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[0169]

[0170]

[0171]
[0172]
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[0174]
[0175]
[0176]
[0177]
[0178]
[0179]

[0180]

[0182]

[0183]

[0184]

[0185]

[0186]

[0187]

[0188]
[0189]

[0190]
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B X-A 3d 2 ER el

ok, & el ool /1 SA5hel AAAE Sol HAGA AR Bek. b sl A B g
o WES AASHE AU BB WP WAL 7] Aol BYHE AL ok, B e AAdE P
Aol A BEAA AN 747 Aol B W wek gskA Agsh] s AFEE ol

B3, olatellA AuE Aok B gujE 5 Ade] gle 3 Sigma-AldrichAFRFE FYskglar, oRt=RY]

olE YEFY U+3ES Gador S.A. Active pharmaceutical Ingredients Divisiono| A F+¢38te] AL-g3s}9itt.

2 X-A A4 A= MXLabo(MacScience A|ZE)S AFE3IR AL, AFFHL Cu, 3782 1.54056A, Zt=Al= 5
= o

42 W, SAPHS 100 ng AL ATE fwel Fn BFS @ F, 87 zAstelA
=4a,

ol B9 3.040 WA 40.000 deg,

dolE FE =1 925

AZrA 0 0.0400 deg,
FAMEE: 4.800 deg/+w

KF(Z3A F=254) 7171

)

x1>
A ZAF: METROHM
el METROHM 870KF Titrino

BN 2 A AN o g3 AHHA B4

dlolE: 4% ~ 649 FE& vEpd.

<AAlY 1> o|Rt=E2Yo|lE YEFY 453E dAY 19 A=

olMtE2u|o|E JEFA A3l 0.5 ¢& AAF 2.0 goll H7Fsal 40~50ColA &A1 AT, g2 wr-g7)o
olAxedAdTL (IPA) 1.5 g2 FYstar 15-20T oA uuksltl. o] F 15-20TolA olATedd =S
(IPA)°] B0l W7o A7) o|Mt=gYolE F=8&AS HH3] H7FE & A2 (200)04 1A3F o wwk
sto] A AT, A7l AAS ofdstal oAz md s (IPA) 0.5 go = AH a3t 01—?— FAE
60C AU 5 WA 10 muHg oA 12413t Sk HAx3te] oizruvlo]lE YEESY dstE 24F 1S &5
3kt

T8 96%, TE: 4.8%

22 X-A g4 ~2d9EHL = 19 Yelhd wie} gon | EAAQ yAE= 9.59° , 10.95° , 14.92° , 15.16°
17.09° , 18.30° , 19.49° |, 19.93° , 20.59° , 23.54° , 24.63° , 25.79° , 28.77° % 30.86° oA e},

<AAld 2> olRlERY|o|lE HEFH E53E Z2AY 19 A%

o= 2 Yol E YEFY U4FE 0.5 ¢ AAS 2.0 goll H718laL 40~50CAA L3|A AT, olazzded
E o =)

< (IPA) 3.2 g¥} olax 2 HE (IPE) 1.5 g9 E8uo] A7) oRI=2Y|o]E F=8dg s i3
A2 (20C) A IAZE St whtsle] AA S ST, Y] AAHE oFsta oA 2dUdTE (IPA)T 9]
AZ 2 H 2 (IPE) &38& WA 10 mmHg

Wl (2:1 w/w) 0.5 go2 AFHSAUTE. o]F H£AS 60T FLLE 5
ol A 12413t ok Axste] S A AT RN ojMt=RYolE YEFE d53E 24Y 1S 53350,

& 96%, T 5.2%
B x-A 3d A9EYHS AAd 19 2AE AAFor FAs Y.

<AAd 3> o|RIEEY||E YEFY dsdtE AAY 19 Ax
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opFERYCIE YEFY d5she 0.5 g& AAS 2.0 goll H7Fskar 40~50TCA & Y. olazRdds
(IPA) 3.2 g3} wiktert-F-Eolldl2 (MIBE) 1.5 g &3-&ufel 7] ojwt==Y|c]
b 15-20 Tl 1ARE Seeh anibstel A e sl 7] dAS efusha o
Htert-FEH = (MBE) EF-Ev (2:1, w/w) 0.5 g0 2 AFFAT. o]F FAE 60T Y 5
mmflgell A 124 3F 53t 3123 }O% s AAToRA oNERVIE YEFYH dste AA4Y 1+ F

i) r°1' o
b 1”‘
Id

a HU

3 =
5

T 86%, FE 5.1%
XA 3d 2dEHS AAd 19 2AY AdHo R ST,
<AAd) 4> olBl=RU|olE YEFY d53E Z2AY 19 A=

=R YolE YEEY Ad53E 0.5 g& AAF 4.0 gol H7bstar 40~50ColA A HTE. o & wk3-7)o)
|xZzhd7e (IPA) 1.0 g wWlehe (MeOH) 1.0 g& T 6}3 15~20°Coll A wwkalo] 3
g (MeOH) ¥} o] A2 H Y& (IPA) EFEU7E Sode Whe7lo] 7] oit=R Yol E
bk $ 15~20CellA 1A17F 9t anbste] A4S A, A7) A4S A7star oA
wHeke (MeOH)2] Eggn) (1:1, w/w) 0.5 g2 AFsAY. HFAS 60C AYLE 5 Y=
12A17F <t Az SulE AATOEZN o|HEZoE YEFER d53E 2A4E 1S 53t

[

[}

N

:J_

& 86%, T 4.7%

=

A 54 AfERe A6 19 4485 4oz 5

<Al 5> o|Rt=g2Y|o|E YEFY 4d3E dAY 19 A=

bl

Oll

ojft=ERYlo]E YEFY dF3tE 0.5 g& AAF 4.0 goll H7Fstal 40~-50C oA &A1z, of& ¥h&7]el
olAxadAdTE (IPA) 1.0 g} 95% ol&-2 (EtOH) &N (w/w) 1.0 g& —1,5—?:}0]—_1’ L (20T) oA wkeke]
ettt o) olAxEIUIE (IPA)JJr 95% ol eh-& (EtOH) &< (w/w) 387} Solde whg7ldl 4
7] oldt=RY|o|E RN HHE] HA7E T 15~20TA A7 HF wwkste] AAS At A 4
& Asta olaz=ded

& (IPA)F 95% o ek (EtOH) & (w/m) e E3Hgm (1:1, w/w) 0.5 goZ A
= e B 5 X 10 mmHgoll Al 12A17F B<F AZRFe] S A AT ZHA oHt= 2 Y| o]
E UYEEA I8 448 1S 53590,

& 87, - 5.0%

B X-A 8ld AFEQLE A 19 A4 dAd-on FUS .

<Al 6> olHl=ERYo|E YEFY 453E 2AY 19 A=

opt=2YolE YEFY daE 0.5 g& HAS 4.0 goll #H7bslal 40~50TCoA &3 3 o2 W$7]o
ol AXaHATL ([PA) 1.0 ¢ ofAIEYUEZ (AN) 1.0 g& F43ta AL (20T)9A Iﬂ_‘s'} o E3siait.
o] olixxrAATE (IPA)F} FHEVEZ (AN) EFHEuj7te] Soldes w7l 7] ojut=Ryo|E &
ANE A3 Hrrek &, 15~20Tol A 1AF <t wRkste] A48 A, A7) 248 st oiA=Z=
" FL (IPA)T FHNEYUEZ (AN)Y &3] (1:1, w/w) 0.5 go&Z AH3T. SAS 60C TYLE 5
WA 10 mmilgoll Al 12A13F &2t A3t §ulE AATOoRN oft=RYo]lE YEFA d5stE 448 & F
533t

T8 92%, TR 5.3%

B X-A 3d ~9EYHS AAd 19 2AE AAz o FAdsY.

<AAld 7> oRlERYo|lE HEFH dF3tE 2AF I9 A=

oRtERYoE YEFY A58E 0.5 ¢& AT 4.0 goﬂ H7behal 40~50Col A &a|AI AT, T Wg7]e
HES (MeOH) 1.5 g3 95% ol &he (EtOH) &4 1.5 g& FYskaL 15~20C)ellA] aRkete] E3taqiet. o F
S (MeOH) 2 95% o%HE (EtOH) 89 E£F8u7t EoldE whg7]ol 7] olut=adlolE Fgd& WA

A7kek ) 15~20CollA 30 Bt uRkste] ZAS AT, A7 A4S ATt WEe (MeOH) =}
95% o|eFe (EtOH) 89 =3-&v (1:1, w/w) 1 go 2 AHYT. $AE 60C 72t E 5 A 10 mmHgol
Tt Azt SulE AAToRHN oHtERYolE YEEYE d53E 443 IS 539

2
—_
o
>
L
off
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[0223]
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FE: 88%, FE 5.1%

2k X-A 34" AdEZLS 1 20 UERG vle} gon | ERZC vAE 9.67° , 12.20° , 14.09° , 14.82°
16.62° , 17.04° , 18.01° , 18.35° , 19.43° , 20.08° , 21.30° , 23.52° , 23.99° , 24.86° , 26.48°
28.35° , 28.90° , 30.16° , 30.78° , 34.01° , 35.60° 2 36.26° oA }E}wWLT).

<Al 8> o|RtERYo|E YEFY d3E ZAY I9 Ax

otERYolE YEFY dstE 0.5 g& AAF 4.0 g<>ﬂ %. 7}akal 40~50Cel A &3A AT, & WhEY]
wEke (MeOH) 3.0 g3 WlEdl S2&o]= (MC) 1.5 g& FYsFaL 15~20TC oA uvts}

eHE (MeOH) Z HE A S2ol= (MC) 23877 & 9lt HEg-7]e 7] o=
bk 5, 15~20CellA 1AIZF &< wykele] AAES AT, 7]

N

F2ofol= (MC) E-8v (1:2, w/w) 0.5 g2 A|HEAT. FAES 60T 72t E 5 WA 10 mmHgol A 124 7F
FoF A Hzste s AATLZN oHIEZ Y OE YEFY Ud5EE AAY 1S ?%ﬂain}.

Z& 90%, 52 5.1%
B x-A 3d AHNEHL AAd 79 AAY ddHor FA3AT.
<AAd 9> olmtmRYolE YEFY dSIE Z2AY M9 Ax
olt=2YolE YEFY d53tE 0.5 g& AASF 4.0 gol H713] A 8 .

WEeke (MeOH) 1.0 gZ o EYUEZ (ACN) 1.0 g¢& FUstxm 5~20C01]A1 wykste] E3siieh. WS
(MeOH) I} oFHIEYEZ (ACN) EF8uj7} Sojdes whg7o] 47| ojdt=2yolE

15~20Col A 1A17F ot mutele] AAS AT}
(ACN) E3H&m) (1:1, w/w) 0.5 go& AHetqct. 54
HAZE S5 AAGOZHN oNF=ZY|o|E YEFS

& 86%, % 5.5%

4

vk XA 5d AgEde A 7o) 24P AdHow FAg,
<dAld 10> olBERYE YEFY A48T ARY 19 AR

ojftERYlo]E YEFY dF3HE 0.5 g5 AT 4.0 goll H7bstal 40~50CeolA &afAZth. k& ¥-&7]el
Wee (MeOH) 1.0 g# EF<A(Toluene) 1.0 g2 FYstar 15~20TolA wwrste] Eghsldt.  EF4
(Toluene) ¥ wl¥h& (MeOH) ZF-Eul7E S0l k710l 7] olwf=Rjo]E F8&A& HHs] Hrie §,
15~20Coll Al 1A &<t wwkete] A4S A8t 7] A4S o8t wgke (MeOH)# EF<1(Toluene)
Egkgu (1:1, w/w) 0.5 go& AHEAT FAS 60C ALeE 5 WA 10 mmHgol A 124]3F Fot
o §ulE AAFToEN olHtERYo|E YEFS drstE A4E IS 5533,

FE 72%, FE 4.7%
B XA HA AMEREe AN 79 A4Fs AAHoR FAs,

<AAIY 11> o|RIEZY0|E HEFY ddtE 2AF 9 A=

olRI=RY|o]E YEFY dsstE 1.0 g AAT 4.0 goll H7bsta 40~-50TColA &Iz, th& wkg7]e
O AT ZAUFAL (IPA) 2.0 g3 olAlE (Acetone) 2.0 g2 FUstaL 15~20TolA mwtsle] Egslct. ola
223U TE (IPA)F o4& (Acetone) E3F-&m7F Eolde Whg7]ol 7] oRt=2Yo|E 84L& X3
A7kek ., 15~20TolA 1IAIZE Fet wwtete]l AAS AT, Y] AARE st olArEdUIs

~
—

PA)T} o}AE (Acetone) E3H&uf (1:1, w/w) 0.5 go 2 MF3YTt. HAE 60C 7Z¢eE 5 A 10 mmHg
oAlAl 12A17F B A &ulE AATOEHN oHtERYolE YEFY d5IE AAY IS 5539

S

& 97, FE: 5.5%
B x4 84 2AEUe A 78] 240 Ao FUsT

<AAld 12> opNtEZY||E HEFSF dodtE 2ARY 19 A=

e E GEFY A5HE

,_.
=)
o)
o
ol
2
5
e
o
o)
=2
2
N
L
ol

40~50Coll A &aA AT, oE ¥-g7]ol
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[0230]

[0231]

[0232]
[0233]
[0234]

[0235]

[0236]

[0237]

[0238]

[0239]

[0240]
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[0242]

[0243]
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olAxeHUFE (IPA) 2.0 g 95% o &h& (EtOH) &M (w/w) 4.0 g& TSt 15~20TColx wyrafo]
sHTt. o]iiié%ii (IPA) T 95% olEFE (EtOH) 489 (w/w) =3&ul7t ol wkg7]dl A7) o]
2UYlo]E FEAE A A7bgE &, 15~20To A A7 &<t uglate] A4S s, 37 2A4&
Slal ola=Z2HAFE (IPA)Z 95% olekg (EtOH) =& (w/w)E&Evl (1:2, w/w) 0.5 g
AZ 60C Lo E 5 YA 10 mmHgol A 12A17F ¢t

s

o
2
e
BN
ol
ol
o
2
i
2
-4
o
o
i
=
2
rE o

& 98%, T 5.6%
T2 X-4 Fd A~HERS AAA 79 A4 AAdH o2 FA3SY.
<HAld 13> oJHI=2H|olE YEFY AdFSE AFY 09 A=

o= 2YolE YEFYH UF3E 1.0 g¢& AAF 4.0 goll H718la 40-50ColM Eai A, ohE ukg7]d
dolAlHe]E (EA) 2.0 g 95% ol¥r (EtOH) &9 2.0 g& FYstar 15~20TellA ankste] E333itt.

oA H ol E (EA) St 95% olleh2 (EtOH) &< E3H-8&ui7t Soldls whg7]ol 7] ot=gyo]E F8os
M A7EgE -, 15~20Col A 1ARE &9k wgkste] A4S AT, 7] AAE ofdtsta odopAlHe
E )]

( A)g} 95% &g (EtOH) 89 38wl (1:1, w/w) 0.5 go = AFHY. FAE 60C #Age 5 U
Z] 10 mmHg|A] 12A17F &< Adixste] &ulE AAFTOEN o|ft=2YolE YEFEA dgsts 248 IS
#%ﬂ@ﬂ
T8 88%, T 5.3%

B X-4 33 A29EHS AAd 79 ARG AAdR o TdsH).

<AAld 14> oHI=2H|olE YEFY dF3E Y MY A=

odlE 2ol E YEFY AL3E 7.0 g2 AASF 28.0 goll H7Fskar 40~50TolA &A1 7. T & Wk&7)9
oA 2 HATE (IPA) 21.0 g} 95%oete (EtOH) F8 21.0 g& FYstar 30~40ColA E3hstc}y.  30~40
TollA 307 EQF A7 olRtERYo]E £8MS o) AZ2AUdTL ([PA)F 95% oEHE (EtOH) F8&Ho] S04l
= k7)ol ATbeE 5 30~40TCelA] 1AIZF <t whlsio] A4S AT, AV AAE ofIsta o]Ax=
HAdFE (IPA) 2.0 g 95%oete (EtOH) 8 2.0 g (1:1, w/woZ AFH3Y. FAE 60T TILE 5
WA 10 mmHgoll Al 12417F B¢t A zsle] fujS AATGoZHN oRt=2YolE YERY 4d43tE 249 I
< 53190

& 80%, g 5.2%

B2 X-A 3d AHEHLS ¢ 30 JeERY npel gom ERAHQ IIE 14.21° , 17.21° , 18.60° , 20.07°
24.99° | 26.00° , 28.79° , 30.58° , 30.94° , 31.28° % 36.54° oAl YE}IT}.

<AAld 15> o|HI=2Y|olE YEFY dF3E dAY VY A=

olft=2YjolE YEFSY d58tE 0.5 g AASG 2.0 goll H7Fskar 40~50TColA] &A1 AT, T2 HH-3-7]9)
ol AZRALTL ([PA) 2.5 g& Fdta 50 ~ 60TAA 30& Bk A7) oJHlEZ2Yo]E FfAL o) AZTET
&3E& (IPA)o] &0l wkE7]ol A7ksk & 50 ~ 60TCAlA A2 5t wwkele] A4S A, 47 2
AL AgHsta o)AZTRALTE ([PA) 0.5 g2 AFePT. FAS 60C ZEeE 5 WA 10 mmHgol A 124
7F Bt A zste] s Ao RN o= Y olE YEFY d53E AAY VS 530

T8 95%, TR 5.1%

T XA EE A9 E-S 4o YERE vhet Zom | EAAQ 34+ 9.877 , 14.03° , 18.56° , 19.87°
23.79° , 24.90° , 25.94° | 26.47° , 30.26° , 31.28° @ 41.32° oA JE}utr}.

<AAld 16> oHt=E2Y|o|E HEFSH I3t 2R Ve A=

e ZUlE BEFY AFHE 0.5 g& HAF 2.0 gl B

olAZeILTL ([PA) 2.5 g& FYstL 60 ~ 70CAA 302 5 ERYO]E FLAG o] AT
A& (IPA)O] EAE WHg7lol A7Ee § 60 ~ 70TolA 1Azt B3t witsle] AA S Ak, 7] 2
AL oism olAZzddme (IPA) 0.5 g2 AAFIY. A2 60C 72<¢oE 5 WX 10 muHgol A 124]
7t Bk Azt §ulE AATORA oHt=ER Y olE UEFYD drsE Z2AY VS FEIIY
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