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Display Report

Analysis Info Acquisition Date  11/18/2015 3:34:16 PM
Analysis Name  D:\Dataluser data\2015\NOV-2015\18-NOV-201 5\Dr.A.Bisai-SB4-022_1-C,2_01_4284.d

Method HRLCMS-20 Sept.m Operator RUCHI

Sample Name  Dr.A.Bisai-SB4-022 Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 200°C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 7.0 Vmin
Scan End 3000 m/z Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste

ImensE§ Dr.A.Bisai-SB4-022_1-C,2_01_4284.d: TIC +All MS
x10
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l[nte;l%‘ N/“"'- oOMe Dr.A.Bisai-SB4-022_1-C,2_01_4284.d: UV Chromatogram, 200-400 nm
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Bruker Compass DataAnalysis 4.0 printed:  11/18/2015 3:54:.07 PM " Page 1 of 1

Scanned copy of mass spectrum of (6)
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Analysis Info
Analysis Name
Method
Sample Name
Comment
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_ Display Report

Acquisition Date  11/18/2015 3:13:58 PM

D:\Data\user data\2015\NOV-2015118-NOV-2015\Dr.A.Bisai-SB4-023_1-B,8_01_4282.d

HRLCMS-20 Sept.m
Dr.A.Bisai-SB4-023

Achisitinn Parameter

Source Type
Focus

Scan Begin
Scan End

ESI
Active

50 m/z
3000 m/z

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

RUCHI
micrOTOF-Q Il 10330

Operator
Instrument

1.2 Bar
200°C
7.0 U/min
Waste

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

Intens. |
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Dr.A.Bisai-SB4-023_1-B,8_01_4282.d: TIC +All MS
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Bruker Compass DataAnalysis 4.0

printed:

11/18/2015 3:30:23 PM Page 10of 1

Scanned copy of mass spectrum of (+)-5a
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Analysis Info
Analysis Name
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~ Display Report

Acquisition Date  1/20/2016 12:40:56 PM
D:\Data\user data\2016\JAN-2016\20-JAN-2016\Dr.A.Bisai-SB4-168_1-A,4_01_5054.d

Method

HRLCMS-20 Sept.m
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RUCHI

Sample Name
Comment

Dr.A Bisai-SB4-168
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Source Type
Focus

Scan Begin
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Bruker Compass DataAnalysis 4.0 printed:  1/20/2016 4:09:55 PM

Scanned copy of mass spectrum of (£)-5b
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Display Report

Analysis Info Acquisition Date  12/30/2015 3:11:28 PM
Analysis Name  D:\Dataluser data\2015\December-201 5\30-12-2015\Dr.A Bisai-SB7-173_1-A,4_01_4778.d

Method HRLCMS-20 Sept tune wide.m Operator RUCHI

Sample Name  Dr.A.Bisai-SB7-173 Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200°C
Scan Begin 50 miz Set End Plate Offset -500 Vv Set Dry Gas 7.0 imin
Scan End 3000 m/z Set Collision Cell RF  600.0 Vpp Set Divert Valve Waste

Intens. 3 Dr.A.Bisai-SB7-173_1-A,4_01_4778.d: TIC +All MS
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Bruker Compass DataAnalysis 4.0 T printed:  12/30/2015 3:50:12 PM " Page 10f 1

Scanned copy of mass spectrum of (£)-5¢
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Analysis Info
Analysis Name
Method
Sample Name
Comment

HRLCMS-20 Sept tune wide.m
Dr.A.Bisai-SB4-172

Acquisition Parameter

Source Type ESI
Focus Not active
Scan Begin 50 miz
Scan End 3000 m/z

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF
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~ Display Report

Acquisition Date  11/18/2015 3:42:26 PM

D:\Data\user data\2015\NOV-2015\18-NOV-2015\Dr.A Bisai-SB4-172_1-C,3_01_4285.d

RUCHI
micrOTOF-Q Il 10330
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Instrument
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7.0 I/min
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Set Divert Valve
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4500 V
-500 v
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Intens.
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Bruker Compass DataAnalysis 4.0 printed:

11/18/2015 3:55:22 PM Page 1of 1

Scanned copy of mass spectrum of (+)-4c
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HPLC traces of compound (+)-4c

Data File C:\CHEM32\1\DATA\SUBHAJIT\2014-02-03AB-SB4-172-1B-5-254-0P5-150.D
Sample Name: AB-SB4-172-IB-5-254-0P5-150

DAD1 A, Sig=254,4 Ref=360,100 (SUBHAJIT\2014-02-03AB-SB4-172-1B-5-254-0P5-150.D)
mAU ; é é
100 ] &
80 I I\‘ | ‘\‘
] \ [
60 \ | \‘
] \
40 [ | \
20] I\ \
o] NN J NN il
R A T T " T
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %

R B I P |=mmemmee |=mmemeees |=-mm e |
1 26.681 BB 0.8284 6332.52051 114.64787 51.1372

2 23.991 BB 0.8935 6050.86328 102.38645 48.8628

Racemic

Data File C:\CHEM32\1\DATA\SUBHAJIT\2014-02-14AB-SB4-214-1B-5-254-0P5-30.D
Sample Name: AB-SB4-214-IB-5-254-0P5-30

DAD1 A, Sig=254.4 Ref=360,100 (SUBHAJIT\2014-02-14AB-SBE4-214-1B-5-254-0P5-30.D)
o g
700 |
600
500
400 |
300 I
fss 8
0 S R o
5 IID l|5 I I 20 ‘ 25 mi
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
e SR s == mmmee | --mmmm e |==mme |
1 20.510 BB 0.7999 4.72932e4 890.00598 97.4865

2 23.873 BBA 0.7653 1222.36719 25.58911 2.5195

Enantiopure

S12
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Display Report

Analysis Info Acquisition Date  8/22/2014 4:03:24 AM
Analysis Name  D:\Data\user data\201\AUGUEST\22 AUG\Dr A Bisai-AB-SB-221.d

Method tune_wide.m Operator Ravindra

Sample Name AB-SB-221 Instrument micrOTOF-Q II 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 Vmin
Scan End 3000 m/z Set Collision Cell RF 600.0 Vpp Set Divert Valve Waste

Intens. Dr.A.Bisai-AB-SB-221.d: TIC +All MS
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VAN
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617.1268
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[ T —r—T— T T T ——r— T
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Bruker Compass DataAnalysis 4.0 printed: 8/22/2014 4:43:16 AM Page 1 of 1

Scanned copy of mass spectrum of (+)-12a
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Display Report
Ana_lysis Info Acquisition Date  8/22/2014 5:06:48 AM
Analysis Name  D:\Dataluser data\2014\AUGUEST\22 AUG\Dr.A Bisai-AB-SB4-240-1.d
Method tune_wide.m Operator Ravindra
Sample Name AB-SB4-240-1 Instrument micrOTOF-Q Il 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 50 miz Set End Plate Offset -500 vV Set Dry Gas 4.0 V/min
Scan End 3000 m/z Set Collision Cell RF 800.0 Vpp Set Divert Valve Waste
Intens. Dr.A.Bisai-AB-SB4-240-1.d: TIC +All MS
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Bruker Compass DataAnalysis 4.0 printed: 8/22/2014 5:15:03 AM Page 1 of 1

Scanned copy of mass spectrum of (12b)
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o)
(+)-13a
Mass Spectrum SmartFormula Report
Analysis Info Acquisition Date  2/7/2018 5:49:08 AM
Sample Name ~ 2016307-SB-07-13-N-SI Instrument / Ser# maXis 4G 21240
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 1.0 Bar
Focus Not active Set Capillary 4000V Set Dry Heater 220°C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 6.0 /min
Scan End 1500 m/z Set Collision CellRF  600.0 Vpp Set Divert Valve Waste
Intens A +MS, 3.0min #181
x104
6_
1+ (A)
421.1921
4..
2 1+(B)
318.3005
o . l L sogn 6o TOFT 75974
200 300 0 50 600 700 miz
Meas.m/z  # Formula Score m/z err Mean mSig rdb e N-R
[ppm] er ma Conf ule
[ppm]
421.1921 1 C22H30N2NaO3Si 100.00 4211918 0.7 -1.3 29 9.5 even ok

Mass spectrum of compound (+)-13a

S18



Electronic Supporting Information 19

HN

peoL
SATT
H8's
+8CT
“60T

0T
0'T

80
%m.o
$90°2
207
2oz
»MC.N
HH.N

6T

0T
0'T

0.0

0.5

e
b
Ly Oy —
o
™
—
Y
[S)
—~
=
(@)
()]
O
- Z1
E
: T
o
o
<
N
a'g
=z :
I : w
— .
TR 4N
e
vocor”
veos

T T T T T T T T T T
150

180

130 120 n 100 a0

140

160

170

200

1l (ppm)

3C NMR (100 MHz, CDCls) of 13b

S19



Electronic Supporting Information 20

MeO =
N NS ‘
o) Me
ANy Okt
13b
Mass Spectrum SmartFormula Report
Analysis Info Acquisition Date  2/7/2018 5:49:08 AM
Sample Name ~ 2016307-SB-07-13-N-OE Instrument / Ser# maXis 4G 21240
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 1.0 Bar
Focus Not active Set Capillary 4000V Set Dry Heater 220°C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 6.0 I/min
Scan End 1500 m/z Set Collision Cell R 600.0 Vpp Set Divert Valve Waste
Intens. ] +MS, 2.8min #167
x10%]
4]
3 1+ (A)
] 379.1631
2] 1+ (B)
1 () 659.2883
: 1+ (E) 4
] 439.2960 1+(H)
1 #8120 537.2043
] 587.4061 75726874
. \., Ll LJA_.,.H.ILL g o gt | [ rosgres 72
200 300 400 500 600 700 m/z
Meas.miz  # Formula Score m/z er Mean mSig rdb e N-R
[ppm] err ma Conf ule
(ppm]
379.1631 1 C20H24N2NaO4 100.00 379.1628 0.7 0.8 115 9.5 even ok

Mass spectrum of compound 13b
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Display Report

Analysis Info

Analysis Name

Method HRLCMS-20 Septm
Sample Name Dr.A Bisal-AB-SB4-242
Comment

Acquisition Date
D:\Data\user data\2014\MARCH\10 march\Dr A Bisai-AB-SB4-242_1-A,5_01_2049.d
Operator

Instrument

3/10/2014 2:06:24 PM

Amit
micrOTOF-Q Il 10330

Acquisition Parameter

Source Type ESI lon Polarity Paositive Set Nebulizer 1.2 Bar
Focus Active Set Capillary 4500V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset ~ -500 V Set Dry Gas 7.0 Umin
Scan End 3000 m/z Set Collision Cell RF 130.0 Vpp Set Divert Valve Waste
\ntenss_ Dr.A Bisai-AB-SB4-242_1-A5_01_2049.d: TIC +All MS]
x10
3_
PE
1]
intend Dr A Bisa-AB-SB4-242_1-A5 01_2049.d- UV Chromatogram, 200-400 nm
[mAU]3
x10°
1.04 |
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0.03— - —~— A ——
o i 2 3 a4 5 6 7T 8 T T8 Time[ming
200 220 240 260 280 300 320 340 360 Wavelength [nm]
Intens UV, 3.2-3.2min #(1871-1911),
[mAU]
50
o] T
T I —— .
\ntenss._ +MS, 3.2-3.2min #(188-191)|
X104 265.0988
44
2] 309.1234 377.1471 736.2836
1 R (P G i S 1 L < L A— B S—
200 300 400 500 600 700 miz
Intens. +MS, 3.2-3.2min #(188-191)|
%1051 377.1471
|
It
0.5 ||'|
{1 378.1480 379.1591
| ‘ s A
C20H22N204, M+nNa ,377.15
20001 37:-'.{:4?2
/
| |
1000 I
I 378.1505
377.0 3775 378.0 3785 379.0 3795 miz
Bruker Compass DataAnalysis 4.0 printed: 3/10/2014 2:21:30 PM Page 1 of 1

Mass spectrum of compound 14
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Display Report

Analysis Info
Analysis Name

Acquisition Date
D:\Data\user data\2014\APRIL\01 APR\Dr.A Bisai-SB4-269_1-A,2_01_2149.d

Method HRLCMS-20 Sept.m Operator
Sample Name Dr.A Bisai-SB4-269 Instrument
Comment

4/2/2014 3:47:32 AM

Amit
micrOTOF-Q Il 10330

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

Positive
4500 vV
-500 V
130.0 Vpp

lon Polarity Set Nebulizer
Set Capillary
Set End Plate Offset

Set Collision Cell RF

Set Dry Gas

Set Dry Heater

Set Divert Valve

1.2 Bar
200°C
7.0 I/min
Waste

Intens. ]
x106

/"\,
/ W\

pmt r \

Dr.A.Bisai-SB4-269_1-A,2_01_2149.d: TIC +All MS

/ \
A Hét_ ne N
Ny, * «.

Dr.A.Bisai-SB4-269_1-A,2_01_2140.d;

uv Chromatogram.méoo-fioo nm
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360 Wavelength [nm]
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UV, 3.7-3.9min #(2186-2280),
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6
x10 355.1466

399-]1735 4452151

+MS, 3.7-3.9min #(221-230),

200 "250 300 350 "400 450

500 550  miz

445.2151

446.2163

+MS, 3.7-3.9min #(221-230)

447.2208
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C27H28N204, M+nH ,445.21
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4470
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C 475 miz

Bruker Compass DataAnalysis 4.0 4/2/2014 4:07:30 AM

printed:

Scanned copy of mass spectrum of (15a)

S24
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(15b)
Mass Spectrum SmartFormula Report
Analysis Info Acquisition Date  2/7/2018 5:49:08 AM
Sample Name  2016307-SB-07-14-NME Instrument / Ser## maXis 4G 21240
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 1.0 Bar
Focus Not active Set Capillary 4000V Set Dry Heater 220°C
Scan Begin 50 m/z Set End Plate Offset ~ -500 V Set Dry Gas 6.0 I/min
Scan End 1500 m/z Set Collision Cell RF  600.0 Vpp Set Divert Valve Waste
Intens. - +MS, 2.8min #168
x105]
151 1+(A)
1+ (B) 391.1634
1 279.1131
a3 1+(C)
1 743.3057
1 1+ (D)
0.51 323.1394
i 641.2373
o PR A ALl e s EUER L)
200 300 400 500 600 700 m/z
Meas.m/z  # Formula Score m/z er Mean  mSig rdb- e N-R
[ppm] err ma Conf ule
[ppm]
391.1634 1 C21H24N2Na0O4 100.00 391.1628 -1.4 1.7 222 10.5 even ok

Mass spectrum of compound 15b

S26
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 Display Report

Analysis Info Acquisition Date  1/6/2016 3:29:10 PM
Analysis Name  D:\Dataluser data\2016\JAN-2016\06-JAN-2016\Dr.A.Bisai-SB7-177_1-A,7_01_4873.d
Method HRLCMS-20 Sept tune wide.m Operator RUCHI
Sample Name Dr.A Bisai-SB7-177 Instrument micrOTOF-Q Il 10330
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Focus Not active Set Capillary 4500 vV Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset  -500 V Set Dry Gas 7.0 l/min
Scan End 3000 m/z Set Collision Cell RF 600.0 Vpp Set Divert Valve Waste
In(ensé_ Dr.A.Bisai-SB7-177_1-A,7_01_4873.d: TIC +AllMS
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Dr.A.Bisai-SB7-177_1-A,7_01_4873.d: UV Chromatogram, 200-400 nm|
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|ntens4,1 +MS, 3.6-3.7min #(213-221)
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27 431.1978

453.1784
04— i " . § & i

430 435 440 445 450 " 455 "460 465 miz

Intens.{ +MS, 3.6-3.7min #(213-221),
453.1784

6000+

4000+ 455.1937

20004 4541817

C26H26N204, M+nNa ,453.18

2000 453.1785

15001

1000+
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5004
455,1852

0 T T —— T r T T T
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Bruker Compass DataAnalysis 4.0 "~ printed:  1/6/2016 5:01:03 PM T Page 1 of 1

Scanned copy of mass spectrum of (16a)
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___ Display Report

Analysis Info Acquisition Date  1/6/2016 3:41:21 PM
Analysis Name  D:\Data\user data\2016\JAN-2016\08-JAN-2016\Dr.A.Bisai-SB7-178_1-A 8_01_4874.d

Method

HRLCMS-20 Sept tune wide.m Operator RUCHI

Sample Name  Dr.A.Bisai-SB7-178 Instrument micrOTOF-Q Il 10330

Comment

Actil:lisition'P;rameter

Source Type
Focus

Scan Begin
Scan End

ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Not active Set Capillary 4500 V Set Dry Heater 200 °C
50 m/z Set End Plate Offset  -500 V Set Dry Gas 7.0 Vimin
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Set Nebulizer

Set Dry Gas

Set Dry Heater

Set Divert Valve

4/12/2016 3:21:16 PM

D:\Data\user data\2016\April 2016\12-04-2016\Dr A Bisai-SB4-135_1-C,8_01_5850.d
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Bruker Compass DataAnalysis 4.0 ~printed: 4/13/2016 10:17:47 AM

Scanned copy of mass spectrum of (10c)
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Display Report

Analysis Info Acquisition Date  18-04-2016 13:24:50
Analysis Name  F:\2016\April 2016418-04-2016\Dr.A.Bisai-KNB-01-069_1-A,5_01_5882.d

Method HRLCMS-20 Sept tune wide.m Operator DIMPLE

Sample Name  Dr.A.Bisai-KNB-01-069 Instrument micrOTOF-Q I 10330
Comment

Acquisition Parameter

Source Type ESI lan Polarity Paositive Set Nebulizer 1.2 Bar
Focus Not active Set Capillary 4500 vV Set Dry Heater 200°C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 7.0 I/min
Scan End 3000 m/z Set Collision Cell RF  600.0 Vpp Set Divert Valve Waste

Intens Dr.A.Bisai-KNB-01-069_1-A,5_01_5882.d: TIC +All MS

x108
0.8 1
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0.2

/ “ .
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[mAU)]
x10%
0.0

-0.5
101
-1.5 .

0 1 2 3 4 5 6 7 8 9 Time [min]

200 220 240 260 280 390 320 340 360 Wavelength [nm]
Intens. 1 UV, 4.54.7min #(2667-2764),
[mAU]

754
50
25

0
Intens . +MS, 4.5-4.7min #(269-277)
[%L 364.0562 |
75 5
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| L
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75 i
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0t T T T s T T T r ' .
453.0 453.5 454.0 4545 455.0 455.5 456.0 458.5 457.0 457.5 mfz

Bruker Compass DataAnalysis 4.0 printed:  30-11-2017 12:37:14 Page 1 of 1

Scanned copy of mass spectrum of (8a)
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Display Report

Analysis Info Acquisition Date ~ 4/12/2016 3:00.57 PM
Analysis Name  D:\Data\user data\2016\April 2016\12-04-2016\Dr.A.Bisai-SB4-136_1-C,6_01_5848d -

Method HRLCMS-20 Sept tune wide.m Operator DIMPLE

Sample Name Dr.A.Bisai-SB4-136 Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Sel Nebulizer 1.2 Bar
Focus Not active Set Capillary 4500 vV Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 7.0 I/min
Scan End 3000 m/z Set Collision Cell RF 600.0 Vpp Set Divert Valve Waste

Inlense.z Dr.A.Bisai-SB4-136_1-C 6_01_5848.d: TIC +All MS
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Bruker Compass DataAnalysis 40  printed:  4/13/2016 10:21:02 AM " Page 10f1

Scanned copy of mass spectrum of (8b)
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Display Report

Analysis Info Acquisition Date  4/13/2016 2:18:03 PM
Analysis Name  D:\Data\user data\2016\April 2016\13-04-201 6\Dr A Bisai-KNB-01-067_1-A,7_01_5875.d

Method HRLCMS-20 Sept tune wide.m Operator DIMPLE

Sample Name Dr.A.Bisai-KNB-01-067 Instrument micrOTOF-Q Il 10330
Comment

Acquisition Parameter

Source Type ESI lon Polarity Paositive Set Nebulizer 1.2 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 miz Set End Plate Offset -500 V Set Dry Gas 7.0 I/min
Scan End 3000 m/z Set Collision Cell RF 600.0 Vpp Set Divert Valve Waste
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Bruker Compass DataAnalysis 4.0 printed:  4/18/2016 3:28:51 PM ' Page 1 of 1

Scanned copy of mass spectrum of (8c)
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Display Report

Analysis Info

Analysis Name

Method HRLCMS-20 Sept tune wide.m
Sample Name Dr.A.Bisai-KNB-01-066
Comment

Acquisition Parameter
Source Type ESI
Focus Not active
Scan Begin 50 m/z
Scan End 3000 m/z

lon Polarity

Set Capillary

Set End Plate Offset
Set Collision Cell RF

Acquisition Date  4/13/2016 2:05:53 PM

D:\Data\user data\2016\April 2016\13-04-2016\Dr.A Bisai-KNB-01-066_1-A6_01_5874.d

DIMPLE
micrOTOF-Q Il 10330
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600.0 Vpp
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Bruker Compass DataAnalysis 4.0 printed:
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4/18/2016 3:27:31 PM Page 1 of 1

Scanned copy of mass spectrum of (+)-11b
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HPLC traces of compound (+)-11b:

Data File C:\CHEM32\1\DATA\SUBHAJIT\2014-83-25AB-KNB1-6866-IA-10-254-1-660.D

Sample Name: AB-KNB1-066-IA-10-254-1-60

DAD1 A, Sig=254,4 Ref=360,100 (SUBHAJIT\2014-03-25AB-KNB1-066-IA-10-254-1-60.D)
mAUé % §
200 Il “_
] | I
150 \‘ \ |“ \I
100—2 | ‘| \‘ |
] [ |
50 \‘ ‘L\ \‘I
o] B . NN o o -
R 25 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] %
e R R s s [-emee |
1 13.438 BB 0.3870 6626.07080 255.15839 49.4599
2 16.325 BB 0.4747 6770.77588 213.89705 50.5401
Totals : 1.33968e4 468.25543
Racemic

Data File C:\CHEM32\1\DATA\SUBHAJIT\SB7-188-IA-10-254-1-30.D
Sample Name: SB7-188-IA-10-254-1-30

DAD1 A, Sig=254,4 Ref=360,100 (SUBHAJIT\SB7-188-1A-10-254-1-30.D)
mAU ] % “
200—; i %@‘b'
150—? “ I‘ S
100—5 N “I I‘
] o? ‘
50 N
] . e /
o4+ N I \_ RJ/ \/\H‘\\k o~ \L//\;\ o //’ \
T 2‘.5 ‘ ‘ ‘5 o 7‘.5 ‘ 1‘0 T 12‘.5 T 1‘5 17.5 T 2‘0 ‘mir‘1
Peak RetTime Type Width Area Height Area
# [min] [min] [ mAU*s ] [mAU] %
e EEEEEEE e e [-ememe [<-me e [--mee |
1 14.102 MM 0.4203 799.80957 31.71591  8.9987
2 16.835 MM 0.5432 8088.24951 248.14471 91.0013
Totals 8888.065988 279.86062

Enantiopure

S54
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Display Report

Analysis Info Acquisition Date  4/18/2016 1:36:58 PM
Analysis Name  D:\Dataluser data\2016\April 2016\18-04-2016\Dr.A.Bisai-KNB-01-71_1-A 6_01_5883.d

Method HRLCMS-20 Sept tune wide.m Operator DIMPLE

Sample Name Dr.A Bisai-KNB-01-71 Instrument micrOTOF-Q If 10330
Comment .

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset  -500 V Set Dry Gas 7.0 l/min
Scan End 3000 m/z Set Collision Cell RF 600.0 Vpp Set Divert Valve Waste
Intens. ] Dr.ABisai-KNB-01-71_1-A.6_01_5883.d: TIC +All MS
x108 6"6
1.0 "
Al f
057 —pth I
e 7\ -0 Dr A Bisa-KNB-01-71_1-A.6_01_5883.d. UV Chromatogram, 200-400 nm
[MAU] -~
x104] 0 CC
04 ‘
0 ' 2 . 4 6 8 10 Time [min]
200 220 240 260 280 . 300 320 340 360 Wavelength [nm]
Intens. UV, 3.9-4.1min #(2302-2418),
[rnAUh
200
Uﬁ
Intens[ +MS, 3.9-4.1min #(232-243)
x104: 406.0347
5] 484.0760
0l : / o , u , ‘ L 663.4568 ,
300 /350 400 450 500 550 600 650 700 miz
Inlens4: ’ . +MS, 3.9-4.1min #(232-243)
x10 )
20— SOAIEE 486.0737
1.54
1.0
0.5] 485.0791 487.0766
00 488.0802
] C22H24BrNOS5, M+nNa ,484.07
20001 484.0730 486.0711
1500
10007
5001 485.0764 487.0743
0 488.0777
4835 484.0 4845 4850 4855 486.0 486.5 4870 4875 488.0 4885 miz
Bruker Compass DataAnalysis 40 © printed:  4/18/2016 3:41:22 PM Page 1 of 1

Scanned copy of mass spectrum of (+)-11a
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HPLC traces of compound (+)-11a:

Data File C:\CHEM32\1\DATA\SUBHAJIT\SB7-210-IA-10-1-254-60.D
Sample Name: SB7-210-IA-10-1-254-60

DAD1 A, Sig=254,4 Ref=360,100 (SUBHAJIT\SB7-210-1A-10-1-254-60.D)
"0 % 3
300 I o
250 [ ‘f\.‘
200 | [
150 [ [
100 f “ ‘ |
0 _ R N S x\‘ o g L/-‘ N “ 7\7;3“ o
-50 T T T T T T T T T .
2 4 6 8 10 12 14 16 18 min|
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU ] %
e B R e |- om e [<-mmeme e | --me
1 9.710 BB 0.3107 7849.70459 396.89224 50.2048
2 12.084 BB 0.3917 7785.66992 295.22726 49.7952
Totals 1.56354e4 692.11951
Racemic

Data File C:\CHEM32\1\DATA\SUBHAJIT\SB7-209-IA-10-1-254-60.D

Sample Name: SB7-209-IA-10-1-254-60

DAD1 A, Sig=254.4 Ref=360,100 (SUBHAJIT\SB7-209-1A-10-1-254-60.D)
mAU & r},-Q‘b
zzz L
200 |“ ?\‘
150 ,(\‘30 “‘ “"
100 S [
50 A\ :’}? ‘?S \‘“ “"“‘
0 R N _/\/\,‘j ‘V\; - 4-/;. ,\‘s,\\ . LI \: -
2 4 5 & 10 12 14 16 18 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
e R R e [ -mmem e [-omm e [--ome e
1 9.729 MM ©.3159 1175.11914 62.00706 11.0681
2 12.171 MM 0.4521 9442.07715 348.08295 88.9319
Totals 1.06172e4  410.09001

Enantiopure
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'H NMR (400 MHz, CDCls) of (+)-11c
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Display Report

Analysis Info Acquisition Date  4/18/2016 1:00:28 PM
Analysis Name  D:\Data\user data\2016\April 2016118-04-2016\Dr A.Bisai-KNB-01-068_1-A 4_01_5880.d

Method HRLCMS-20 Sept tune wide.m Operator DIMPLE

Sample Name  Dr A.Bisai-KNB-01-068 ' Instrument micrOTOF-Q II 10330
Comment ‘

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 1.2 Bar
Focus Not active Set Capillary 4500 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate Offset -500 V Set Dry Gas 7.0 l/min
Scan End 3000 m/z Set Collision Cell RF 600.0 Vpp Set Divert Valve Waste

Intens.
x106
1.0

054 -

Dr.A Bisai-KNB-01-068_1-A 4_01_5880.d: TIC +All MS

Intdhd T
[mAUR
X104

Dr.A.Bisai-KNB-01-068_1-A,4_01_5880.d: UV Chromatogram, 200-400 nm|

n

0 2 4 6 8 10 Time [min)

200 ‘ 2?0 ) 2110 26“)0 280 . 3(])0 32|0 3!}0 360 Wavelength an]

Intens. UV, 4.0-4 2min #(2385-7466),

Intens. +MS, 4.0-4 1min #(240-247)

x1057 4240572

546 0896
466.0473 L 594.1589

350 400 450 500 550 600 650

miz

Intens.{ +MS, 4.0-4 1min #(240-247)

104
] 544.0020 546.0896

1] 545.0932 547.0902
0 543.1396 /\ 548.0943

546
20001 544.0941 0922

1500
1000

5001 545.0975 547.0955

548.0988
VAN

C24H28BrNO7, M+nNa ,544.09

)

543 544 545 546 547 548 549 550
Bruker Compass DataAnalysis 4.0 ' printed: 4/18/2016 3:35:20 PM Page 1 of 1

Scanned copy of mass spectrum of (+)-11c
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HPLC traces of compound (+)-11c:

Data File C:\CHEM32\1\DATA\SUBHAJIT\KNB-01-068-IA-15-254-1-30.D
Sample Name: KNB-©1-068-IA-15-254-1-30

DAD1 A, Sig=254.4 Ref=360,100 (SUBHAJIT\KNB-01-068-1A-15-254-1-30.D)
mAU 2 <L
; 2 g
150 I i
125—; [ ,‘“\
o
75 [ (|
50 I “ “ a
253 A - a
R oy N NN - N I
-254 “\’_" - ‘ 1 |‘ — — ‘\ — ;f
2 2 6 8 10 12 14_min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU ] %
S EESEE [<-mfemm e [--emeemee s <= mmeee
1 6.349 BB 0.2381 3264.98999 204.68718 49.6223
2 7.646 BB 0.2748 3314.69849 180.06126 50.3777
Totals 6579.68848 384.74844
Racemic

Data File C:\CHEM32\1\DATA\SUBHAJIT\SB-07-201-IA-15-254-1-30.D

Sample Name: SB-07-201-IA-15-254-1-30

DAD1 A, Sig=254 4 Ref=360,100 (SUBHAJIT\SB-07-201-1A-15-254-1-30.D)
mAU 3 N
1200 ﬁ 65{,\(@
1000 S
800 | "‘
600; o ‘I “‘.
400—; ) %v@rbf\?tb ;‘
200 E \_ /’f\ | \\
04— — — ~— s ~ - S
‘ 2 O T T T i
Peak RetTime Type Width Area Height Area
# [min] [min] [ mAU*s ] [mAU] %
el EESEEEE B et e R R |
1 6.349 MM 0.2436 2282.99658 156.16652  7.6936
2 7.638 MM ©0.3253 2.73908e4 1403.34412 92.3064
Totals 2.96738e4 1559.51064

Enantiopure
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