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/ op/idjima .

Bample Name:

Data Collected on:
Agilent~-NMR~inova500
Archive directory:

10.378
7.469
7.452
7.320
7.302
6.038
6.035
6030
6.024
6.022

144
2.118

—1.941

\—1.910
1.602
1,467
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0.847
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0.801
0.006
0.000

/—~1.620
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Sample directory:

—3.488
\—3.466
T—-3.306
~0.007

/-
o

Pidrile: 11448097-2 2w _0725

/
N
/-—2.140

Pulse Sequence: PROTON (s2pul) '
Solvent: dmso .
Data collected on: Jul 25 2013

Opexator: wnmrl

'\/ Relax. delay 4.000 sec
Pulpbe 45.0 degrees
Acg. time 3.500 sec
, Width 7998.4 Hz
V' 16 vepetitions
OBSERVE H1, 499.9170478 MHz
DATA PROCESSING
Line bromdening 0.2 Hz
FT size 65536
Total time 2 min 0 sec

nygsoq1-2 (2.8
s B4R 200125

9 5 i 203.7-21
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zérél start (ppm)

10.4797
.57088
.38174
.10879
.26137
.59663
.57858
.21025
.03258
.70717
.52349
. 29345
1.0562
0.900944
0.0440536

RN N WD Y

end
10.2566

7

.38174

7.21883

.94534
.01974
.04067
.41622
.04515
.83851
.52349
.36386

~1.0562

1.
0.

01246

71945

—-0.0543469

value

.418
.028
.003
.745
976
.108
. 919
726
.916
.135
.442
.154
.010
.414
.593
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Sampla dizcctory: -4 ‘\ i $J N L) J AN N_ o HJ 1
PidFile: 11446097-2_2w_0725 H J

Pulco Sequonco: PROTON (02pul)
Solvent: dmso
Data collactod on: Jul 25 2013

-
A
/—2.140

Oporator: vamsl

Rolax. delay 4.000 seoc
Pulose 45.0 degrsec

hcg. time 3.500 soc

Width 7298.4 H:=

16 repetitiono

OBSERVE K1, 489.5170478 MHz
DATA PROCESSING

Lino broadoning 0.2 Hz

TT slzec 85536

Potal tims 2 min 0 ceec

/—-1.520
\_
\

| /-

nyyol-2 (2@M)
Bz B4 20m 05




Ul i W IV O W W~ 0 UL R WY

ral start (ppm) end value =

° 10.4797 10.2566 1.418 144 80972 (228 0)

7.57088 7.38174 3.028 Bl b fe 200135
7.38174 7.21883 3.003
6.10879 5.94534 2.745
4.26137 4.01974 2.976
3.59663 3.04067 8.108
2.57858 2.41622 3.919
2.21025 2.04515 0.726
2.03258 1.83851 5.916
1.70717 1.52349 2.135
1.52349 1.36386 1.442
1.29345 1.0562 2.154
1.0562 1.01246 0.010
0.900944 - 0.71945 1.414
0.0440536 ~0.0543469 0.593

-137 -



REEE [11448097-2)

T H

[ (48]

J—7 ¥ — M ERKILEARY BV 1/2)

544 P092 ¥ L1 CEEMIRFE OB RS —F— T R TORERESE ~ QC
i #) 2N\ y— EERE B 2tz ,
FRARIEI ) 7 L)\ EERREER WEEREENT Y — SHmeE v

(R BT 2 AL

R1EHAR EIERE QC 1#
4 ER W6ANM -__ 4 B0 "
%ﬁﬁ% I, k&S BEEH fi1 A > QC
UNITY _
MRS HAIEEE | INOVA | 8010295 | 7oL h-Fro00— )| & - &
500
AX504 | 1120473798 A - Y,
XS204 | 1127380778 T
MEF RO A ART— RLE () G
XS204V | B104105790 H o« (E
 AE163 D48522 ® - &
AT AREEICET 508
EEH g - MiES HhE¥H Ow &5 P& H QCHA

ZAF N A INFEF T R -De(TMS . Acros ,

0.03 %) NME #1728 Organics ADFO5q L0 2013 1.8 v
REFEICHE T A (UUTICHE T 2000 AL, FHLAZBDORIEBMEZRHAT S, ifHOENLHKREZ
FEHUESESE, U—0 22— MIEREHRZEATS.)

BEARUTERNE TERR QCHA

25— LAVIESINA RN

W@\ 7 Uik By >ty b

WNMR AREF 2 —7 () %73 :5ME bmm, £ 180mm) o

TR 5 2 = e | Vol oV

Oy v aRy R R MERTEET
(&% : Finnpipette F2, HYEE S : HJ01028)

1% I GEEAN I W IE B3 RHR)

QCHH
SEafar VAT EARRURRY 7w el & SR4E M BB s |
26/8. 5% ~m;l'l" h
RREN | BUERA: I QCEG | ERERA: > L 74 o
j}!{k s \a)i /z. En é«l} Pl i 'u?g’fff]
A Zol3. §-F A ro(3, 207

- 138 -




SEAEE [11448097-2)

SRR [

(4580)]

T — 22— NEEEKIER AR BV 2/2)
FBIATR OIS B 5 SR

BRI

QCH#

B OB M MR 10~60mg % DMSO-Ds
(TMS0.03% A 0) 05~1.0mL IZ@&EM
F. NMRBIEHF a—TJIEHAT S,

PR

[144509n-
ag, mE,
WEANM-
408

™~

LR aand

3 BRsaTeld
. 1119 g

o

1,

lisibo

BESKIER AR MV ORIEIC BT 2 fidk

H{E

QCHA

HE ¢ 1 — VMR U 7 SBHATRIC D SRIEIB A0 MVAEER TY 0 b2 NMR %
HET 5.

BIESA: ISR EBICHEFE L /Z500mHz 1H-19F/15N-81P 5mm PFG Switchable P
robe lZARIFEIE DA - 7= NMREIEE £ AL, 16 Hz THIRI 5. HEEEILE
iR, 46BNV A D3RR, T4 LA MR DO/NIV AT —5 A TI6EFEERE
U, 7—UIEHET.

GHOMR GERLEDOIRMERATS)

i
/

MEdES  (16H2)
7OV AfIE 45 &
l_ﬁﬁ_‘/f L1 R 4‘3@

DS (R (943 )
IHES SR 3.6
E%%%@%%ﬁ( 16 7

LI
™S ol £ e

5 Oppm FHED BSP 27 )V % Oppm ICERE L, Oppm 25 10ppm OERMEEH
DT FIVRDNWTYZEa b—a TR Z DT, Ny 75T R
WIEZTTD. L% T b, SEE, WaEl, Y7 IIVEERELEZRDS.
n=1 T\, BRI AT PNV OB{LDOB R EIERT 5.

BENEANRY BVERRRMAT S

HEERGEEENENHE IR

QCHH#

(ABMEPE § 1033 o Lo dafLie RN TR 39710 BT p
AN 4L 1= o SRR LE.

sof3. 3 Bl s

va

REREN | HYE R4 e ” QCHEME | HUFRA: o 2. 4
Ht: 200 5§ | A w3, & 9

-139-




11448097-2
 WeANM-dw
VvV DMBO-36 /TMS 0.03%

Y sw
\/ OP/4iijimn
(14430902
U/ sample Name: (y{ANH- HIER

Data Collected on:
Agilent~-NMR-incva500 -
Archive directory:

Sample directory:
Fidrile: PROTON

Pulsc Sequence: PROTON (a2pul)
Solvent: dmso
Data collected on: Aug 8 2013

Operator: vamrl

Y Relax. delay 4.000 sec
\/ Pulse 45.0 degrees
/Acqg. time 3.500 sec
Width 7998.4 Hz
T repatitions
OBSERVE  Hl, 499.9170478 MHz
DATA PROCESSING
Line broadening 0.2 Hz
FT aize 65536
Total time 2 min 0 sec

TRy v A
2005 F-F
L&

AN
2043.%.9

10.378

7.470
7.453
T7.320
7.302

6.039
6.031
6.025
6.022

/Z
-

144

Y

_r—3.488

\—3.305

/F

\—3.466

2.510
2.506
2.503
2.499

2.495
2,240
2.118
1.955

1.942
1.910

r~1.619

/-
a
.

1.196

0.847
0.825
0.801

0.000
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sgral start (ppm) end value Na450d- 2= WEANH -4 B0

L 10.4141 10.3293 1.474 L e
2 7.51 7.41118 3.067 Ry W fe 2ol

3 7.35754 7.25181 3.064 . . 4y
4 6.06123 5.99472 2.857 2 AT w38
5 4.19024 4.09173 3.028

5 3.52132 3.17592 7.881

7 2.53911 2.46445 3.794

3 2.19871 2.06789 0.743

9 2.02101 1.8836 6.098

0 1.66969 1.54169 2.264

1 1.51189 1.4024 1.494

2 1.26781 1.04852 2.251

3 0.882544 0.736665 1.463

4 0.0284313 ~0.0280379 0.636
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DA50-46 /TME 0.03%
2334

op/iddima
{14709 2-
sample Name: |y{ANM- %)Elﬁﬂ

Data Colliacted on:
Agilent~NMR-inova500
Archive dircstory:

Bample directory:
Fldrile: PROTON

Pulse Ssguence: PROTCN (s2pul)
Eolvont: &mgo
Dxta collocted on: Aug 8 2013

Operator: vamzl

Relax., dolay $6.000 zoo
Fulge 45.0 degroeeco

Acqg. timo 3.500 sec

widch 7958.4 Hz

16 repotitions
OBSERVE  HL, 4988.9170478 ME:
DATA PROCESSING

Line bzoadoning 0.2 Hz
FR gizo 65536
Tetal time 2 wim 0 sec

Ml o -

2005 §-F

10.378

7.470
7.453
7.320
7.302

I

6.03%
§.032
6.025

6.022

/-
\

4.144




sgral start (ppm) end value (144509T- 2= WEARM - kil

I 10.4141 10.3293 1.474 ) V
> 7.51 7.41118 3.067 Ml b fee 2otn¥
3 7.35754 7.25181 3.064
4 6.06123 5.99472 2.857
5 4.19024 4.09173 3.028
5 3.52132 3.17592 7.881
7 2.53911 2.46445 3.794
8 2.19871 2.06789 0.743
9 2.02101 1.8836 6.098
0 1.66969 1.54169 2.264
1 1.51189 1.4024 1.494
2 1.26781 1.04852 2.251
3 0.882544 0.736665 1.463
4 0.0284313 ~0.0280379 0.636
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BEES [ 11448097-1 ] .
preesim (O AR
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BRI DI
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B 7 E R MUN I AEBEBEK1IBEREVEE 3. V/
gk 7N NUN_JOO mLEBEK [0 mLZERODERZ.
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Shimadzu LCsolution 759 ¥ LR—

<K PDA >
D#1 b &¥: P92 _

24k TN UMD | AR | GEEm | Bn s | ERER VUINGRRG-IYT) ] mhh
DM/ AvF 20180711 1lcd | wash wash 5 0.000 0 0] 0.0 0.000 0.000
ST/ NYF 20130711 2.1ed 2T LT =E ?;‘&-1 5 15.220! 3010984 541213 | 1727124 s 1.228 99.636
S FT/ \vF 20130711 3.ed AT LEEE- -1 5 15.2341 3025995 5431781 173096.5 1.226 99.637
AT/ S 20130711 4dled “‘/X'?AE‘% 423 P 5 15.220 3001032 5379961 1719235 1.230 99.630
SHT/AVF 20130711 S5led | AT LBESTE- 5 15.239 3031028 546437 | 1738222 1.225 99.628
ST/ NyF 20130711 bled [T AT LEE - B 5 15.241| 3016265 542670 173392.3 1.229 99.631
?;“'Fi/ \wF 20130711 Zicd [ RTFLESE-6 SELAE-1 5 15.233 3028612 543667 173013.7 1.228 99.669
15 15.231 3018986 5425271 172993.4 1.228 99.638
%RSD 0.060] -~ 0386 0.517 0.373 0.149 0.015
=X 15.241 3031028 5464371 173822.2 1.230 99.669
=N 15.220 3001032 5379961 171923.5 1.225 99.628

= = 0.009 11667 2803 645.1 0.002 0.015

VT Al Qaliatkinne¥MNata¥KQAT ¥1144R007—2¥1 .(C Quantitative Browser Renart [or

Qcl2¢i3 742

.}{\w% V‘}777 \ ‘}




==== Shimadzu LCsolution AYkF 774 JL

T74AIV4: C¥labSolutions¥Data¥KSL¥11448097-2¥fR T AV YE (U AT LBEEME) lem

LKYATFLIVME->>
1%
A8
{8Uh2

KT AR B> >
LC#R 7 5
--PDA &
B
$u7 0y (EIED
GBS R
27 B
RETEEL

<RVT>>
=P
PumpA £
PumpB &%
Total Flow
B.Conc
B.Curve
£ DR E(P.Max)
£ 7 DR 5P .Min)

KLE-MUT>
F %

T—MU7 70

Yo7 799

JUAE

—=FIAatE—7 )
VM= AT L =~ LAY
BRI R

$7 VIR ERE

N BT
JURE-F
Z-F iR EERH
BTN RE
LE=T0>
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-7 v DIER
-7 VRE
ERREE
<KPDA>>
pp
97947
FIAKE
W T ;&:_E
L ERREREEER
IVED R AR
Ay Mg
Ref. %jﬁlE
THOTH AT ER
TIOOH AT AUMIE
Oy HIA HAaboY
TIRYH A1 K574
THRY N2 IRER
7Oy 12 WM
TRy W A2 vy
7HRT A2 £7Y74
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: CBM-20Alite
. OFF
: OFF

: 60.00 min«
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: 640 msec
: 0.00 min

: 60.00 min
: 0.640 sec

: Binary gradient v
1 LC-20AD

: LC-20AD v
: 1.0000 mL/min ¥
:80.0%
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- 20.0 MPa
. 0.0 MPa
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: 1.5mL-70K3v4
: 500 ul
152 mm

: 52 mm

: 35 ul/sec
: 15 ul./sec
1 25.0 min
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14 °C
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fERTS
140 °C Y/
185 °C

: SPD-M20A
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: 190 nm

: 300 nm
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1 40 °C

: 1.2 nm
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1 250 nm

c 4 nm

: 1.0 AU/Y
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: 250 nm

4 nm
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: 250 nm
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- 15.220 min
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