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HPLC purity determination:

The percentage purity of compounds were determined by an Agilent 1100 series HPLC system using
C18 column.

Elution conditions: Mobile phase A-Acetonitrile; Mobile phase B-Water containing 0.1% formic
acid + 10 mmol NH4OAc. The flow-rate was 0.2 ml/min and the injection volume was 5 ul. The
system operated at 25 °C. Peaks were detected at 210 nm.

Table 1. Elution condition

Time (min) Mobile Phase A (ratio) | Mobile Phase B (ratio)
0 10 90
45 90 10
50 10 90
60 10 90

Table 2. Purity of compounds 6-12
C18 column: Agilent ZORBAX Eclipse XDB-C18 5um. 4.6 mm x 150 mm column

Compounds Retention time (min) % Purity
6 34.94 99.82
7 36.37 100.00
8 21.43 95.42
9 33.16 99.87
10 30.61 100.00
11 33.77 92.67
12 43.40 98.50
13 39.96 98.72
14 4451 100.00
15 45.18 99.85
16 42.80 100.00
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HRMS data for compound 6
===={ Elemental Composition ] Page: 1
Data : 200906645 Date : 15-Cct-2009 10:58
Sample: 8-723
Noke @ -
Inlet : Dirxect Ion Mode : EI+
RT : 0.74 nin Scan#: 33
Elements : € 21/0, H 1%/0, O &/, K 2/0, 5 1/0
Mass Tolerance : 1000ppm, 3mnu if wm/z < 3, Swmu if m/fz = 5
Unsgaturation {(U.5.} : -0.5 - 30.0
Cbserved m/z Int% Err[ppm / mmu] U.5. Composition
378.1216 100.0 +0.0 / +0Q.0 14.0 C 21 H 18 O 5 N 2
HRMS data for compound 7
Elemental Composition ] Page: 1
E[Jata : 201010173 Date : 24-Aug-2010 17:08
Sample: 8-996-2
Note @ -
Inlet : Direct Ion Mode : EI+
RT : 1.62 min Scan#: 66
Elements : C 23/0, H 22/0, © 7/0, N 1/0 A
Mass Tolerancs : 1000ppm, Smm if w/z < 3, Swrwm if mfz = 5
Unsaturation (17.8.) : -1.0 - 25.0
Chaerved m/z Intd  Errlppm / mmul U.S. Composition
377..263 16.3 -0.2 / -0.1 14.0 C 22 H 1% Q5N
HRMS data for compound 8
[ Elemental Composition | Page: 1
Data : 201010165 Date : 21-Aug-2010 20:38
Sample: 8-983
Note : -
Inlet : Direct Ion Mode : EI+
RT : 0.21 min Scan#: 12
Elements : C 21/0, H 24/0, C 6/0, N 3/0
Mass Tolerance : L0CCppm, 3mmu if mfz < 3, Smu if mfz » &
Unsaturation (J.8.) : -1.0 - 25.C
Observed m/z Intks Erxr(ppm / wmul U.8. Composition
396.1323 62.5 «0.3 / +0.1 13.0 C 21 H20C 6 N 2
HRMS data for compound 9
.. [ Elemental Composition ] FPage: 1
Data : 200906551 Date : 25-8ep-2009% 17:27
Sample: 5-823
MNote : -
Inlet : Direct Ion Mode : EI+
RT : ©0.79% min Scan#: 233
Elements : ¢ 26/0, H 25/0, ¢ 6/0, N 2/0, I 1/C
Mass Tolerance : 1000ppm, 3mmu if m/z « 3, Smom if mfz > 5
Unsaturation (U.8.] : -0.5 - 30.0

Observed m/z Intd Err [ppm / mou] J.8. Compositicn
435.1681 100.0 -0.2 / -0.1 14.0 C 2% H 25068 N
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HRMS data for compound 10

—

[ Theorstical Ion Distributieon |
Molecular Formula

Base Peax :

430.15258, Averaged MW

Page: 1
C25 H2Z 05 N2
{mf= 430_.1529, MW 430.4601,

430,4614(a),

U.s. 16.0)
4390,45621 {w)

INT

3.
.65586

Zz
430.152% 140
431.15&81 25.
432.158%
433.1616
434.1642
435.1658
435.165%4

a
0.
0
0

R R T L L T e T T T e
0611 kR#x*d kRt hhkrwdi

Dg91 **=

06B2

.0060
.0005

HRMS data for compound 11

T [ Elemental Compositicn ] Fage: 1
Data : 200806578 Date : Z5-Sep-2009 17:11
Sample: B-B&3
Note : -

Inlet : Direct Zon Mede :@ EI+
RT : 0.73 min Scan#: 35
Elements : C 26/0, H 24/0, O 6/0, N 1/0, T 1/0 _
Mass Tolerance 1000ppm, 3mmu if m/z < 3, Smmu if mfz = 5
Unsaturation (U.S5.) -0.5 - 30.0
Cheerved m/z Int% Err[ppm / mmul U.8. Composition
445 1526 22.0 +0.2 / +G.1 ls.C C 28 H 23 06N
HRMS data for compound 12
Elemental Composition | Page: 1
éata 20101C168 Date : 24-Aag-2C10 16:07
Sample: EB-1024
Note -
Inlet Direct Jon Mode : EI+
RT 0.23 min Scang: 12
Elements : C 27/¢, H 25/0, O 7/0, N 3/0 '
Mags Tolerance 1000ppm, 3mm if x/z < 3, Smmu if w/z = 5
Unzaturation {UJ.5.} -1.0 - 25.0
Cbgerved m/z Int%  Errlppm / mm] U.2. Compositoon
455, 1681 gz.1 -0.3 / -0.1 1.0 C27H 25 0 &N
HRMS data for compound 13
[ Elemental Composition ) Page: 1
Pata 201010171 Date : 2Z4-Aug-2010 16:33
Sample: B-1035
Note : -
Inlet : Direct Icn Mode : EI+
RT : 0.79 min Scanft: 44
Elementa : € 27/0, H 22/0, O 7/0, N 3/0

Mazg Tolerance

Unsaturation (U.S.)

Obgerved m/z Int%

454 .1527

4.4

1000ppm, 3mmu if m/z < 3, Smon if mfz » 5
-1.0 - 25.0

U.s.
18.0

Composition
C27TH22 0S8 N 2

Err[ppm / mmu]
-0.4 / -0.2
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HRMS data for compound 14

[ Elemental Composition ]

Data : 2010.0169 Date : 24-Ang-2010 26:12

Sample: 8-1034

Note @ - o

Inlet : Direct Ion Mode : EX+

RT : 1.12 min Scan#: 62

Elemencs : C 26/0, d 22/¢, O 5/2, N 3/3, F 1/0 .

Mass Tolerance . 100Cppm, 2mme if mfz < 3, Smmu if miz » 5

Unsaturation {(U.S.) : -1.0 - 25.0

Cbserved m/z Int¥  Er~(ppm / wrmu] U.5. Composition
447".148’4’lr 100.0 +0.5 / +0.2 16.0 C 26 H22068NTF

HRMS data for compound 15

[ Elemental Composition )

Data : 20101Clé6 Date : 24-Acg-2010 15:44

Sample: §-10C6

MNote : -

Inlet : Direct Ton Mode : EI+

ET : 0.99 min Scan#t: 50

Elements : C 26/0, H 21/0, O /0, N 1/0, F 3/0

Mzgs Tolerance : 1000ppm, 3mm if mfz < 3, Smmu if iz > 5

Unsaturation (U.5.) : -1.0 - 25.0¢

Observed m/z Int¥% Errppr / rma] U.8. Composition
465.1395 0.0 +0.4 / +0.2 16.0 C 26H2L0C5NF 2

HRMS data for compound 16

[ Elemental Conpogition ]

Data : 201010167 Date : 24-Aug-2010 15:53
Sample: 8-1022

Note = -

Inlet : Direct Ion Mode : EI+

RT : 0.32 min Scand#: 17

Elements : C 26/0, H 22/0, © 7/0, N 3/0

Mags Tolerance ¢ 1000ppm, 3mmu if mfz < 3, S if mfz = 5
Unmesaturation (U.S.) : -1.0 - 25.0

Cbgerved m/z Int% Errippm / mmu] U.5. Compoeiticn

474.1426 100.0 -0.3 / -0.1 17.0 C 26 H2207HN2

Page:

Page:

Page:

ESI-5
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'H Spectra for compound 6

Currert Data Parameters
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'H Spectra for compound 7

8-996-2/CDC13/1D-H
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'H Spectra for compound 8

8-9B3/CDCl13+CD3CD/1D~-H
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'H Spectra for compound 10
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'H Spectra for compound 11

ESI-11
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'H Spectra for compound 12

8-1024/CDC13/1D-H
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'H Spectra for compound 13
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'H Spectra for compound 14
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ESI-16
'H Spectra for compound 16
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3C Spectra for compound 6
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3C Spectra for compound 7
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3C Spectra for compound 8
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3C Spectra for compound 9
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3C Spectra for compound 10
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3C Spectra for compound 11
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3C Spectra for compound 12
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3C Spectra for compound 13
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3C Spectra for compound 14
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3C Spectra for compound 15
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3C Spectra for compound 16
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IR Spectra for compound 6
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IR Spectra for compound 7

PerkinElmer Spectrum Version 10,03.06
Monday, October 15, 2012 9:16 PM

Analyst Administrator
Date Monday, October 15, 2012 9:16 PM

244

Al
nn f N
AN : ||

—

P U Y P

%T
»
1

4 32433
2

1
4000

3500 3000 2500 2000 1500 1000 450
cm-1

Sample Name Description : ~ |Quality Checks e _
8-996-2 7 044 Fi? Administrator H I Wednesday, October 10 | The Quality Checks give rise to a Baseline Low warning
2012 for the sample.




