HEREE 114480972 HBripE =

12.5.3. 38 ORI
AFERE, FREOBEEME R OB OFEEENL TORBIGHET 5 Z L 2R L.
JEE#90.04 mm®DRY AF L VEOEARYT SMVERET S EE, 55072
R PIVD2870 e YT D/ & 2850 e UHEDKIZBIT 2 FBER (%) DT
18%LAETH B, F/z, 1589 cm PIEDM/NE 1583 em UHEDME KDBEBRZE (%)
DAETI2%LA L TH D Z EEfER L.
BEE KL, RNUAF L VRO (cmt) @55, 3060.0(=1.5)5% 171028,
10D KHZEAVWTHEROTNEZMRT %, BEEICTNLH 2k EE RS
fiol., 7zb () NOEEIIINS QMO EHEERT.
R OB OB, R AF L BED3000~1000 cm U BV B E S OTIN
ol IR LEIET 2 & &, BREROEIZ0E%BLNE L, KEDOZEIZ3000 cm- 13l
T5 e PN, 1000 ecm MfHA Tl em AN TH S Z & 2FER L 7=,

12.5.4. FROMBILA X2 RIVORE
FAEERALT U D LRI R OBEA O BAL 7 ) & Agkl & 7 — ) TR Ve EE R
TIRINFILA R NV EE L.
n=1T{T\y, BREFNZ AR MVOR{LOF AR 2.

12.6. BBEILB AT M

12.6.1. GUEHATR O
W 1A K 10~50mg &2 DMSO-Dg 0.5~1.0mLIZIEMN L, NMREIERTF 2 — T IcH A
U7z,

12.6.2. BREKHERA XY bV ORE
B AR U RHATR IS D E AR A RS MVlEEET7 o b > NMRZ |
E L7z, WEREEZLLTOMD THS.
NMRIZ#:3E U7 500mHz 1H-19F/15N-31P 5mm PFG Switchable ProbelZ #i{f Ak
DAL TZENMREEEZHEAL, 16 HzCHiEX 7.
PE MBI, 6B VA D35S, 74 L1 @4 D/ NIV A —7 2 A T16
FREENEL, 7—UIIERmzTo k.
OppmfHEDTMS S 7))L % Oppmil 3%E L, Oppm/» S 10ppm® HBAIHFE O > 7 F )V
IDWTRZEab—a TR Z DT, Nu o750 RfiiEZfro 7.
b7 b, T FIVERBREILERDZ. n=1TiTlz\, BRI AT MLOZE
LOFEEHRL 7.

12.7. fitipgE
12.7.1. B EHEBO R
ZEEE7K2000mLIz bV 7))V A OFEEE 4m LN AR DBV 7=,

12.7.2. FAEHA ik O FR Y
TR MN)IMERBEEIK 1I8EEIREVIEY:.
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RERIES ¢ 11448097-2 B =

12.7.3. BHATR O EL
R AR Emeg 2 B 0, AURHEMRIIICIEN L, 20mLIZ L7z, n=3TEL /.

12.7.4. ¥ AT LS DHERR
FBHAED 1 RICDWT, TS TomEBROERE L Talghr o v 57 4
— (BA'F, HPLCEIET) 1AL, WD UEIZDWT, P0920D ¥ — 27 HGRE /Y2
O000BEPA LR TN A B —REN2.0LL FTH D I MR L. £z, 6lER0EL
RE L7z &EEDP0920D ¥ — 7 HFEOHNEHERZE (RSD) 732.0 XL TO &L EZ2HMaE &
Uiz, VAT AEANRBROFEC, B8Eaholz.

12.7.5. HPLC/Ht
MENANS L LIZATE, DTOLRETHRAZ O 757 4 —%1T0, P0920O Y — 7 1H
BzE L.
RS
Mehas - BSOS (RIEREER @ 254nm)
NIL AT N UL DT IVFET T A
BOE¥E At Oo—a V1T A
2% Inertsil ODS-2
B X 250X 4.6 mmI.D.
7N 21811106
115 NRE  40CHHED —EIRE
BEMEM . 72 b2 MUV BEEBZ20:80 S BIAL T, 200 MoER S TV T
RET60: 40121, D% OFRMEZERD.
& : 1.0mL/min
AEHAREAR 51 L
PLEDOSZHTHIE Lz & &, PO9IT150 TS5,

12.7.6. fiE OFTER
AR OHEE (%)
= (P0920> E— 7 [fif&) / (PRFFIEFEI4 NS 3D E— 7 HEDEF) X100

12.8. ¥y RXHR AT E

12.8.1. HEE3 DORIE
XA EE AR L, XERESE, 3003 EREI /2. Z0%, o1 = v o
A X&1T, XEREEREBBOMNBOREEZITo /. TO®%RT IV I FREERZE LT
35° fHEOE— 7 EEERL, REZMHRL.

12.8.2. @Bl O
R A B R FLERICER D, TOE L CHlE R 2 U,

12.8.3. X EH/S Y — > OHlE
e e 2 R RV A s, X Elc e Uk,
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HEEE : 11448097-2 HEHEE

12.8.4. X#gEr/ N5 — > D g
BRAAIRF OXHR AN Y — > EFTE R OB OXB R/ Y — > ORI E—2 OB %
e U7z,

13, #EH - &R
R AERNCE LD,

13.1. 448
P092< L M EEIEB# % 40°C £2C /15 % RHE 5% RHD B FIC AL TRE L= &
F, LHARBREETHRICELEED SNT, B ROREZHEE L.

13.2. BN
P0927 L CER RS ORI, RRB OB A Uiz H Sk ClIe iR
ERIAIT L ENTE o/, 5, REFHBHFORETY, AAEFHRRIRE
gt (90~150CH) DME TR TH 590C T—E0RfEZEIED 5 ), BlELETHD15
OCTHRERBMBNRD NN -T-. ZOBARE, 2BERHRES, 4EBRESTD
FfEZ o7, #oTC, ARIE, HIRBRLANE L CHEE R Ee & W Lz,
e, REFEIZE > TRLEMNZL L2 ES DI ARBATSH 5.

13.3. K%
AR BB DK, A TRE L2729, BREINIEM L /-, (RE BB 0O 3.6%08,
2B MIRTET9.0%, 4BERRFE T.6% &ML /-,

13.4. FRHMRINA R RV

TRMRINZ R ML, KERBEELEZRBEBIE DL DR ART MIVOELITHFERT
Eigpolz, 722U, BRERBRICED L 2R S N/2h 5722360 e YLD E—2
M, 23644&2346 cm! (2HFIRTER) £/2132375&2330 ecmt (4BRREFER) OE—
7RI RZ DL S IAE L. 650ecm 1 LA T O TIL, REFERBRO ST, 2
HEBRER T A XD 520, GHEERE S TR ) 1 3R 5 7zh
oz TaB, NS OBEFEHCHIE LZP092aN I BIETHER I, £z, 236
0 e MPEOIRANE, 45028 FRTE & & SR BRF SORICER D B U TH4r L 72P09
2EHE D6 HIRGFRMOTRIMEINANRY ML THEBIN TS ZENS, EHOEF &
IRBHBAEHI D LD EDBEZ SN, RMONREERET 52 TIdin vl FetE
NERNEEZ D7), POO2DILEMREIE Z KLk U7z 2L TH 2 IReId & E TE /a0,

18.5. BlEKHBARY M

AR AR MV, REFREE OO TR 54172 1.083 L T 1.045ppmD ¥ 7 L
v ROMERAUICIEA L, 2BRMRE CERNC/ZD, SAMRETIZIE<ED SN o
7.

B TOMRE THRKENICHELZZENS, ZTOE—7I3HBYEICEENTY
HEFREORBAIE TH - 2 wHEMNE 2 5%, £7/23.3ppmfHEICRO NS T 10—
Rz —27 HEEHEENICRD L TWE 2 EnG, TOE—7 blBYEICE =N 5H
FEEMEIC R T S REE D 5.
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HEEE - 11448097-2 AERIREZ

FOLANDOE— 7 5mEY, RENBICXDETOZIIRAZHOD, KELHDOTIT/R
Molz. PLEDSERGIE AR MVOBEN SV, RUEBRYE ORSENS T ORE
WWE> T Lm0 L HRIND.

13.6. MIERXEREIT AT B
BMARXIRE A7 MIVZE DN ORI E—27 O HER SN0, E—2 &S VN
INT EMSHREOMER—EEET LI ENEZLND. LhL, FOEEIEAE
SBRNWHDOEHEINS, ZOANRYT ML, REBEOEWCILAELNFZEAER
DENBNoZ ENS, FEHEORGZEEUH BEEIIREN AT o2 b0
EHERIND.

13.7. #lifE _
FOEELL, ESDENMZEAERL, FEREIILDIEGEALLHRD NN 7.

13.8. £&® :
DlEaFEDsE, P092T LA CBEFEZ40C +£2C 5% RHE5%RHDBRE R T
e THHMRTT S & &,

@ WIS 228, Rt E RSN &

@ REOBEIARTEETHD Z &

- @ TRIMBILARY BV, BESIBARY BV, MR RS E OERLE
RABFETIEE, AT MVOBUNZZEERD 51720, ZOBLIE 0%
Y¥EFTAEDHDOTIERHRWEZZLND T &.

@ HPLCIEI & ARG LD ZMNERD b ilah o 72 2 &

MHER I Nz, BLENS, P92 L1 VE R EEI340C £2C /76%RH+5%RH, #&

BEOEME FTUARLEIRETEL D EEZI LN,

14, FUBREHEIED S OMBKR ORISR RIC G 2 o8
ARG 5 ORISR Mo 7.

15, MEIL U 7= HAEW N HA Ro1 >4
15.1. HEfL L 7= HLUE
AR OGEME OREE GEEEMTRINE435)

15.2. ML 7=HA RIA >
REMRBA T B o1 > (FRk1646 A SHEFEHF06030015 EXFEEEMRE
WA TEEERBRAT1 BRI 2 O%EITDNT] FIR)
LEWT — 5 OFMICBET 501 RI4 > (Epk154FE6H 3 H BEIEEHE06030045F &
EREEEHREERA REET—5 ORI 571 B 51 22D0nWT) )

16.3. TEMLL 7=3BRiE
B AWIE A AR ABEA, ROk R o< 757 40— (2.01) ], T#R
KA AR PIVRERE (2.21) ), TRV RS FIVRIEE (2.25)), TKROHEIEE
(=74 vy —ik) (248 ), HRXGEIHEE (2.58) ), EARIERE (2.60) ]
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16.

17.

18,

19.

HERFE - 11448097-2 B =

HHE - #HoH
FHBUICBNT, BE - {37z

T DfFNTH IR

EROT—F U, FMEICOWTHE, HPLCIZMHER LAY =2 A5 — 3 > OHBE
BRER, RO OWTEA =NV T 4w v —KaFOBBRTERRE R, BAOHE
1355 7 b Microsoft Office Excel 2003% L < /dMicrosoft Office Excel 2010
Wz,

FROMRILA R BV, NMRAARY Ry, MRZHEEIICDOWTIE, s nizEe—oo
HEMHRICE D20 bR Uk, FLBICE U TEFREY 7 b Microsoft Office
Excel 2003% L < {dMicrosoft Office Excel 2010% W THEEIH 2170 7%,
A2 ME OB D o 7oy, ARBRIFEHBRTH O TREWET —F OFHICEET
HZHARITA ) OMANTHBLZENS, RERET—F OFMBICET 201 RS
DA R Ryt B UBE R A VANV o

ETF—5 DEFE

T —F OFREIIIBIBERT 2T -0 — b AW, Efichiy—2o3—hK, U—
72— MRS T2 ROAEDTY 87D b, RUHPLCT v — MRS T B
LZ—RT—HOIBW L EAET—F E L. Iad, XREEY T FERWFERERD T
U2 b7 REET—HICELLHOELT, £ —F LRRRICERLE. T—0 32—
FEROFREY 7 AW EREO T > v YU MY, —EI SRS ENH
i lUEL Lz, WERATCBT S —RT -2 DT EH U, slBHEH RN
WHAZREBLEA L.

RF T HER, RES, RENR

REBRETEE, HBWmEE, 755, AEEHOTU YU L, QCF v IR,
QAF = v 7 OBURIRERE, FSEIERENIRE, o, AHBRTEET LIHBBERE
BHIZ0F ) P FNEBUNTT 71U > LT, B THRECMICHE LA T3k
ST EHET.

BRI DED TR AL R TR A SO RITHED .

72, BIEELLERO I E-1EERAESHEY LS 25 —OERMRE IR Tk
FEHbDEL, TORGFHAMIZHBIZED HHIMET 5.

ik
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HEAEE 1+ 11448097-2

=1 P092 7L VBEESROWE: Cr—72) #Bks 5

Al

Lt — K4

P092 < L1

Oy b5 .

WEANM

BUEH .

20134 7H 3H

BOEE . AR TS At

Al BRI L TEAED 5 0B b2 RS 2 & & LR ZRE Lz

PREFIRIBE SR . 40C+2C /T5%RHE5%RH | f#7#BR4AA : 20134 7H 9 A

THH Hiik AE 2 JEFRORTT 4 AR S
ReE /B L H 7TH9H 7H 23 H 8H6H
A8 H Jm3mH EEERFS HEME HEH R
Ao 1EE HiE@sREE | e ae HIE Rge* & Rpex
R 2EH HIE e HIE R HE RRE*

3 [ H HEFHE* HIE e I E FRE

Sl - - -

SD - - -

RSD —~ - -
RV A X7 | B Rk e 4 A — 2365cm ! FHEDE | 2330, 2375 cm-l
[R91% R MIViBlE Tk — I MPEFICRZ | HEOE—2 HE

% FITRZS
BHMAIKB AN | B RERE LR - BB O |RERBEFICS
A7 AR BIVIllE =1.033 KN 1.044 | =1.033 KN 1.044
% RO 5 N7 | HEICED 5z
DRI T NS NI EES
MAEXEEY | HEWE X #RE = RO~ RE | 2 BREER SR
POl E Tk OEENIH D0, # | R CHERNES
mAENEL 2 | Nz
AREMEIE NS W,
k| 1HH B /7K 5330 & % 37237 93805 97220
4 | 2HHE (F—=N-T 1w 38316 84822 95500

RRENE Ty —ik) 32342 92742 95728

gl | B ppm 35965 90456 96149

SD 3184 4908 934

RSD 8.9% 5.4% 1.0%
Ao 1EE HRB#AE 7 o< 99.7% 99.7% 99.7%
B | 2@EH AP 99.6% 99.7% 99.7%

3 [EH 99.6% 99.7% 99.7%

EfE 99.6% 99.7% 99.7%

SD 0.1% 0.0% 0.0%

RSD 0.1% 0.0% 0.0%

*  HRAAGRIELRTHE, Wi R TE o 7.
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11448097-2 PO92TL A VERIBIRED S F A — T R CO R R .
- = cignadiichiss kS FREM-

paBo-s /T 0.03% HERE S 114480972

s BHE BRI (2T A

op/iijima

Ganmple Namet

Data Collected on:

Agilent~NMR~inova500
@9 N o N WO F i @ d
Archive directory: 4 @ n 8o o @ o et b 28588 en e e do I T R A A -
Mo S O 0 P [} RS- A B A
@ ¢ % @ o'o‘cro‘a_ - 4um«,mmm~1‘::—"lng&'$ g .-:Sﬁ«-‘ﬁ,-!o.coommr:o‘
Sample dizecrony: i 170 IRAPPI i “mﬁf"TTﬂL?t?Téf“ IRRNPEEEEPIEPR)
' P b L P PPy J

PidFile: 11448097-2_ 0w, 0717

TSN 1 4484

Pulse Sequence: PROTON (s2pul)
Solvent: dmso
Data collacted on: Jul 17 2013

Operator: vomrl

Relax. delay 4.000 sec
Pulsge 45.0 degress

Acq. time 3.500 sec

width 7998.4 Hz

16 repetitions

OBSERVE H1, 499.9170478 MHz
DATA PROCESSING

Line broadening 0.2 Hz

PT gize 65536

Total time 2 min 0 sec

]

ISR R R

‘7’ BB Coi)
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11448087-2 ‘
WEANM-2w ey P e T
m:?fds /THE 0.03% P092< LA EEIE R (D ST BEaH S TOEREFRENE
a SHERTR S 114480972

op/iddima M SRR 2B RS

Sample Name:

Data Collected on:
Agilent~NUR~inova500
3 < Y 9
Archive directory: & 24888 aandg 3 288 988 gadgggsssegaLEd g8¢5
@ s 4 ma s o338 p 88 HaR833d3588833538388 888
v 2 %99 3 R I A A e A S S B e S A S A
5 4 LAl oo b oo o @ oo ow oo [ I R e A B T B ™ B T By - S - -
sample directory: o i l | L J [J l [ ; l l ! [ | 7
S NPy . ] W . oL

FidFile: 11448097~2_2w_0725
Pulse Sequence: PROTON (sZpul)

Solvent: dmso
Data collected on: dul 285 2013

Operator: vnmzl

Relax. delay 4.000 sec
Pulse 45.0 degrees

Acg. time 3.500 sec

Width 7998.4 Hz

16 repetitions

OBSERVE H1, 499.9170478 MAz
DATA PROCESSING

Line broadening 0.2 Hz

FT gsize 65536

Total time 2 min 0 sec

(144%091-2 12 8M)
fags BIE aomonas
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WEANM- 4w P02 L 1 BRIEE
HEREE 1 114480972
- BHEHBIRIML  CBREES

DM8O~A6 /TMS 0.03%
OP/iijima
s 2
sample Neme: {f\]bm\if/;‘ 4

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

Sample directory:

19.378

F.470
T.453

7.320

\—7.302
—6.038

6.031"
—5.0925

6.022

4.144

—3.458
—3.466

—2.5L8

1.9

M-3.910
—1.618

\—1.502

1.467
1.445
\—1.1986

\

\

2171
N\ —1.146

9.000

Fidrile: PROTON

T\
\
\f

Pulse Sequence: PROTON (s2pul}
Solvent: dmso
Data collected on: Aug & 2013
|
|

Operator: wvnmrl

Relax. delay 4.000 sec
Pulge 45.0 degrees
Acg. time 3.500 sec
width 7998.4 Hz

16 repetitions

OBSERVE  H1, 499.9170478 Mz |
DATA PROCESSING g
Line broadening 0.2 Hz .

FT spize 65536 I
Total time 2 min 0 sec i
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Intensity(cps)
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PO2R LA U BB REDHEAB- A — T RETORE R E -
HERE S 11448097-2
MARXEREHT (R IE BRI
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2.6.6187

4000 |

©
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|

2000 —

_6.104°

1000

LA T T M L B B

2-Theta - Scale

File: Malenic.raw - Type: Locked Coupled - Start: 4.000 *- End: 70.134 ° - Step: 0.021 ° - Step time: 115.2s - Temp.: 25 °C (Room) - Time Started: 13 s - 2-Theta: 4.000 ° - Theta: 2,000 °- Chi: 0.00 ° - Phi: 0.
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