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3C NMR spectrum (Varian, 100 MHz) of compound 3a in CDCls



COSMIC DISCOVERIES @ ILS
HPLT AMALYSIS REPORT

Seq Line H 3
Injection Date : Frd, 12. Jul. 2013 Location ¢ Vial 43
Sample Hame : TLS/KSM/1=14 Ing. Ho. B 1
Acg Cperator : RRDHA Inj. Wel. 1 ul
Acg. Method ¢ Dehchem3251ADATANIZ20TL3MC 2013-07-12 18-37-53°\C-18  -»
Analysis Method : D:\CHEM3I2 002\1\METHODS\C-18 ASOBSO-GM.M
Method Info ! Column @ Symmetry C-18 75%4.6mm, 3.5pm

Mobile phase: A) 0.1% HOOOH in Water , B) ACHN {gradient
T/B%:0/50,1.0/50,6/98,10,/98,10.5/50, 12/50
Flow: 1.0 mi/fmin, Diluvent: ACHN:Water [90:10)
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Signali 1: DRD1 C, %ig=225,5 Ref=off

I Peakl RT I Area | Area % |
[ # 1 [miml | I [
I [~ [======-- [
I 1] 4,088 1.1727 0.032]
I 2 5,120 T.p281 0.214|
I 31 3620 4.588]| 0,128
I 4] B.1%6| 35841.971] 399.828)|

== === = = —

**¢ End of Report **+*
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BC NMR spectrum (Varian, 100 MHz) of compound 3b in CDCl;



COSMIC DISCOVERIES @ ILS
HELU AMALYS1S HEPORT

Seg Line : 8
Injection Date 1 Fri, 12, Jul. D13 Locat ion : Vial 48
Sample Mame ¢ ILS/KSM/1-23 Ini. No. : 1
Acqg ODparator i+ RADKA Inj. Val. 1 ul
Aog. Method 1 Dr\ehem3ZVINDATANIZATIIMC 2013-07-12 18-37-53\C-18 ->
Analysls Methed @ D:\CHEM32 O02%\1\METHODS\C~-L8 AS0B50-GM.M
Methed Info : Columnm ¢ Symmetry C-18 75%4. émm, 3. 5pm

Mobile chase: R) 0.1% BCOO4 in Water , B) ACH (gradient |
T/BY:0/50,1.0/50,6/%8, 20/93, 10, 5/50, 12/50
Floaw: 1.0 ml/min, Diluent: ACH:Water{30:10}

“DADT C, Sig=0255 Refwoll (1200 130 20713072 18-37-554 1207 12-008.0 - 1207 13MG 201 507-12 18-37-53

malk %
e O O ; |
N E
800 |
!
0 cl |
800 ;
]
I
400 |
i
[l
m- I.
z Eg 5 8 LB 5
B - . .H_ — "11' 1?_|,.. :'_.L._____ __|:I'|_____| [ —— P-| ———
_________ R y 6 8 10 min

Rignal 1: DADL <, Eigq—2325,8 Raf=aff

| ek | nr | Bres | Ares & |
I+ | [min] | | |
I I R | --———-—- I
| 1] 2.614 1.418] D090
I Z1 4.078 | 23,820 . 808 |
I 3| 4.414 L.e40 | D.033)
I 4] 4,841 | 3.513) 0,072
I 3| 53.658 | 3.5749] 0.175]
| B B HLYE| 4545, 4HY | EL |
I 7| TLOED) £.566) 0,052 |
I =1 G457 3.548 0.1%5]

=== = =5 L .

*** BEnd of BReport **+
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'H NMR (Varian, 400 MHz) spectrum of compound 3¢ in CDCl; + rotamers




L29¢b

o¥0'9tll
v8L 6L

69L¥2Cl

S89°92!
2087221

G8¥'82)
G06'82}

8E8IE}
GG5'8E}

966°6E}
88E2grl

88976891

W2

50

I
100

BC NMR spectrum (Varian, 100 MHz) of compound 3¢ in CDCl;

|
150




COSMIC DISCOVERIES @ 115
HPLC ANALYSIS REPORT

Seg Line : o
Injection Date : Fri, 12. Jul. 2013 Location : Vial 4%
Sample Name : ILS/KSM/1=-30 Inj. Ha. E 1
Aog Operateor + RADHA Inj. Vol. 1 pl
Areag. Methed + Pihvehem32AV1INDATEAIZO713MC 2013-07-17 TA-37-5340-18 =%
Analysis Method @ D:\CHEM3Z 0D2%1\METHODS\C—1% RS0B50-GM.M
Methad Info : Column ;0 Symmetry C=18 7544 émm, 3. 5pm

_ “DADT C, Big=235 5 Fel=lT (1207 13MC 201 3-07-12 18-37-53012071 3-009.0 - 12071300 30130712 159750
AL E
i
1003 - §
| {) |
; !
| m _ O .
I N |
500 - |
0 [
! |
400 - i
| _ |
1
i
200 i
! 1 |
| _' g § B
: 0+ — J.,_..'.'i, ﬂ,_.;' . S
L o 1] ﬁ _ i . 5 . EI- 'I’l:I min

Mobile phase: &) 0.1% HCOOH in Water , B} ACNH (gradient )
T/B%:0/50,1.0/50,6/506,10/9%,10.5/50,12/50
Flow: 1.0 mi/min, Diluent: ACK:Water (30:10)

sigmal  Li WAL C; 3ig=dib, b5 Ref=off

Peak| RT | Araa | Aresa % |
i F [min]l | | |
=== | === ———— f————-- |
1 4,068 41.4%6) 0.209)

2 4. R4R| 1.877 0,034

3 5.700] 1.695¢] 0.0371

4 G.262 451%.983] 90.019)

] B S R ok o e e e e sy e

*=+ End of Roporb #%#
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'H NMR (Varian, 400 MHz) spectrum of compound 3d in CDCl;
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Injection Date
Sample Name

Aog Operateor :
Aog. Method
Analysis Method
Metheod Info

! mAL ]
1750
]

1500 -

1280

COSMIC DISCOVERIES @ ILS
HPLC ANALYSIS REPORT

Seq Line H 1

: Fri, 12, Jul. 2013 Locatien : Wial 41
: ILS/RSM/1=31 Inj. Ho, ' 1
BADHA Inj. Vel. 1 ul

: D:\chem32\1N\DATANIZOTIIMC 2013-07-12 18-37-53%\C-18 -»

D:WCHEM32Z 00241 \METHODSAC-18 RASOBSD-GM.M

: Column 3 Symmetry C-18 75%4. &mm, 3. Spm

Mobile phage: A) 0.1% HCODH in Water , B) ACHM (gradient }
T/B%:0/50,1.0/50,6/98,10/98, 10,5/50, 12,/50
Flow: 1.0 ml/min, Diluent: ACH:Water{90:10)

2

e

1
c
1

Br

| Pea k] RT |
I 4 1 [min] |
[l B | ==
| 1] 6299
| 21 a.8111
| 2 6.935]|

S1g=225,5 Ref=off

Area | Area % |

*#*¥% End of Report ***
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'H NMR (Varian, 400 MHz) spectrum of compound 3e in CDCl;
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3C NMR spectrum (Varian, 100 MHz) of compound 3e in CDCl;
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COSMIC DISCOVERIES @ ILS

HPFLC AMALYSIS REFORT

Injection Date : Fci, 12, Jul., 2013
Sample MHame ILS/K35M/1-35

ficg COperator RADHA

Acg. Method
Bnalysiz Method

I

Seq Line
Location
Ind. Mo,

Irj. Vol
D chem32W LNCATRVLIZ0T13MC 2013-07-12 18-37-53\C-18 -
D:\CHEMI2 O02\I\METHADE\C-18 BS(BES0-GM.H

Method Info i Column : Synmetry C-18 75+%4. 6mr, 3. 5pm

Mobile phase: &) O.1& HOOOH in Water |

T/BR:0/50, 1.0/50,6/953, L0498, 10, 5/50,12/50

Flew: 1.0 ml/min,

miaLl -

oy

300 -

100 -

Diluent:

2

1]

ACM:RWater(20:10)

*DADT €, Sig=:Z5,5 Ref=oll (12071300 20 13-07-12 18-37-5501 2071 30060 - 1207 13MC 2095-01-14 16-37.55
-

5 .

Vial 45 *
N .

1 ul

By AIN (gradient )

figmal 1: CADY O, Sige225,5 Rof=oif

| BPaak| RT | Area | Rrea % |
SR [min] | | I
i R B L R T T |
11 3283 2.3141 0.101]
21 E kT 1.9111 a.nesi

il B.OR0D| T.2111 0.31¢]

il 6.211 ] 2283.627| 949.420|

3 G928 L.BBS] 0,082

* A Em ﬁf Repﬂl-t -
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'H NMR (Varian, 400 MHz) spectrum of compound 3f in CDCls
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BC NMR spectrum (Varian, 100 MHz) of compound 3f in CDCl;
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COSMIC DISCOVERIES B ILS
HPFLALC AMALYSIS REPORT

Seg Line H [
Injection Date : Fri, 12. Jul. 2013 Location : Wial 46
Sampie Hame : ILS/KSM/1=-3% Inj. No. H 1
Rrog Operator : RADHE Inj. Val., 1 pl
Acg. Method : Dzh\chem32W1NDATANIZ0T13ME 20130712 18-37-530\0-18 -»
Pnalysis Metheod : D:\CHEM32 002)\1WMETHODS\C-18 AS0B50-GM.M
Method Info : Column @ Symmetry C-18 75+*4,&mm, 3.55m

Mobhile phase: A) D.1% HOODH im Weter , B} ACH [gradient )
T/B%:0/50,1,0/50,6/28,1L0/95,10.5/50,12/50
Flow: 1.0 ml/min, Diluvent: RCM:Water(80:10)

"DADA C, Sige225 5 Reteall (120713MC 20130712 18-37-531 20743-006.0 - 120793MC 20120742 183753

4 -
rnALI_. F“:.|
] L=l
1 ;
a»1 .
|}
500 “li: i
400 | N ;
|
o H
300 - H
J i
4 Cl i
b o200 1
! j I
! il
1i 100 - 1]
. - . )
5 § & i
0l - m= e . B
-i T T T T
) 2 4 8 B 10 _min

Signal L: DADL C, Sig=Z225,5 Rel=off -

| Feak | ET | ALroa | Area % |
| # | [min] | | |
| = | = | e e | e |
| 1] 3,275 2,485 0.086|
| 21 4,973 2.505] 0,088
| 3 5. 060 | T.288| 0,256]
] 2| 6,774  2839.800| 99.570]

*** Tnd af Raporh +++
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"H NMR (Varian, 400 MHz) spectrum of compound 3g in CDCl;
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Injeeticn Date
Sample Name
Acg Operator
Acg. Method

Analysis Method :

Hethod Info

COSMIC DISCOVERIES @& ILE
HELC ANALYSIS REPORT

Seq Line : 4
i Fri, 12. Jul. 2013 Locat ion H Vial 44 o
: LL3/KSM/1-37 rj. We. 1 -
: RADHA Inj. Val. 1 w1

¢ Drhchem3ZZWIADATANIZ0TLIIMC 2013-07-12 18-37=-53\0-18 ->»

 Columm

D VCHEMIZ 002\1IAWMETHODS\C-18 RAS0OBS0=GM, M
Symmetry C=12 T&*4 &mm, 3. 5pm

Mobile phase: Al 0.1% HCOOOH in Water , B] ACM {gradient )
T/BER:0/50,1.0/50,6/98,10/98,10.5/50,12/50

Flow: 1.0 ml/min,

"DAD1 €, 5ig=228 5 Ref=off (12071 3MC 201 3-07-12 18-07-53020713004.0 - 12071300 2019-07-12 16-97-851

Diluent: ACN:Water (20:10)

meAsL) g
] |
BOO - i
706 | :
i |
&R0 -
. C :
N ﬁ
400 E
1 (0] !
300
cl |
200 - [
i il
] F
144 - - L
] a5 H
|:|_ S . X. F. prm— ]y e e L
0 2 i & 10 i
= =z ————— - = === =
Signal 1: DADR] C, S5ig=225,5 Refsoff
|Peak| BT | Area | Brea % |
1 & | [min] | I !
R B Jmmm e |- m——— |
| 1] 4,081 7.2511 0.199)
| 21 4,470 £.216] 0,143
[ 31 6.192 363%.728] 95,659
- . S S

w#** End of Report +++
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'H NMR (Varian, 400 MHz) spectrum of compound 3h in CDCl;
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BC NMR spectrum (Varian, 100 MHz) of compound 3h in CDCls
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Injecticn Date
Sample Hame :
Acg Operator
Bog. Method
Analysis Metheod :
Method Info

Al

250 -

150
10 -

50

: Column
Mobkile phase: A) 0.1% HOOOH in Water , B) ACN (gradient )

CO5MIC DISCOVERIES & TL3
HPLC ANALYSIS REPORT

O:\CHEM3Z 0025 1\METHODS\C-18 RSOESO0-CM.M
Symmetry C—18 75%4 . 6mm, 3. Spm

T/B%:0/50,1.0/50, 6/98,10/98, 10,5/50,12/50
Flew: 1.0 ml/min, Diluent: ACH:¥Water(90:10)

A

L=

Saq Line H 7

Fri, l2. Jul. 2013 Location VYial 47
ELS/HSM/1-38 Ing. Mo, 1

: RADHR Ind. val. 1 pl
: Divchem32\IADATRN1Z20TL3MC 2013-07-12 18-37-53%C-18 ==

"DADT A, 5ig=230,5 Refeoll (120713005 207130712 15-37-530120713-007 0 - 120713MC 2015-07-12 16-37-531

Signal 1: DAD1 A, S5ig=230,5 Ref=off

| Peak! RT |

| # b [min] |
=== === |-—
! i 6. 200
[ 2 6,259
I3 G.56%

Area | Area % |

1.738] d.lazy
E.R20] 0.124]
1217.5171 99.733]

#4# Fnd of Hapaore v
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'"H NMR (Varian, 400 MHz) spectrum of compound 3i in CDCl;
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Injection Date
Sample WHams
Acg Operator
Acg. Method

COSMIC DISCOVERIES @ ILS

HPLC ANALYSIS REPORT

Zeqg Line 2
: Fri, 12, Jul. 2013 Location Wial 42
i ILSSHSM/1-40 Inj. Ho. 1
: RADHA Inj. Vel. 1 pl

: Driohem32WINDATRN1Z20T715ME 2013-07-12 18-37-53%0-18 -3

Bnalysis Method
Method Infe

: D:NCHEM3Z 002WINMETHODSA\C-18 ASOBS0-GM.M

+

Column :  Symmetry C-18 75%4,émm, 3.5pm

Mobile phase: A} 0.1% HCOOH in Water , B] ACK (gradient }
T/BEY:0/50,1.0/50, 6798, 10/98, 10,5750, 12/50

Flow: 1.0 ml/min, Diluent: ACH:Water (90:10)

T OADT G, 5ig=225 5 Refeoff (12071 3MC 2013-07-12 18-37-530 2071 3-002.0 - 12071 3ME S0E07-13 VE3T-5
| mau
] -
| i ]
| te00- {
i - i
| 00 |
1]
- C
N I
F )/\Q |
i (0]
e CHs |
1 1
i
400 -| i
1 It
200 - il
i 88 8
n._? - - I ___ﬂ-_!“'-:;_r"fr.".. R S
i 1! - T T v T T
A S S 4 6 8 10 i
Gignal 1: DADl C, Sig=225,5 Ref=off
| Peak| BT | Area | Area % |
I & 1 [min] | | |
| =——=]————===== | mm———————a | === i
| 1] 5.188 7.125| C.097]
i 21 6.568 | 6.040] 0.082 |
[ 3 G.T48 | TILI.G2Y] 98520
I 4] 075 3.533] 0048 |
I Y 7.160] 3.840| D.052 |

s e e o e e e e e e e e e i

=== = =3 ——m i

**+ FEnd of Report ***
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'H NMR (Varian, 400 MHz) spectrum of compound 3j in CDCls
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C NMR spectrum (Varian, 100 MHz) of compound 3j in CDCl;
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CPRI B DRILS
HPLC ANARLYSIS BEEORT

Seq Line : 10
rniection Daze @ Tha, 12. Sep. 2013 Locatior vial 44
Sample Nams i IL3-KSM-1-453 Inj. Ho. : 1
Acg Operator 1 RAJHRE Ing. Wol. 0ol
Acg. Method : DeAvchenI2 WV INDATEAN 1T OG13-RAFT 3071 3-M3-11 16-13=318%0=18=
Analysis Method ; DivCHEM32 _002\LWMETHOLSWC-18 Z30BZ0-GH.M
Hethod Info : Column @ Symmetry C-18 7044, fom, 3. Do

Mobile phaze: A} 0.1% FA in Weter , B} ACH
T/3%:0/50,1/50, 6/98,12/98,13/50,15/50
Flow: 1.0 mlsmin, Diluent: ACHN:Water(S0:10}

*DACT C, Sp=2285 Ref=oll (110913-AP1 2013-09-11 19-13-30 7080 301 3.0 - 11081 4P 2013-08-11 161536
mALl #

—
.
.

- OO

1500 -

A0 -

AB36
8177
+B.783

8117

Signal L: DADL ©, Sig=#25,3 Reif=off

| Peak| RT | Area | Area % |
[ 4 1 ‘min] | I I
[ | i ot i | i [ e |
| 11 3,936 5.6588 | 0024
| Z1 5.L771 29,044 ULl
I 3 G.510] 138,792 1.111]
I 11 6,703 147.187| 0.867|
| a1 ToleZ| 16473.930| 96.%86|
| L1 B.1L7T 3,863 0.023]
| Ti @, 50 13E., 851 | 0.745)
! g 9,283 11.6826] 0.068|

Bl B e e e e e e e e e e e e e e e S T N B

- ol b 1 = e T T -

¥ew End of Report *+#
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"H NMR (Varian, 400 MHz) spectrum of compound 3k in CDCl;
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CERI @ DRILS
HFLC AMALYSIS REFORT

Seqg Line : k|
Injecticon Date : Thu, 12, Sap. 2013 Locztiorn : Wial &7
Sample Mame ! ILG-KSH-1-1& Inj. Ho. : L
ECqg Dperator ! RRDHR Ing. Val. 10 ul
hog. Method ¢ Drichem3Z5\LWDATAN1LI0913=-APT 2013-C9%-11 19-13-30%C-18->
finalysis Method @ D:WCHEHM3Z D0O27\1\METHOCS\C-18 AS0BZC-GH.M
Hethed Info P Coluwmn ¢ Symmetry ©-18 Ti*4. Gmm, 3. 5un

Moblile phase: B) 0.1% FA in Water , B) hCH
T/BE:O/50,1/50, &/88,12/88,153/50, LE/B0
Flow: 1.0 ml/min, Diluent: ACN:Water(90:10)

“BAD G, Sg=2258 Ref=all (11081 53-AF | 2013:08-11 191 %360 0130 2.0 - 11081 3-AP 20130811 151335
mALl =

-
o

1750
o ()
2

1000

750 -

250 -

4 054
B

S

fignal 1: DADl €, RSig=235, & Ref=nlf

iPeak| BT | Ar=a | Brea % |
1 # | |min, | | |
|| | —mmre——— | == =m———— [
H 1] 1.054 ] 13,438 0,138
] 2 a.180| 5,259 0.054]
| 3 a.252] 158,076 1.6821]
1 4| 0. 32| 20 &R0 0.2141
1 L G 538 9514.13%] 97.585]
| 6| 6. T28] 3T.8I1) G.33g)

*ad End of Roaporg e



'H NMR (Varian, 400 MHz) spectrum of compound 31 in CDCl;
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Ifjection Date
Zample Wame

Aoq Operator
Method
Analysis Method :

Ao .

Method Info

;o Column

CERI @ DRILS
HPLC RHALYSIS REFORT

Seq Line
: Thu, 12. Sep. 2013 Location
1 JLS-KEM=-1-48 Inj. MNo.
: RADHA Inj. ¥ol.

T/B%:0/50,1/50, 6/98,12/98,13/50,15/50

t Dohvehem3ZN1IVDATANTI0913-APT 2013-09-11 19=-13=38C-18-2
D:WCHEM3Z2 0028 1A\METHODS\C-18 ASOBS0-GH. M

Symmetry C-18 T5*4.6mm, 3.5um

Moblle phase: A) 0.1% FA in Water , B} ACH

Flow: 1.0 ml/min, Diluent: ACH:Water (20:10)

"DA0 G, 225,5 Ref=alf (11081 3-4P] 201 30411 19-13-384110813-01 1.0 - 11084 3-AP1 2013-09-11 18-13-38%
maL E
1 4
b
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m_ O
1 N
1500 O Cl
]
Cl
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m:l -
2 § 8 E.J i
0-— . A .
1] T I T T
o 25 5 7.5 10 128
e e e H==
Signal DRDL C, Sig=225,5 Ref=off
| Peak | RT | Area | Area % |
[ # | [minl | I |
[wmmn ] | e | ——— |
i 1 4,059 @, 973 0.075]
i | 5,820 13.640] 0.102|
| 3 6.133] 4.857] 0.035]
| 41 6,250 15,739 0.118]
I 31 6,938 20983 0.022)
I al 6,797 B34.632| §.263)
I Tl G871 2,397 06543
I | 1051 50,480 0.379]
1: 9] T.103) 3,401 0.026]
110 L2501 13F9E.781| 97,287
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"H NMR (Varian, 400 MHz) spectrum of compound 3m in CDCl;
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BC NMR spectrum (Varian, 100 MHz) of compound 3m in CDCls
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Injection Date
Sample Mame
A Operator
Acqg. Metheod

Methoed Info

CPRI @ DRILS
APLC ANALTSIS BEFORT

Seq Line H 7
: Wed, 11, Sep. 2013 Locatiomn H Vial 45
: ILS-KSM-1-449 Ini. Ko. H 1 .
¢ RRDHAE Ipi. Vol. = o pl

: Orhchem32 VINOATANII0913-AFT 2013-0%9-11 19%-13-38\C-18->
Analysis Method :

O:WCHEM3Z QO0Z2M\1IAMETHODSSNC-13 ASOBS0-GM.M

 Celumn ;o Symmetry  C-18 T34, Gmm, 3. SEm

Mobile phase: A) 0.1% FA in Water , B) ACH
T/B%:0/50,1/50,6/08,12/98,13/50,15/50
Flow: 1.0 mlsmin, Diluent: ACH:Water (%0:10)

"OADT C, Sig=E25,3 Rel=alf {1 1081 3-AP1 E013-08-11 18- 13361108 15-01 0.0 - 110813-AP1 201 3-08-11 19-13-360
AL g
"
- “Ii: ‘<ii”
2000 - N
4500 0 cl
i Cl
1000 —
i
a00- |
_ B ¥ _
o — il * i \
T T T = ]
0 25 5 18 10 125 i
Signal 1: DADL C, 5ig=2258, % Refeoff
i1Peak | RT | Area | Area % |
Pt 1 [min] | I |
R | ————————-- I -———--- |
1 1] 3,328 22.205] 0.1&0]
| 21 4,845 5.145| 0.05%]
| 3| G.893] 13785.068) 99.027|
I i T 87.299] 0.893] *
| 51 T.295] T.761 O.05&] ‘l.&\>
R e e e e e e cama E— = AN

% End of Report ***
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'H NMR (Varian, 400 MHz) spectrum of compound 3n in CDCl;
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C NMR spectrum (Varian, 100 MHz) of compound 3n in CDCls
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Injection Date
Sample Hame
hog Operator
Aog. Method

Method Info

CERL & DRILS
HEFLZ ANALYSIS REPORT

Seq Lins : L]
: Wed, 11. Sep. 2013 Lacation H Vial 44
: TLE-KSM-1-50 Inj. Ho. : 1
: RADHA Inj. vel. = 10 pnl

1 DrAchem3 2V INDATAVII913-APT 2013-00-11 19-13-38\C-16->
Analysizs Mothod -

D AVCHEM22 002V1AMETHODSNC-18 ASQBES)-GM. M

: Column : Symmetry C-18 75%4,émm, 2.5um

Moblile phase: A) 0.1% FA in Water , B)] ACN
T/R%:0/50,1/50,6/98,12/98,13/50, 13/50
Flow: 1.0 ml/min, Diluent: ACH:Water{20:10}

B *DADT C, Sig=225,5 Refaall (11081 -AP] 201 3-05-11 10-13-3811091 30080 - 110071 3-AP] 2013-08-11 18-13-38%
mALl | E
"l
- ® W,
2000 - N Cl
(0]
1500 -
Cl
1000
500 - )
i 0§ EsIR
04— —_— O N =.

0 a5 5 75 w135 _mi
Slgnal 1: DAD1 C, 85ig-225,5 Bef=off
| Prak| BT | Area | Area % |
I [min) | |
I e [=e————- I
| 1] 4,061 AR_951) 0,172
| 21 5,928 5,979 0.064]
| 3 £.275)| 15.811] 0,101
I a4 B, 687 22,164 0,142
i 5] B.7%1] L4593,535 93,193
| Gl E. 880 G633, 338 4.238]
| 71 T.o049) 150,164 0.4959]
i Bl T.102) 34,850 0,223
| =l T.247| 19,123 0,122
| 10 T.340] 15,754 0,101
| 11| T.748) 2.858] 0,018
| 12| T.8814 41.118| 0263

ument I Thu, 12. Sep. 2013 09:22:17 am Page 1 ef 2
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'H NMR (Varian, 400 MHz) spectrum of compound 3o in CDCl;
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BC NMR spectrum (Varian, 100 MHz) of compound 30 in CDCl;
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WPRI © DRILS
HPLD AHALYSIS REPORT

Seg Lime 5
Injection Date : Wed, 11. Sep. Z013 Location H Wial 43 .
Gample Wame : ILS-KSM-1-51 . inj. Ha. H 1
Aog Odperator : BADHR Inj. wval. 140 pl
Acg. Method t Devehem3Z W I\DATEANII0S13-APT 2013=0%9=11 1%=13=36\C—-18->
Aralysis Mathed @ D:NCHEM3Z2 0023 1\METHODS\C-18 ASOBSO-SM.M
Method Info coColumn @ Symmetry C-18 75%4. 6mm, 2. 5Em

Mobile phase: A) 0.1% F& in Water , B] RACH
T/BS:0/50, 1750, 6/98,12/98,13/50,15/50
Flow: 1.0 mlfmin, Diluent: ACH:Water({%0:10)

T OADT G, 5ig=2255 Ref=off (110913-AP1 2013-09-11 19-93-361110915-008.0 - 110813-4F1 2013-08-11 19-13-38
mAL

7401

A0

350

150 - CI

Signal 1: DADL C; S5ig—=225,5 Ref=off

|Peak]| RT | hrea | Area & |
I # | [min] | | |
|- === el K b |
1] 6.T763 3,719 0.555]
2] 6,587 &.050| 0. 380]

1

|
|
I 31 1.0%00  17.898|  1.023] W”
I &l 7.401| 1710.646| 97.758

. \
1 7.580] 5.002]  0.286 n}ﬁf\\‘b

we¥ End of Report ***+

44



S8 T

a8l -

2.0

'H NMR (Varian, 400 MHz) spectrum of compound 3p in CDCl;
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C NMR spectrum (Varian, 100 MHz) of compound 3p in CDCls
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'H NMR (Varian, 400 MHz) spectrum of compound 3q in CDCl;
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C NMR spectrum (Varian, 100 MHz) of compound 3q in CDCl;
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'H NMR (Varian, 400 MHz) spectrum of compound 4a in CDCl;
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C NMR spectrum (Varian, 100 MHz) of compound 4a in CDCl;
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SAMPLE

INFORMATION

Sample Name;
Samplc Type:

Vial:

Injection #:
injection Ydlume:
Run Time:

Date Actuired:
Date Processed:

ILSAKSMWE-1
Urisnown

3

1

5.00ul

162 Mrues

S04 60104 PV S|
M0 4927:19 AM ST

Acjuired By:

Samoie Sat Name: 0/031<

Acq. Merhoe

Precessing Method:  MKT_NEW 2RO
Channsl Name; 284 (nm
Prec. Chnl. Ueser;  PDA 254.0 nm

System

Set MKT_NEW

Coumn: XBRIDGE C-1815(*4.3mm Sum
Mosike piease: A 0.1%FA nwaie B) ACN
Ti%B5: 0720, 3/20 12/1C0, "800

Flow: 1.0mil/min, Diluent; AGH

e o s R
00 Ph 4 |
T
& \
o.an—_@ O i
X |
2 - o__Fh
c1o
f- g
ano -_‘__'"‘ mi¥n ———r-_'a:
0@ 200 4p0 s soe w12 e eer T 1800
MInutes
RT Aea | % Arealj Height
1]10.544 9806 0069 1989
2(1307) 3M454| 267| 1143 A
2113290 1822 1.26 5701 Mal)%ﬂ
413305 | 1374807 | 35.39 |403878
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'H NMR (Varian, 400 MHz) spectrum of compound 4b in CDCl;
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3C NMR spectrum (Varian, 100 MHz) of compound 4b in CDCls
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SAMPLE INFORMATION
Sarple Neme | SIKSALB-5 Acquired By: Systam
Sarrple Tyne: Urknow- SampleSeiName  J70314
Vial: 4 Acq. Wethod et MIKT_NEW/
Inection #. 1 ProcessirgMetrod:  WMKT_NESY PRD
Inection Volume:  5.00ul Channel Name: 254 .0nm
RanTime: 18.0 Mrutes Proc. Chrl. Deser: PDA254.0 nrr
Date Acyured 3201262921 FMIST
Uate Pocessed: 3702014 9.28:41 AMIST
Coumn: X ERIDGE C-18150*.6mm 5un
Modilz phase: £) 01%FAIn water B) ACN
TEAE 020, 320 121100, 8100
Flow: 1.0mbmir, Diluent: ACN
025 ! 3
! oz
| &
0.23- ,
015 .
> i i
€« |
0.1 ;
0.05- %ED
' =
s
000" — R -
20z a3 wu sk w200 W0 e e
Minuts
RT | Area | % Area| Height
f] 13389 17130 1.83| 5543
2013342 371 0.3 8g:
313308 | 870213| 93.00| PR378€ |.
Nog
4113373 4103} D44 142 m.,;.,@ﬁ‘f-‘* *
5| 14.210| 41B2) 441 13163
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"H NMR (Varian, 400 MHz) spectrum of compound 5a in CDCl;



'"H NMR (Varian, 400 MHz) spectrum of compound sp in CDCl3
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C NMR spectrum (Varian, 100 MHz) of compound 5b in CDCls
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'H NMR (Varian, 400 MHz) spectrum of compound 7 in CDCl;
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BC NMR spectrum (Varian, 100 MHz) of compound 7 in CDCl;
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'H NMR (Varian, 400 MHz) spectrum of compound 8 in CDCl;
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BC NMR spectrum (Varian, 100 MHz) of compound 8 in CDCl;
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