998

04-04-2017 23:45:13 IST
05-04-2017 09:27:14 IST

Purity Chromatogram

2 50
2,00+
1.50 M S
At o
] | X
1.00H \ ‘
] l‘ |
0.501 | ©w9
] || 0 N
/o -
i / | —
0.00 ——— st
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 ‘ T T T ‘ T T T ‘ T T T
0.00 2.00 400 6.00 800 1000 1200 1400 1600 1800 2000 2200 2400 2600 2800 3000
Minutes
Peak Results
RT Area % Area
1| 2689 450694 093
2| 2866| 119453 024
3| 6.800 | 48566514 | 9843
411576 116167 024
5| 12245 77770 0.16

PS3_2017\PS3_April_2017
Date Printed:

05-04-2017

09:35:26 Asia/Kolkata

Reported by User: M.Ashok Goud (E007) Project Name:
Report Method: PS3_Report_LC_PDA
Report Method ID: 2731

Page: 1 of 1



PS3 LABORATORIES LLP
Analytical Research

Sample Information

Sample Name: 6l

Sample Type: Unknown
Vial: 74

Injection #: 1

Injection Volume: 20.00 ul

Run Time: 30.0 Minutes

Date Acquired:
Date Processed:

Acquired By:
Sample Set Name:
Acq. Method Set:
Processing Method
Channel Name:
Proc. Chnl. Descr.:

04-04-2017 23:11:19 IST
05-04-2017 09:27:45 IST

EOO7

April_02
PS3_DOCE_MTH

jntu2

258.0nm

2998 PDA 258.0 nm (2998

Purity Chromatogram

3.001 4
4 i}
7 q
2504
] ° Nen
2.007 \ N\?K/o
E NH 6l \©er
150
1.00 ‘l
] ‘l -
i N~
0s0] 53 % 2
1 S ) Il o
B ™ < 0 "‘ L
4 / \
0.00 -~ bt |- L]
e e S e s s s e s e s s sy s . e s s sy s s B e s B B
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 2200 24.00 26.00 28.00
Minutes
Peak Results
RT Area % Area
1| 3487 93638 022
2| 4234 176162 041
3| 5848 19163 0.04
4| 9.640 | 42821600 99.20
5| 10494 55788 013

30.00

Reported by User: M.Ashok Goud (E007)

Report Method: PS3_Report_LC_PDA
Report Method ID: 2731
Page: 1 of 1

Project Name:

PS3_2017\PS3_April_2017
Date Printed:

05-04-2017

09:35:36 Asia/Kolkata
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