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18.8 100.0
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27.7 74
28.2 2.9
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32.6 19.6
33.3 53
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35.0 2.7
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26(° A 2E (%)
10.5 35.6
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11.0 31.1
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12.3 381
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13.7 52.3
14.0 50.3
14.2 55.1
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16.5 64.6
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19.9 81.9
20.4 34.8
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21.9 38.9
22.6 48.4
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23.3 33.8
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24 .4 39.7
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27.5 47.9
28.0 35.8
28.5 38.8
29.2 26.0
29.7 31.0
30.2 25.6
30.8 26.6
32.4 24.0
32.6 28.4
33.2 22.3
35.0 18.9
35.3 20.8
35.7 22.5
36.7 18.5
Z7
20(" AT 2 E (%)
10.8 42.7
11.6 69.7
12.5 32.0
13.7 52.3
14.0 50.3
16.5 64.6
17.6 100.0
19.9 81.9
22.9 82.0
23.3 33.8
24.0 69.5
25.8 37.2
30.8 26.6
32.4 24.0
35.3 20.8
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<101>

<102>

F 8
SIEl A S el B
20 (") 20(°)
10.5 11.6
16.2 13.7
18.8 16.5
19.6 17.6

steta 1ve] spet=o] A S H

g9l S Vel St (U2 fe 97
A ARastel FelolEst £ui(lath) o)
4 wel A4 shgEe Lol A7HEA.
B8 olml o8 wels.

Im
Col

i‘l@i&

515}
5}
gy

%
2

A. A=7F 9l (Unseeded) W9

DE 7}
Zh=

ZIHSd 10-2009-008607 1

o M
f!
o
=
i)
2
N
o
1)
=l
=
il
ol
oft
=
L
)
)
il
38
vl
=
i3
)
o,
iih)
ox

S AT, 822 120 A 155
PAEIATE. o5 AAL oY olAH|oE F9
ol &HYE FH FHAA 1AEL &£ SAIH .

HElUE EfREY 0l E(159) 5 E(75ml)oll &|A171 &, BF<Ql(256m) S H7tenh. EEES oF 38T=E
7Fed %, 50% NaOH(7.29¢) & A7Ferth. 15413 Foll, E3HES EFAGn)Fe 24 ©4:(0.75¢) ¢ &¢
g2 A &, FxE SHEAE S8 AT o gEAE EFA(22.5m]) &2 A H ST

oAFd F& BN F, £ TS EFATD R 13] FEUT. TS B F, 209 ERA F&
Z2Fsta, 0.2m HEE S8 A HAF D} AFHE 0.2im FEHE B3 AAANZ EFAOZ wg A Ll
712 olgAFT. XEE A Ho| o Tomle] olF wi7bA] E3}ES oF 300 E2A FTHAI F, =7
k.

F4E 60T FAAZIEA n-Fek(144m1) S H7F8IATE. 34 60Tl A 4085 FAAHY. 29 o}
o, WIAE 206 45CE WAAFAT. Ao wix] %7} 45T o] 2W, AR AAsp dojwitt.
A& 45Tl A IAREERE FAAZ §F 3059k 15C2 W2A7laL, o 2molA kst sheske Al &bt

U Ed Ef2EY 0] E(4.92¢) S F(25ml)el £3lA7], I¥ the, EF1(8ml)E H7FSFiTE.
A7 5 50% NaOH(w/w)(2.43g)E #H7}8dtk. 1.5

°F 38C= 7t
(0.25g)¢] &5 H3lssit.
ol SHEAE EF(7.6m) o7 Al A BT

oAl F& A F, FAH TS al(25ml) o2 13] FZ3th. S5 T 5, 2719
z3eta, 0.2m LEE E3 O%ﬂr%}%iﬂ} o oj#qZ 0.2m FBEE Tl oI EFde=

o g7)o) &AL XEE By} ok o5p17t 2 w7hA] AF slol|d EIFES ZBagdrl, RS
HEg 3 60C7F HA st

THES L5AFERE o F, qf2E o3 GEAE FE o

wel skl
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<103>

<104>

<105>

<106>

<107>

<108>

<109>

<110>

<111>

<112>

<113>

<114>

<115>
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T8 60CoANA FAAZIHA, n-FeH(48nl)-S 1087F H7Fskichk. 38S 60ColA 2023 FAAIZ . b
AUEA S8 A7) FEH (2 A=(30mg, 0.65F0) A Avlela, 4L 1055 SAAZT.  #xE 50C
2 YA 73, 50°CAHlA 1A ZHESr %x] A7l &, 70%E<t 15CE YAAHTH,  EFES 1541 AR
20 &, o3t on PEAE n-Fe(loml) o2 AAS AL, 17"Hgstell A 60 WA 65Tl A EEd s}

WA 2227 AEAIZTE. 80% O] BHES dEsdit

A=7E Sle 3 A= = UH
HPLC &% 98 4% 100. 0%
HPLC =% 99.81% API 100.0% API
0.18% =
0.01% " A=
XRPD Fe) Coll U e Coll A=)
TGA 30 WX 143.5Col A 1.6935%% &2 30 WA 143.5CllA 0.513F %% &4
T B5d 0.62% 0.03%
T e 0.84% 0.02%
o] e 3k : Al @VL AM%E@%, e, n-Pek, S, v

& 9o A A1) nhEadEd #e 97] gEH CE s AR el wiebHei. abeEA e At
HeE 100 WA 250 mle]aEoltk. 50 WA 150 who]AEo] HT} wpgrAEtar, 25 WA 100 mfo] A o]

71 S QIR gl Al Folstrlel A ddHor s vEdEd 2l 97 G (& AT
ARHoR edtold AdHE vielvEd el 7] FE OF wEld SR & Sl tal 5% iRt
N-ZivpuEdd 3, nhby s 2 e v

Ao F Tl mal 55 %% Hluke] N-AEA R 2 )
ah. wo e 116??1]—“—, S ERlsl § el dd 23 el Ndkl
Zol tal 259w vwre] N-ARA Y FY BAEo] 3
2ae) & 7% 1 e 152% vwe] N-
U2 BolEel AR

ke
=)
h=
&
T
i
=
wa ©
=
=)
T

U

0,

[o2
o}}lt
K3
fu}
:%

—
of)
ol
=
=)
1)
10
-
N
Jiz
>,

B

200mge] B8t Vel SFB(IAYIY f7 A7) g Fzejol=, oolaray T, WHL 9 Lo
A e gulol AN, Qv SAF A7 Azt on HelHw, g gl AxW WA F
AR, A4 A4 RFES 45 UA 50TAA 7 selA 3% AEA AT

Pl C= P2(1)/n &¥lolx 75 Zte WAMEA 2A Al2"S 2t Aoz JuF ey, Ao A Wes

the3 2t} a=10.086A, b=10.258A, ¢=10.423A, «=90.00° , B=99.68° , ¥=90.00° . A X3 = 1063.03

A,

el D

3pska] Ve 3= AACl e ES ©d AA BAS e @Asta, oF -150CE I4AHY. (159)8 =

(7omD)oll EfAIZ] 3, EFN(266ml)E HIMEEY. EFES oF 38T=E 7M€% 3, 50% NaOH(w/w)(7.292) 5
7t I J el

HA7yskoih. 15417 Fol, E3tES EF<MGnl) Fo EA4stE ©2:(0.75¢)9 &2 HEd F, oq7s)
o oy dEAE EFA(22.5m) o2 AlH s

el B

s}sha] Vel &§E(50mg) 2 == ¥stE WY tert-$d¥ JE@B.mmDE ZyzzAdd w-g g7
A7rskict. EFES of 1C/2ollA oF 40T7HA 7hdstaL, 40ColA 1052t FAAZ -, oF 3T/ollA

+ 5
SN AR, ASAE A SRS FANAG. A=A of
A
(o)

Coltelelnh. of3 GRAE welehn BEE F vholQolA] 5T X
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<117>
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g C 2 e B)E 7|9k o] Alwl2 D5000 3
21 1ve] 3lgtEo] nEE(mlEUEd §8 471,
X-A 34 8 dd 24 A5 2RE Aakst

H

& 9% gheba 1ve] sghEe] el AS] AlmellX 3 WA 407 2004 o 5% 2o AT AEE Zte e v

ol 20 B AU Ax=E AT

ﬂl

Z9
20(°) AH 25 (%)

7.9 6.8
8.5 414
8.8 20.2
1.5 9.7
154 26.4
15.9 13.4
16.2 14.9
171 100
17.8 432
19.0 34.4
20.5 11.3
21.0 13.1
22.0 12.1
229 11.9
24.0 12.2
24.3 15.2
25.4 14.2
26.1 7.8
26.7 8.1
27.6 75
29.4 10.8
30.4 6.8
30.8 7.2
31.7 6.8
328 7.2
34.7 6.8
374 5.4
39.6 54

« MO 2ES AR 3 L ol

(tet Cheksr 2= QUCEH.

F 102 skebA 1Ve] shekEe] Fef Co AlRellA 3 A 407 26004 o 3% 3o A AEE e BE Y
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¥ 10
20(7) |40 Z=(%)

11.3 100.0
122 134
13.4 8.2
14.2 105
16.0 6.8
17.3 40.0
19.4 84.3
19.8 29.4
204 58.0
20.6 73.5
22.0 65.5
22.5 6.4
22.8 6.8
24.4 3.7
254 47
26.9 30.8
27.2 46
274 16.4
28.3 13.0
29.4 122
31.4 4.4
31.8 5.3
32.2 5.8
33.8 10.0
34.6 47
34.9 4.2
36.1 6.1
37.3 195
39.6 3.2

» MO AEE YR 30 W el

meh cgrg 4+ 2t

# 112 38k

i d=E 2t BE 949 26

ZIHSd 10-2009-008607 1
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E 11
20 () | A0 ="
55 76.3
6.9 255
7.6 23.6
9.9 54.3
1.1 58.6
114 100.0
13.1 6.3
13.4 19.3
13.8 8.4
14.5 77.0
15.3 64.7
15.6 33.5
15.9 14.6
16.1 13.9
16.3 13.9
16.7 20.3
17.5 22.1
18.0 6.6
18.8 44.8
19.0 54.8
19.7 10.5
20.0 13.8
20.8 16.7
21.2 25.2
21.6 8.2
21.7 7.6
22.4 6.0
23.0 11.5
23.2 12.5
237 20.6
24.3 8.2
24.5 9.9
249 12.9

<122>
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25.2 5.7

25.6 43

26.0 15.9

26.5 32.7

26.7 53.4

27.1 89.5

27.8 20.7

28.1 15.1

28.4 50.3

29.2 8.1

29.6 18.1

29.9 48.7

30.3 38.3

30.6 15.5

31.1 23.6

31.9 2.2

32.3 8.3

32.6 4.4

33.0 6.8

33.3 12.5

33.9 4.7

34.3 8.6

34.5 6.4

35.1 6.9

36.4 9.4

36.8 3.2

37.0 2.8

37.2 2.4

37.6 4.0

37.9 3.8

38.2 2.9

38.9 8.3

39.4 6.2
* A ZEE AN 27 L Hepol
Meh CHerst 2 QUL
E 12+ 3}E] VY geEe] ¥
A s 2= nE 9F9 260

ZIHSd 10-2009-008607 1

el @7De] AlgolA 3 WA 407 2094 °F 0.5% 3}
R lias
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¥ 12
20(°) | &0 2E(%)

5.5 38.4
6.8 2.1
7.5 9.4
7.8 1.1
9.1 35
9.8 4.4
11.0 44.8
11.3 100.0
13.3 29
13.6 0.9
14.4 8.8
15.1 27.4
16.1 13.0
16.5 20.1
17.2 1.0
18.5 3.3
18.8 1.4
19.5 2.7
20.5 3.6
20.9 1.6
213 5.7
22.2 2.7
22.7 11.1
23.6 1.4
24.1 0.9
24.7 0.7
25.9 1.6
26.7 6.5
27.5 3.4
27.8 3.6
28.1 6.3
29.1 1.0
29.5 1.1
29.9 1.8
30.4 4.4
32.2 1.4
32.6 5.7
33.0 1.5
33.5 1.3
34.3 1.3
34.8 1.1
36.1 1.2
37.4 1.4
38.4 1.1
38.9 0.9
39.3 1.8
39.8 1.0

*» A AS= X 3D L FE

<125> et Cheksr 2= QUCH
<126> ool sheh Vel SgEe FolE Felel guistE de ww ohg ¥ FHw 2L S w, oE
o 2 g wele g dvh. ® 13 g Ve g A4 Fu 2o dE 553 3 u
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<127>

<128>

<129>
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¥ 13

SEl A SE C SIE D SElE

20(°) 20(°) 20(°) 20(°)
8.5 11.3 55 5.5
8.8 17.3 9.9 9.1
15.4 19.8 15.3 9.8
171 20.6 17.5 16.5
19.0 22.0 271 22.7

L

SHEo] udEMUEFE R 971 gH OS5 108E Ay IR 39, ZF 2 2vlo]=(KBr)
Fo-FtEf-dEeo|=(CT) HAE717F AFE Illuninat IRCIEE) Flo] g A< 4(FT-1R)
2 B A= 2 A2 (SensIR Technologies)E ©]-&3F Ze|A HEFshd o) 1 EAE 9T},
thololZ = A% E WAL (ATR) E 3 (ContactIR, AlZ~olo]dd A& 22 ~(SensIR Technologies))E& ©]&-35}F
o Aags TN, Ao ~HAEYLS -7 (Happ-Genzel ) ofEtho] Aol M (apodization)s o] &3

dom 9] AAEY HFEOIA 100m vF= FHE o]&F 100 BA RrhEE A& vehdt AR Az

oJolE = A AE F WAFE(ATR) HXE o83ty 3 A,
N tE 3744 Aol
% Prozye Y49
2400 W] 3400em ¢l il A% 859 WM MA L 82.8¢ FE GAF olgste] MEUZY &Y
(ThermoNicolet Omnic) 7.3 WA AXEo] d7 Adl ¢4 =

Wl AgR QA= tdem olth. 2400 WA 1900cm Abele] el tholopEE AMEF E4S WE FT-ART
2~#AEH (Ferrer, N.; Nogues—Carulla, J.M. Diamond and Related Materials 1996, 5, 598-602.

Thongnopkun, P.; Fkgasit, S. Diamond and Related Materials 2005, 14, 1592-1599)¢l] &=A)3tc}t. 3}sha] 1V
o sgEe] gl €O FI-IR 2FEHL % 9o Alz=of 9l

o z
ok M= 650 1A 1900cm o Fede] A9 859 WHE A H 90.09] Aw A,

i)
ot
o
o
o
ol
2
Lot
ro
i,
ul
)
oft
22
o
il
o

X 4
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<130>
<131>

1221

1234

1263

1292

1324

1341

1353

1385

1449

1464

1472

1488

1506

1520

1539

1858

1574

1633

1684

1803

1821

2445

2539

2577

2676

2729

2852

2869

2899

2923

2942

2950

2972

3013

3035

3044

3055

3085

3342

gqtﬂzd IV-J 341#

o ARYZH 960 FT-2k

1007 Al F-7h
DMXﬂOWQ °o]& =
| HAAIHTE. ZH7Ee] Al
Sk‘iiﬂr. ARYUFE $Y

o] 1P E(tEYEd F2 47D CE

Tk EFAE o] 8T et Ll o3

B gRle FYzEe ofgdte] s ARE frE N
2SOl gste] AAERS 63T

ate] 71538k, 7ol AlEo] dis) 4719

AlRE 45°

2] 3400 cm @ 9

EERLEERS

olgstel W2 MEe
Vel shgh2e) Gl Co) FT-2hut 293

5o 2AERS WA AW F
7.3 ~XEgo] 93 AY dagEs
o) 75, 0.0088 ZE A R 759 MEE

0
sl o W
KR
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<132>

X 15

=

(cm™)

115

130

195

213

243

248

283

320

358

381

420

449

471

493

577

597

617

736

791

814

849

859

868

912

921

940

975

1004

1029

1038

1054

1085
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<133>

<134>

<135>

<136>

<137>
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1097
1132
1154
1169
1185
1204
1225
1236
1243
1266
1289
1323
1355
1362
1446
1471
1523
1549
1573
1634
2854
2873
2903
2925
2949
2955
2973
3007
3029
3035
3055
3087
3343

spska] Vel FRFEMHIUEA fE 97D n¥E9 FH CE W UlAe BFEA-ulo]esd oWl
(Bruker-Biospin Avance) DSX 500 MHz NMR #FAlo] $1x¥ BF#-vlo] 9 ~3A 4mm BL CPMAS ZEH Afofx
9 2% 2 oM A 8 T EFtel o3 5AS Y °F 80mge] Al&E 4mm Zr0, 234

kHzol A =@AZh, w2 23 SR 29 Al

é-{N l>

P GARYE wA-BY vlH PF 2 AP ol gdte] € ¥ 2AEAL FHHACHCPMAS; E 16).
WA-AY AE AL 2.0ms AAHAT.  OF 00kHzo FX @AWY o] AEHUL. 48074¢] Lol F
At ALI AL 380xE ZAHUT. GWE FHo] 29 5meE AR ARA olriutgle] R #
F% olgste] ~oEYe] FRIYUT. AYHOoR, o X Wy A% A= £0.2 ppnolth. B3 1V
of shgtEel el col C CPUASTE = 119 AIFH o] vk Zvg AlolEwiEi HEe FAIHo] glnt

¥ 16

BCc stEt™ Ho|® p—
[Ppm] <=
149.8 9.2
144.6 11.2
143.9 12.0
122.9 9.7
50.8 9.2
43.3° -
425 9.9

(a) 29.5ppmoll Al 214} oftiulere] ©R A g thdk Fx
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5

=

=

H

e
[=)

A7 AR olgd me o

Al
=

@ weel

A)
=

CPMAS

(b) I3 Zo|2

<138>

1
il

(¢) =3 o7

<139>

=K

NFHEA 2 b

Vel sHgEel Pe) =

54

bl A4 8

He o83

H}

il

oA 7HA]

oF

gt

<140>

f@@@

~~&5ryo

sheta] Vel sigHEe] N-7hEA] HobEe

il

=K

il

TR

N_

(210nm, 5vlolaEEE F¢ H

=
=

0.1% H:PO,, & =9] 5mM OSA: W EH2-(66:34, v/v), °o}
) 3N R A12004/02358505. 0 A E ] Qlth.

AY 2E-50TC; W 7

3ol

. 2=
DA

150mm Zo]x4.6mm I.D.

a4,

SB-C18

ERE SRR 1

E zzZukx

N-3E
AHE

<141>
<142>

i

94

3] el o]
dutey S ke

-4
24 ArzRE AN

_5
X

N
o]
=

1)

79} 2+ AlwlA D5000 3] AA AelA B X
o] FHEY, B X-A 34 sHe o

=
E4

1

3]

FE2 Fd 24 X-Ad Al ¢

<143>

£}
ul

,:_

o

172 N-7hgAmteuEd F7hze) Al5olA 3 WA 40° 200014 °F 0.5% =3}

-~
R

<144>

=K
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¥ 17
2o () | A 2=’

7.9 7.8
9.2 100.0
11.1 1.7
11.6 16.3
14.5 1.8
16.0 1.1
16.8 2.7
17.3 29
17.6 2.0
18.0 2.1
18.5 10.3
19.3 2.5
19.7 1.3
20.1 4.0
20.5 5.0
21.0 7.0
215 2.1
23.0 14
23.3 1.5
23.7 3.2
24.8 1.2
254 3.2
25.8 6.9
26.5 2.0
27.5 6.5
27.8 1.7
28.5 4.4
29.1 7.3
29.6 5.4
30.2 1.4
30.6 25
32.2 1.8
335 1.9
34.5 14
35.4 1.5
35.8 1.7
36.2 2.0
36.6 1.5
37.3 3.4

» M YEE AT 3I1 L e

meh Ced 4 A

<145>
<146> F 182 3heha] Ve N-xdulel U BobEe] ARl 3 WA 407 20904 <F 0.5% 23e] A AEE %
= EE I3 A F=E 2 208 1%
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¥ 18
26(°) AT 2 (%)
8.8 16.9
12.4 6.1
14.6 35.9
15.8 100.0
16.5 68.2
17.6 5.3
17.8 9.1
19.6 57.8
19.9 18.9
21.2 6.4
22.4 9.5
22.8 4.8
23.3 225
23.7 28.6
24.9 42.4
26.2 21.1
26.9 26.7
27.3 23.9
29.2 6.8
29.3 8.6
29.6 3.5
30.3 2.0
30.5 1.0
32.0 2.4
32.3 4.8
32.8 3.3
33.3 3.5
34.1 9.4
34.8 0.7
35.8 1.9
37.3 2.7
37.5 3.8
38.0 2.0
39.0 3.9
39.2 3.5
39.7 1.4

<147>
<148> ¥ 19 N-7FEAEE U E B8 2 N-2dugyEdd gigk X-4 B2 3" wiE 3elels 1h53 A E
£ veic,
* 19
L= |
WAZSANIEE e ze
T 26(°)
()
7.9 8.8
9.2 12.4
11.6 16.5
16.8 17.8
<149> 18.5 19.6
<150> N-7FEA U S BolEe 18 ES A7) 1064nm NdYAG #Hol# 2 InGaAs 7:

=718 g A EYE 960
FT-2}5t 237 2dollAe] gut £338te 93] 5o FHIEJTHE 20). o5 1PFEFL F{ 3sk] 1V 3}

o) e 02 oG 5 k. N-FFEAlubgUZE BobEe] figk w3 HEe WA 2800 U)X 3400 cm 3
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<152>

<153>

<154>

<155>

<156>

<157>

<158>
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1209
1225
1236
1248
1266
1290
1306
1316
1361
1446
1458
1472
1483
1528
1550
1574
1581
1637
2854
2871
2900
2926
2955
2973
3031
3054
3344

218 N-ZHRANHRIUEY 2RSS S8k Ve shghel Ful Csh st o 88 £ g N-sH A
s o R m R Tk we

¥ 21

A5 25 Ax"E IF FdA 2%w/w) 559 &4 AES 2437 8 slkYER f8 97 g9 CE

|(National Starch)®] 244 ola¥ FFFA) 4 FA4rdm =3, "4
EFES dY= IHE FEA ZE (Lol AT A9 A4 HElx HAEZ X ~(Texam Release
Technologies)) Aol 7183l ANA QBoA 60CIlA HFEA7|aL, A AR 2mgh FoJL%S dAs=
5 Ao, d "5SS EEozE 2E ASAONAES ARJE E &A1 M IekrEl (3
Pharmaceuticals)®] SCOTCHPACK #1012)2 = Z53tc}.

=z
=
)
S
=~}
NJ
QO
Ko}
[e))
2
R
e
>
Suj

N

)

PN
A,
&

lo

ANe] 2 - MEHE §8 A3 ) A2
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<159>

<160>

<161>

<32>

<33>

<34>

<35>

<36>

<37>

<38>

<39>

<40>

<41>

<42>

<43>

<44>

<45>

(D vYEd #2971
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, A= =59 F2-8(Duro-Tak, S3AFE) 387-2052

Aol A7 ALY S A2 St Hrpsta, =%
gtk AMdE EFERHE IVIE AASR d= gold, oE 9 viddgZMedirelease, T5AE)
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