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Data File D:\DATA\DKM2014130102014000000:D

Sample Name: DKM-DSR-PH 230

Abqf Opefatdr
. Acqg. Instrument
Injection Date

: Acqg. MethHod'

" Last changed
Analysis iMethod
Last changed
Method Irfo:

. : V.RAJESH

Instrument 1

:710{30/2014 11:33:

‘D: \METHODS\LCM.m
:°10/30/2014 11:31
: .D:\METHODS\LCM.m
:-11/10/2014 11:06

:COLUMN:ATLANTIS C18,4.6 X 150MM 5U

43 AM-

Seq. Line :
Location :
Inj :

Inj Volume :

:48 AM by V.RAJESH

:17 AM by V.RAJESH

MOBILE PHASE:80% ACN IN WATER(0.1% F.A)

.DECTION:210NM

FLOWRATE: 1ML/MIN

1
Vial 31 :

20 pl

mAU
250 !

2004
150 -

1004

Dm1 A, Sig=210,16 Ref=off (IjKM2014\301 02014000000.0)

-]
n

Ph\w’\1:i:rf~\§?

™~ !
5 :
& |
T = 2
i
|
— — — |
8 10 12 14 _min
Area Percenf Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Diluticon Factor with ISTDs
Signal 1: DAD1 A, Sig=210,16 Ref=0off
Peak RetTime Type Width Area Height Area
# - [min] [min] . [MAU*s] [mAU] % .
e e e e ma—— R |======== !
1 5.959 BB 0.1699 3063.78369 266.95361 99.4472
2 7.312 BB 0.1906 17.03193 1.33744 0.5528
Totals 3080.81563  268.29105 )
*** End of Report ***
Page i of 1

Instrument 1 '11/10/2014 11:08:33 AM V.RAJESH

HPLC of compound 2
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2D 'H NOE of 4 (500 MHz, CDCl5)
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13C NMR of 2a (75 MHz, CDCl)
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Data Fille D:\DATA\DKM2014\03012014000004.D
Sample Name: :DKM-DL-CYC-2 246

Page |16

“‘Beq. Operator - : V.RAJESH
Acg.. Instrument : Instrument 1 {
: Ihjection Date 1/3/2014. 12:16:33 P

: .D: \METHODS\LCM.m
1/3/2014: 12:36:29 PM by V.RAJESH
D: \METHODS\DATURA .m
;. 1/3/2014 12:44:04 PM by V.RAJESH
¢ COLUMN:ATLANTIS C181 50 X4.6MM, 5U
MOBILEPHASE:70% ACN IN H20 (0.1 F.A)
FLOWRATE : 1. OML/MIN
DETECTION: 210NM

- Acg.. Method:

Last changed :
" Analysis iMethod :
" Last changed @ :
- Method Info:

:SEmple Iﬁfo‘

Location :

Inj Volume :

Vial 22

20 pl

DADT A, Sig=2104 Ref=off (DKM2014\03012014000004 D)
2 = x . ; H o ‘
fat : 3 6‘9«
P ,h\ *
&
1 & 6
300 ° Bno’\QJM
200
1100 -
0- ]
+100
N B S . . —————— e —
0! 5 10 15 20 min
Area Percent Report
Sorﬂed By P Signal
‘ Multiplier @ . . = : 1.0000
. Dilution : ] - 1.0000
- Use Multiplier & Dilution Factor with ISTDs L
e ; : 7.
. : ‘o
Signal 1: DADL A, Sig=210,4 Ref=off
: Peak RetTime Type Width Area Height Area
# [min] [min] - [MAU*s] (mAU] %
il R Ly P | =mmmmmmmem R [=mmmmmmm |
© LI 6.470 MM 0.1884 4167.06836 368.72510 96.4926
2 7.908 MM  0.2983 151.46640 8.46200 3.5074
| Totals : 4318.53476 377.18710
Instrument 1:1/3/2014 12:44:13 PM V.RAJESH Page 1 of 2

HPLC of compound 2a
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" Display Report - Selected Window Selected Analysis

"~ Analysis Name:  03012014000004.0

Method: LEM.M
Sample Name: DKM-DL-CYC-2 246
Analysis Info:

Instrument: LC-MSD-Trap-SL

- Operator:- - SARMA

""" print Date: 1/3/2014  12:49:14 PM
Acq. Date: 1/3/2014 12:16:52 PM

+MS, 6.4min #341, Background Subtracted|

Intens.
x105

2.01

269.1

1.5] Bno” O

1.0] 2471

0.5

211.2
1151
129.1
812 1051 169.1183.1 | 1A 299.2 3632 440.2

o. . Wil o+ N ol
x1 +MS, 7.9min #429, Background Subtracted

3

269.1
Nn
dl
2472
211.2 ;‘F 259.1 r ) 5.4 391.1 416.2 ‘
P N L L . T e 00, PO . L NN..... BN o PO, | OO .. _
100 150 200 250 300 350 400 450 mfz

MSD Trap Report v 4 (A4-Opt2) Page 10of 1 Agilent Technologies

LC-MS of compound 2a
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135.451

" 134.084
129.456
~127.535

116,308

75.887

62.904

61.524

37.951

~32.987

32,000

i
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27,050
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Data File D:\DATA\DKM2014\22102014000002.D

Sample Name: .DKM-BKR-TBDB 436

.Acq. Operator. :
- Acgy, Instrument
Injedtion Date .

- Acqg. Method
Last changed

Analysis ‘Method :

 Last changed
- Method Info.

: V.RAJESH: f Seq. Line : 1 .
: -Instrument 1 : Location : Vial 32 .

10/22/2014 10:46:50 Inj : 1

i Inj Volume : 20 pl
D:\METHODS\LCM.m

: 10/22/2014 10:59:19 AM by V.RAJESH

D:\METHODS\LCM.m
10/22/2014 10:05:22 AM by V.RAJESH

: 'COLUMN:ATLANTIS C18,4.6 X 150MM, 50
‘MOBILEPHASE:80% ACN IN WATER(0.1% F.A)

'DECTION:210NM
:FLOWRATE: IML/MIN

Page |22

[ : D:AD1 A, 5ig=210,16 Ref=off (DKM2014\22102014000002.D)

mAU 1 .
20 ¢
100+
- 80
60
. 40 égr
e 8 :
20 2t : )
: 18 : ©
1. l; ! &
0+ 2 -l

2
«
~
i

-20
s . e S e
0 5 10 15 25 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution: : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1i DAD1 A, Sig=210,16 Ref=off
Peak RetTime Type Width Area Height Area
$#: [min]: [min] [mAU*s] [mAU] %
et [ vttt vty | gosmseenes [===mmmm— | === |
1 2.513 MM 0.0933 84.62338 15.13111 7.0739
2 3.158 BB 0.1124 8.84328 ©1.22229 0.7392
3 9.986 BB 0.2119  14.44650 - 1.00388  1.2076 i
4 17.379 BB 0.3892 1088.36340 42.71683 90,9792 on
Totals : . 1196.27657 60.05410
«%% End of Report ***
Instrument 1:10/22/2014 11:16:22 AM V.RAJESH Page 1 of 1

HPLC of compound 2¢
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‘Display Report - Selected Window Selected Analysis

Analysis Name: 22102014000002.D

" Instrument: LC-MSD-Trap-SL

© 77 Print Date: 10/22/201 11:17:51

LC-MS of compound 2¢

MSD Trap Report v 4 (A4-Opt2)

- Method: - LEM.M- .- Operator: - SARMA - Acq. Date: 10/22/2014A04:47:13 - - -
Sample Name: DKM-BKR-TBDB 436 G A .
Analysis Info:

_::w:mm.. +MS, 17.3min #1178, Background Subtracted
x10 i R Al Brosils b ke bt o
459.3

1.5

359.3
1.0
0.54
163.3
437.3
» waﬁ _—
| . — _ﬁmmmn 3013
) 400.7 588.6 733,

00 ,mﬂ_#f,_ ikt Rk aad il F.:...%_.tmmwa A ORI - e AU P ]
100 200 300 400 500 600 700 800 m/z
Tmﬂm 1of1l ' Agilent Technologies
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bData File D:\DATA\DKM2014\30102014000003.D
Sample MName: :DKM-DSR-BN 274

.Abq.'Opefatqr

Pace 126

© 1+ V.RAJESH: Seq. Line
Acg. Instrument : Instrument 1 Location
Injection Date 10/30/2014-12:23:50 PM Inj
: : L g Inj Volume
Acq.. Method - ‘D: \METHODS\LCM.m :
Last changed 10/30/2014 12:21:45 PM by V.RAJESH

Analysis Method :

Last changed
Method Info

:D: \METHODS\LCM.m

::11/10/2014 11:06:17 AM by V.RAJESH

: .COLUMN:ATLANTIS C18,4.6 X 150MM 50
‘MOBILE PHASE:80% ACN IN WATER(0.1% F.3)

‘DECTION:210NM

‘FLOWRATE: 1ML/MIN

i 1

: Vial 32
3 1

: 20 pl

DADT A, Sig=210,16 Ref=off (DKM2014\30102014000003.D)

[+:]
N
w ; fb,\

@

Bno/\/\(o';r\/

: 10 12 14 min
Area Percené Report
Sorted By z :  Signal
Multiplier 1.0000
" Dilution: i 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD1 A, Sig=210,16 Ref=off
Peak RetTime Type - Width Area Height Area
# [min] [min] [mAU*s] [mAD] %
o il iy = | me——— ittt et | === | === |
1 3.091 MM 0.0962 143.03712 24.77896 1.7237
2 3.322 MM 0.1974 53.99820 4.55960 0.6507
3 5.659 MM 0.1844 8101.28857 732.35425 97.6256
Totals 8298.32390 761.69281
*** End of Report ***
Instrument 1:11/10/2014 11:06:23 AM V.RAJESH Page 1 of 1

HPLC of compound 2d
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Display Report = Selected Window Selected Analysis

Analysis Name: - -30102014000003.0
Method:- -LCM:M e
Sample Name: DKM-DSR-BN 274
Analysis Info:

- Instrument: LC-MSD-Trap-SL

- - Operator: - SARMA B : <o Acq. Dates:

PM

©0 7T Print Dater11/10/201 11:07:37
40/30/2014A4:24:27-

Intens.
x106

1.50
A.Nmm
1.00

0.751
0.50

0.25

124.2

0.004 AN T e

2472 2753

ru_.-._l

297.3

BnO

) | R o

+MS, 5.6min #479

100 T 200

T — :w,w 167.3 207.2

300 a0 800

MSD Trap Report v 4 (A4-Opt2)

Page 1o0of1

-4+ Agilent Technolfogies

LC-MS of compound 2d
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- -135.451
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T--129.285

—116.305
T ——113.691

72671
70,654
T -68.068
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. SHIMADZU

.ﬂm LabSolutions

Sample Code

Data File :
Method :
Injection Volume
Date Acquired :
Report File :

IICT-NPL
LC-MS DATA REPORT (IICT-NPL)

PMBo\/U\/

BKP-290
071015....6.1cd

LC-MS Lab Method.lcm
20

10/7/2015 11:45:09 AM
LC-MS Data Report.lsr

Chromatographic
Conditions : Column: Phenosphere ODS (2) (250 X 4.6mm, 5.0 u)
Mobile Phase: 70% MeOH in 0.1% FA, 1.0 mL/min
Chromatogram
mAU
[ - '?' B PDA Multi I 225nm, 4nm
50 i
|
I
|1
1
25| o

Oi——Vﬁ———A——\J) T e e T

1
| |
|
|
\

f

¥ ™

. . . . = S

0 5 10
min
Peak Table
PDA Chl 225nm
Peak# [Ret. Time|Peak Start] Peak End Area Areak
1 10.222 9,557 11.072 124141 98.723
p. 11.612 11.072 12.160 1605 1,277
Total 125746 100,000
Q1 Scan Positive+
$If$ (SpPrTab==SpPrTab) Spectrum Mode:Averaged 9.960-10.693(3985-4278)
BG Mode:Averaged 3.063-9,760(1226-3905)
7000003 - o % - T
600000 I
500000 ‘
400000-; '
300000- ‘
200000- | 5
100000- i
R B e : : T .
225 250 275 300 325 350 375 400 425
n/z
Q1 Scan Positive+
$I1f$ (SpPrTab==SpPrTab)Spectrum Mode:Averaged 11.260-12.025(4505-4811)
BG Mode:Averaged 12.193-20.255(4878-8103) ;
30000{A o 5 T
il
4 2 ‘
20000 [
E |
100004 §
1 1
225 250 275 300 325 350 375 400 425
m/z

LC-MS REPORT

HPLC of compound 2e

30
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135306

———116.367

—--71.624
T—71.421
———-64.816

———37.557

——-—29.637
e T29.005
T 26.735
25855
18171

——-5.324
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159.033

135.364

130.613
T TT-129.307

’’’’ 116.330
— — 113.687

E—— 73.716

T 72782
- -68.592
T 67.251

55216

40.080

-32.980
-——30.335

— 26731
25,681

— 16727



2 SHIMADZU - "
... LabSolutions LC-MS DATA REPOR’I‘ (IICT-NPL)

Page |35

HCT-NPL

Sample Code : DKM-BKP-304 PMBO e o
Data File : 131015.2.1cd

Method : LC-MS Lab Method.lcm ‘wz’\TL\g:]’f\\/’
Injection Volume : 20 w

Date Acquired : 10/13/2015 11:20:16 aM

Report File : LC-MS Data Report.lsr

Chromatographic

Conditions : Column: Atlantis C18 (150 X4.6mm, 5.0u)

Mobile Phase: 75% MeOH in 0.1% FA
Flowrate: 1.0 mL/min

Chromatogram
mAU
> &ﬂ
R
| A N
ol g en
] !
1 |
—lO»‘ i
-15 i
| ey . [ T o A . R el
0 5 10 15
min
Peak Table
PDA Chl 210nm
Peak# |Ret. Time|Peak Start| Peak End Area Area%
462 10.869 12.085 147913 86.579
12.245 12.085 12.704 5239 3.421
Totall 153152 100.000
Q1 Scan Positive+
$If$ (SpPrTab==SpPrTab) Spectrum Mode:Averaged 10.887-11.873(6533-7125)
BG Mode:Averaged 1.085-10.788(652-6474)
BT S —— “,,,,“»~,1{u444h774..
400000
300000 i
3 i
200000 i
100000- | i
; i i
T T T [T T G i | il I e
225 250 275 300 325 350 375 400 425
m/z
Q1 Scan Positive+
$If$(SpPrTab==SpPrTab}Spectrum Mode:Averaged 11.873-12.498(7125-7500
BG Mode:Averaged 0,855-11.807(514-7085) k :
I, e e el e e
100000% [
|
j | ;
|
| | |
1. , | |
T T T L 7)Y A gy o e oy g e e 7
225 250 275 300 325 350 375 400 425
m/z

HPLC of compound 2g

LC-MS REPORT
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138.613

- - - 136.170

_ - —— 128279

- 127.578
127.405

— _ = — 116.278

5810

8810

—_— ~o 34908

" 34691
32,155
31.896

~-25.858
25,807
cmo 184028
17951

13C NMR of 2h (75 MHz, CDCl;)
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2 SHIMADZU lICT-NPL

..t LabSolutions

LC-MS DATA REPORT (IICT-NPL)

P

0.,
Sample Code : BKP-534 BnO & #
Data File : 061015....3.1cd
Method : LC-MS Lab Method.lcm
Injection Volume : 20 s OTBS
Date Acquired : 10/6/2015 7:31:06 PM OTBS
Report File ;: LC-MS Data Report.lsr
Chromatographic
Conditions : Column: Atlantis C18 (150 X 4.6mm, 5.0 u)
Mobile Phase: 95% ACN in 0,1% FA, 1.0 mL/min
Chromatogram
mAU
_7 ' ' T o o i '; ) PDA Multi 1 210nm, 4nm
50 |
(l
i :
[ i
il |
| . .! i
254 | | |
!\ ‘, |
| B |
|l I !
) A | YA |
04— NN | S - B ~ 4 T n RS SRR |
I et e e e |
0 5 10 15 20 25 30
min
Peak Table
PDA Chl 210nm
Peakfl [Ret. Time[Peak Start] Peak End Area Areat
1 17.706 16.821 18.795 1703390 90.202
2 13.256 18.795 20.267 185026 9.798
Totall 1888416 100.000
Ql Scan Positive+

$1f$ (SpPrTab==SpPrTab) Spectrum Mode:Averaged 17.300-18.288(6921-7316)
BG Mode:Averaged 5.195-17.,235(2079-6895)

50000

Q1 Scan

Positive+

Ll

e
525 550 575

i e )
600 625

650 675
n/z

$If$ (SpPrTab==SpPrTab) Spectrum Mode:Averaged 18.945-19.470(7579-7789)

BG Mode:Averaged 19.470-33.090(7789-13237)

10000~

882

T U
450 475

HPLC of compound 2h

N |

T
500 525 550 575

600

LC-MS REPORT
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H NMR of 2i (300 MHz, CDCl)
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@ = ; LC-MS DATA REPORT (IICT-NPL)
.58 LabSolutions _
Sample Code : BKP-564 O..
Data File : 061015....5.1cd BnO
Method : LC-MS Lab Method.lcm ; 3
Injection Volume : 20 BnO" “OBn
Date Acquired : 10/6/2015 8:52:27 PM
Report File : LC-MS Data Report.lsr OBn
Chromatographic
Conditions : Column: Atlantis C18 (150 X 4.6mm, 5.0 u)
Mobile Phase: 95% ACN in 0.1% FA, 1.0 mL/min
Chromatogram
mAU
'-IT’ o 7T T ppAa Multi 1 210nm, 4nm
i
|
500- ‘
|
, i |
250 I |
M :
JlN
0 N J f’\- ” AR SR v e L S SN, |
- T : o |
0 5 10 15 20
min
Peak Table
PDA Chl 210nm
Peak#f [Ret. TimelPeak Start] Peak End Area Area%
1 3.963 . 659 4,245 5197973 92.271
2 4.356 4.245 4.917 435425 7.729
Total 5633398 100.000
Ql Scan Positive+
$If$(SpPrTab==5pPrTab)Spectrum Mode:Averaged 3.828-4.105(1532-1643)
BG Mode:Averaged 1.873-3.810(750-1525)
— S e o s oo b o
600003 |
1
50000 !
40000 i [
30000 i |
20000 ! & i
10000- [i ¥
R e M K ——— S
475 500 525 550 575 600 625 650 675
m/z
Ql Scan ' Positive+
$I£$ (SpPrTab==SpPrTab) Spectrum Mode:Averaged 4.193-4.418(1678-1768)
BG Mode:Averaged 1.975-4.140(791-1657)
30000 §
20000 | '
10000+ 3
- I |
T T T T =Y e L A | T ‘
475 500 525 550 57% €600 625 650 675

HPLC of compound 2k
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H NMR of 15 (300 MHz, CDCl;)
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