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Crystalline solid forms and the amorphous form of the anti-HCV compound 5-(3,3-
dimethylbutyn-1-yl)-3-[(cis-4-hydroxy-4- {[(3S)-tetrahydrofuran-3-
yloxy]methyl}cyclohexyl) {{(1R)-4-methylcyclohex-3-en-1-yl]jcarbonyl }amino]thiophene-2-

carboxylic acid (Compound I) were prepared and characterized in the solid state:

S Nuv<:>%‘O H Compound I

Also provided are processes of manufacture and methods of using the crystalline forms.
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EEMRNBEEYE FFMRE -

[0142] BAMHBERBERYWEWER » TEEMERK
SHBERERHESGUREPREEFABTHUENZIHEES
VHOERBEFREKEAY ERREEHEFALEARAYE B S
B HEREBEERSYOITZHOBRRERY S - F548
B RTER B Mh kB M o RS R BRI BN 40 gE B - AL AI D
BE -

[0143] KB AR ZEBE AR TREBRES » R
HRETEEER BHEARBENBEREZIELHBE A - §
me ERRABTEEAXRBERS>MATBHEXS @ &
BERAEZHBROIEAX - 2 RS T # BB E (enteric
layer)53 B » ZGEERAUEBEEE P HE®ET LHF RN
BOTBERMEBEA T _HHHEXNTEERK - £EMH
THRZLEBSBEREE  ZEMHEE -SREHBN
%é&ﬂuﬁMMWﬁV~+ﬁ@~ﬁZ%ﬁﬁ%%ﬁé
) - |

[0144] F AR A BK AMwmmMmm&% i 1E
BRI EZCAENERABEXKEREEY PR BE RS
BRREHE - WENEBERYITEEN LA L B8 S
LA EZCHER - LABE0F  ZEBRYWEE
HOKEFEREREET  UHEFHHEIRRE - REBEEER
LA cEBPNEARYITEREEREZNL - 718
FUEBEEERAGLER HNENEETEEREERSR
(facemask tent) ~ K E B WPk &G - £ — L BB H #l

871687 -33-
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o W BB N AARYTEUEE SN G R
ROz #EBUOREFXETF -
[0145] 7E— EL M8 58 6 ch - 7 48 7% 4% B B — 78 5% 25
Y REY Y t A LA I ET LR L ¢
THMERTR I LA REBE L ABET B - B A
% UBEBY - RKEY -

£ 77 &

[0146] AKX PR ZAEY 1 WERE XN FREHRR
EREEWEENNEMNFAEZEIZCRTFTEREAUE -2 Z#H
FERTFTERAE CERARBHCV)ZERE -

&Rk

[0147] #EHETFEABAFREZAED I B BE
HERETREABRIEHE HCV BEEHAEY I B2
HCV BEBMENZHA nEB RN ZR - THREE®
Z 7516 BB E R RN A E # M (ribavirin) »

871687 -34 -
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o° "

HNYO
- *

° .k

[0148] KB AARIRNREPPABRCH ERERE
Pl > EHORBREABE RN REEREYN  ABRELFZ
RRABREENDE EHENEANERES - BHE L -
PR AN S AT 7R FO A it & 2 4% > AR 89 & T8 S0 1 2 5 8%
FREMEFEREME R BLMEREAFRMN S HFEF &
BA - Rk BEEENE  ~HPEQRE FRFEATR
NEBRFTARLEVIHEZNEEN R CREBEAR
BRAMARCEBEAEKERSE S WEBRENEE -

= 4l 1

B 5-(3,3-Z B TR -1-2)-3-[(JE -4-38 -4-{[(35)-TU &
-3 -EEEIFE )BT E)[(IR)-4-FEBE-3-4-1-
EIRE BEIER-2-F B &

871687 -35-
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I B E K
A, REFREY 6 ZBE - B - 2 HE B (deketalization) -
&R B AL T =

871687 -36 -
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OH

N o )
NH; oH bo/_ONHa OH

QoM T §ToM

4 5 6

. " HY 2 2BREEMK

[0149] =4 T B2 (1.14 kg » 1.1 equiv)f = B H 4
L (3.12 kg > 1.1 equiv)EBR EBEHEHKEBTREN 23CZ
EEBENTOL XES - £ DMSO13.8 k)il B AE W
£ 20 F1 2SCZf@RAMEBES— /R - 8 1,4- Bk 8
BZ_EiMEE1)(2.02kg> 1.0 equiv)EREXES - — B
RETZH  LHERRKERERNEE 40CHEE FBE K18
Lo15 wt%)ER K ES - A MTBE (3x30 kg)ZE N & K JE
BRENCHIEKEGEHAEMZCERY - FHERER
NTEBRMBEHIERY - ZBFRZEX MIBE £ 5 B
(10 L)YLAf2 it 2 £ MTBE H Z F ¥R -

[0150] 'H NMR (400 MHz, CDCl3) § 4.02-3.91 (m,
4H), 2.67 (s, 2H), 1.95-1.83 (m, 4H), 1.81-1.72 (m, 2H),
1.60-1.53 (m, 2H) -

871687 -37 -
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2. HEFHY 3 2B

o g%

[0151] # 2 7 MTBE T AYE ¥ ~ (S)-IM & Ik 1 -3-F
(1.25 kg 1.1 equiv)FO=# T EEH0(1.59 kg 1.1 equiv)iE
BEBEEMATOLREZLEHFERNEYMEBEE 55 E 60C - —
BEREZTEEZ WREZERNEZYVSAZRAEREDUREME 3
£ MTBE 1 HJ B ¥ -

[0152] '"H NMR (400 MHz, CDCl;) & 4.19-4.09 (m,
1H), 4.00-3.66 (m, 8H), 3.27 (dd, J=20.1, 8.8 Hz, 2H),
2.04-1.84 (m, 6H), 1.76-1.68 (m, 2H), 1.67-1.50 (m, 2H) -

3. iRy 4 21

OH

[f% — |
Q Q

4

| [0153] & .HCl (133 L 1.5 N) EHREEHF 3 &
MTBE F 2 & ¥ (2.4 kg 11.1 mmoDA X FESS - FE /MY 18
25T MBESEHRMEESY - —ERESRK - 5118
it 4 MER T 48 o F CH,ClL, (2x20 L)FEBUAKAE « 76 K J&
S & AT o YR NaHCO, K HE(15 Lo 7.5 wtth)if

871687 -38-
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BE 1B BFUIRASMZSME - KEREEERE

ar ° IRIEABWHE S vol (10 L) EH 12 LBZEHRE

E 8.5 L LIEMHES EtOH 2B KK 4- 'H NMR (400
MHz, CDCl3) 6 4.17 (m, 1H), 3.95-3.75 (m, 4H), 3.35 (AB,
2H), 2.74 (td, J=13.6, 6.7 Hz, 2H), 2.10-1.97 (m, 5H), 1.71
(td, J=13.6, 6.7 Hz, 2H) »

4. HiEFHEY s cBFE KA

OH

BB
Q O ©Acoz_
s
[0154] # 4 & EtOH BFWHEKRE 70 L K JE2(7.84
kg > 303 wt% > #H 'H-NMR)> Tt M EEBERER
20°C » DAKE I X FE IR B R Y 30°CHY 3 & # K Ti(OiPr), (4.0
kg > 1.25 equiv) » DIHERE M ER B 35CHI&E B # X
FH(.2 kg 1.0 equiv) - MREREWAE 20CTR#H 1
N RBERBREREMGS A E-4TC - B S 1L H Q210
g 0.5 eq uiv)¥ AR 7E EtOH(5.8 L) » i DL M 3% X FE I BF
FHEBE OCHEERERNERERESY -1 NNEZHR > B
20 wt% EEERKR ZNER(8 L) 4-F £ K-2-F (MIBK »
192 DK EEBREREN 20C- B EEUW KR Tt #
30 0 MIUIEZER - EEKEBLA 15 wt% NaCl(19

LDtk BEHME  ZEBREBTREERMEEZERY - £8

871687 -39 -
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MIBK(7.1 L » 3 vol)i ¥ 18 B Y& HE3B 0.6 KB IR B
% i J (polish filtration) - M EEB S 70 L X fE 5 fl
BL(S)- MBI kg 1.0 equiv)BED BHES - KR
EED 1 NG > FIRBE 15 H @K MTBE(9.6 L 4
vol) - BIE#E 446 A 8.7 L 2/1 MIBK/MTBE ¥ ¥E g 8 - 7
AT SR EBENEREOGERY S -

[0155] '"H NMR (400 MHz, CD;OD) & 7.60-7.38 (m,
7H), 7.32-7.18 (m, 3H), 4.21-4.09 (m, 3H), 3.89-3.71 (m,
4H), 3.34-3.19 (m, 2H), 3.12-2.97 (m, 1H), 2.34 (d, J=7.1
Hz, 1H), 1.96 (ddd, J=46.9, 24.1, 3.7 Hz, 2H), 1.85-1.65
(m, 4H), 1.51 (td, J=13.7, 3.7 Hz, 2H) -

5. B REY 6 2

OH OH

/_ONHZ OH /_O%H;, OH
G o g o

[0156] # 5(2.20 kg > 1 equiv)F] Pd(OH),/C (0.12
kg > 20 wtwEZ 2 E ¥ > 0.02 equiv) KR E 70 L KESH -
1 1 1t I JE 88 36 X %} MeOH(25.8 L > 10 vo)FIH B $%(1.52
kg > 5.0 equiv) - S REBZNEAYEERREME T I
BE 48-50C - ERETHK BRERSYwEHE 18 £
25SC FIBRENRERGYLUBRER - Z8AEKE T X
BRI ZBEEE 12L(S voDZ R BHEEREE(PA) - &
BB A IPA4 L 2 voBE R IESE - EEZEHFEFR

871687 -40 -
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WCTERYEBLUEGSEHGEBY 6

[0157] '"H NMR (400 MHz, CD;OD) & 7.50-7.42 (m,
2H), 7.33-7.15 (m, 3H), 4.15-4.06 (m, 1H), 3.92-3.59 (m,
4H), 3.37-3.13 (m, 4H), 2.94 (td, J=10.7, 5.6 Hz, 1H), 1.97
(td, J=7.7, 4.4 Hz, 2H), 1.87-1.59 (m, 7H), 1.55-1.39 (m,
2H) -

B. @t MY 9B ZRUOREAA

O_’ﬁ—"ﬁ‘*%\Q

7

. g MY 7 2R

S

S
@ | —_— B‘rUBr

Br
7

[0158] WM FESR ER SR KB (47.6% » 125.0
kg ' 5 equiv) e £ 25-30C T B EK (12.5 kg ° ,%@rg 99% » 1
equiv)fil E H o« R LU T 8 (0.625 kg » 0.13 equiv)fn
EERER  BREBMBEE 50-55T < & 10 h & 50%8
SMMEKERGLS kg 3.1 equiv)IIEZXER > HEFR
BEHE SO-55C B - REBNIEHRMEE 70-75C - K JE
TR Z% BRERBSAZE 20-25CH A 20% R EREE
W (17 L)~ PN G S MBI (62 L)W ER 2 ft if
WMELRAEBHMEEYETHBUREMR 23 5-ZREEY -

871687 -41-
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o FRREEREET EM M E -3 -

2. WY 8 KR

Br: S Br Br S
o "
Br Br
7 8

[0159] % — FHEZFE (DMSO - 330 L)ER ERESH - &
2,3,5-=REBE 33 kg 1.0 equiv)ER EEREHRL TLK
FEBE - MR FER W ANE 15-20C - BHI&E & (7.8 kg 2.0
equiv)E 2.0 h ASHERNEXER H #HSEE 15 2
200 - BRFERMBE 20 F 2SCUMBEI K ETK -
£ 10 £ 15CTFE K (660 L) & 7 FE 58 BR 1% 0 ¥ & 9 25 HY
MREBFEG>x165 L)F - k(165 IEHTEeaH cBERE - &
EHREBREEBEKFEEMNGB.O kg)E R AL AEREB TFTER 50T
RAELIEE 2,4 “REL - ko FRHNXEEEHETEME

__,I:L&E@o

3. Rt HY 9 CREA

4\— =__°S

\

[0160] B REHMmELAARTLE - & = FEFEF
% (560 L)1 2,4-" R MEW (37.5kg > 1.0 equiv)iEf & X fE
e c BRERWAE 20-25C - REMLE=FERES

871687 -42 -
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(3 kg 0.03 equiv)i#E £} £ X FE SR - £ F & £ it 1k 52 8
(1.6 kg 0.06 equiv) > = T HE ZH(13.0 kg 1.1 equiv)
F1= Z (43 kg 3.0 equiv) s BRERESH AR WL L
F 0.50 kg ZRACGEM)ME - ¥ X EINEE 25-30CiE#&
FPEIRETKGI 6 h) - BEKERL A = F &P IK
(37.5 L)Ve #k I 8 - B T RNEN S0CZE X B #E K
W BBEAWE 25 £ 30C T EBAER(187.5 L)t -
H FE BE 6 R R AE(3%56 L)BEik - A 5% S W R A FI NacCl
BB RERRIE - FEREE — 5 K& 8 KR K haz g
WHEBZTRER T0CCBERAE  FHo@EMAHRE M
LAgR #t 9 -

[0161] '"H NMR (400 MHz, CDCl;) & 7.00 (s, 1H), 6.96
(s, 1H), 1.26 (s, 9H) »

C. I /% 13 2 Diels-Alder F1 B 1L,
Ph
gy
o [ % OgO-_CFs Oy OH K
/< . ‘r‘LO/\CFa i . é - . i[oj
13

[0162]%{%(8)-:i&”%ﬂﬁ%ﬁ?(l.26 kg > 0.0625 equiv)F
=-M-BFEEWE R =K Y (boroxine)(0.59 kg » 0.0213
equiv) I K M0 L)EKHERES - EEEBTRERERES
RNEVERWH I0LZEE BREEGYWHAIZE 0CIHE XU
RRKERERBB 10CHHEE # 7H' # I EE AR %

871687 -43 -
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(triflimide)(1.11 kg 0.05 equiv)7E 7k DCM(7.3 L)t &
BW - LHERBRESAESR 10CHEEERNRNERER 2,2,2-=
LB (12.2 kg 1.0 equiv) s FESWHAIE 0OCHRKL
4 h 8B ER E KM (8.05 kg 2.0 equiv)» ##F 0CL
RERE —BRXRETH®Z BHEXERESGYWES DCM
LEEMHERPHEYE DR 20% - &R UG Lk (THF » 69
Wi B RMEE 40C- R 1 hERGEMEEKEY
(LiOH-H,0 » 4.0 kg 1.2 equiv)fE 46L Z 7k i ¥5 Y& i 18
HEIER TLC HIEEBLMNRESTZN - BERERES
B E FEH NMR HE R 13 2 20 mol%THF - #E R H E =
& T & B (MTBE - 50 L) H 7 (6.1 L) ¥ #% - H
MTBE(2x50 LYREZWKE - EREHZCEABYNRES
EMZ/KHEESEHER 13 BE 5 mol% MTBE - # B #t
(46 L)F1 DCM(2.4 L)ER EKKEREY - A 4M HCI(31
k) Wk EHE S Y - B IE B 5 (52 L)EZ“HSUMEEH%
0.1M HCI (15 kg)F1 20% EE /K (38 kg)ikiEEHY - & 2 h
£ 20°C T $#0EWE (6.9 kg » 1.05 equiv)¥E R FE 13 £ DCM/BE
AP ERBR - BEABEEI A IEBREKG6 L)EIKIE
Bt - EEE TR 35TCHREEBIEML 13 (98.4%ee) -

[0163] 'H NMR (400 MHz, CDCl;) § 7.76 (s, 2H),
5.39-5.37 (m, 1H), 3.77-3.74 (m, 4H), 2.98-2.96 (m, 4H),
2.48-2.41 (m, 1H), 2.27-2.12 (m, 2H), 2.10-1.90 (m, 3H),
1.74-1.62 (m, 1H), 1.65 (s, 3H) -

871637 -44 -
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II. &Y 18 E K
A, B TZ N-JFEAMA - B fAgk

1. B 12 N-%5 5

=

S .
OH \
) 9 Br x__s
o NH, ?H \
0.,

siea i

[0164] # Pd,(dba);(57 mg ° 0.3 mol %) - t-Bu-
BippyPhos(0.63 g+ 7 mol %)f] KOH(3.5 g 3.0 equiv)i# %l
F 125-mL REAFZE - EHELESDERZHKKXE M0
mL » 8 vol)~ 7k (2 mL > 0.4 vol)~ 6 (9.1 g- 1.2 equiv)fl
9(5.0 g 1.0 equiv) - EMHILE & U & K IEHERNE YN
EIOCEFLUIZHBEHNECEREZRK BRXEEEDS
AE CUEAERB TRERGYUELEZCESE - FHY

L83

871687 -45 -
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BB BT R EtOAc ik f 5 E 88 LU 2 58 & B
By NI(FEHIEFM. HPLC BH 99.9: 0.1 EBEEEHY
bt ) -

[0165] 'H NMR (400 MHz, CDCl;) & 6.60 (d, J=2.0
Hz, 1H), 5.78 (d, J=2 .0 Hz, 1H), 4.16-4.10 (m, 1H), 3.88
(dd, J=16.6, 7.9 Hz, 1H), 3.84-3.76 (m, 3H), 3.25 (dd,
J=19.2, 8.7 Hz, 2H), 3.09-2.98 (m, 1H), 2.01-1.95 (m, 2H),
1.94-1.90 (m, 2H), 1.77-1.74 (m, 2H), 1.59-1.44 (1ﬁ, 2H),
1.42-1.31 (m, 2H), 1.29-1.27 (m, 9H) -

2. wftzl IV Z B {6

¢ % Y
0 W

[0166] WHECIEM WEHEBEMNARALDLZ 15-mL iR
B 13(557 mg o 1.5 equiv) ~ 2-F £ -THF(5 mL)f1 — /&
DMF(#7 2 ul) - ERAKBRREEGmAIE 4T - & 1
min G EEEH(0.32 mL 1.4 equiv) I EXERSGY - &
REESGYR 30min A/ E 19CIUAE 19CTE/HK 3 h- &
I11(1.00 g 1.0 equiv) ~ MeTHF(5 mL)fl1 =~ & W & Z &
(1.38 mL 3 equiv)IIZEHENIEBEHEBENAR AL 50-
mL B > EHKBEREDwAE 7C - & 5 min &
R BEBREME T ZHE - - FRXRERESYR 30 min f

871687 -46 -
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BE 17TCHEML 3 he f 10 wt%EZE B /KE K (10 mL)EE
EREESYM> B EME - #HHMEMAKA0 mL)#% %
A ERER TR - SEGYWEBRAERRNEQRS mL)d i 8
MEE 5 mL- & 10 min /K (5 mL)F1 IV Z & (5 mg >
0.5 wt%)IIEHFWK - BEHBAEZER TEML 16 h FIBIE - B
1/1 iPA/ZK(6 mL)F LBt E E APz 8 24 h DI
IV o

[0167] '"H NMR (400 MHz, CDCl;) & 6.86 (d, J=1.8 Hz,
1H), 6.82 (d, J=1.8 Hz, 1H), 5.30-5.25 (m, 1H), 4.55-4.45
(m, 1H), 4.15-4.03 (m, 2H), 3.89-3.72 (m, 4H), 3.32-3.20
(m, 2H), 2.30-2.18 (m, 2H), 1.99-1.67 (m, 11H), 1.56-1.36
(m, 4H), 1.34-1.30 (m, 9H) -

3. EEkET I 2L

[0168] 7E 50 mL M= » g A IV(1.00 g 1.0 equiv)

M THF(10 mL) » it A AER/ KB BBEBRBAME-11T - &
10 min ¥ IF BulLi(2.4 mL: £2&E B2 2.5M B¥% > 3
equiV)ITEB R » FABRENR-3C - FREEBGWHE-12T
CE-I0CZHEEA1Lh- ZEHESFAZEABRERE E I H

e

871687 -47 -
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i 2% < /DB RS R HE W 7R (lecture bottle)) » MM 10
min- X EREEWE-10CTEML 1| h FH 10 wtniEEEK
KBBWOAO mLYBRELFEMEBERE 19C - 2 BEZEBNAZ
BEFNEGCOmL)FEBEERAR BAREREBTRREE
95 mL- RBAEGFHFIZ(0.22 mL > 1 equiv)[IZHFE - &
R E L 30 min> FIEIE - F§ iPAc(10 mL)W LR G - &
50 mL BRI I Z\WMB - iPAc(10 mL)F] 10 wt%i&E
BEAKBRKROAO ML) - REESEYVEBHBEIERER Wy
B EME - KHAEMRMEAKOQO mL)YEH#R » A iPAc(50 mL)
Ml o R 2 h BRI mL)MMERK > WHBREEH - H
2/1 BFEHE/iPAc(6 mL)BEREH EEEZEHBEPER - &
E MERSERBYIHEMNELEHAE NMR KFE X LE
4 W # NMR {8 5% -

[0169] '"H NMR (400 MHz, DMSO-d6) & 13.48 (br. s.,
1H), 7.21, s; 7.16, s, (1H), 5.28, m; 5.24, m, (1H); 4.32 (m,
1H); 4.06 (m, 1H); 3.99 (br. s, 1H); 3.70 (dd, J=8.0, 15.2
Hz, 1H); 3.65 (ddd J=8.0, 15.2, 3.2 Hz, 1H); 3.63 (m, 2H),
3.10 (dd, J=9.6, 1.6 Hz, 1H), 3.06 (d, J=9.6 Hz, 1H), 2.20,
m; 2.09, m, (1H); 2.05, m; 1.90, m, (1H); 1.86 (m, 2H);
1.86, m; 1.82, m, (1H); 1.80, m; 1.76, m, (1H); 1.70, m;
1.64, m (1H); 1.68, m; 1.63, m (1H); 1.55, m; 1.38, m (1H);
1.54, m; 1.42, m (2H); 1.52 (s, 3H); 1.48, m; 1.16, m (2H);
1.46 (m, 2H); 1.42 (m, 2H); 1.30, s, 1.29, s (9H) -

871687 -48 -
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% B 2
¥ % o %
LB SE T = o
A BRI E T R A

(01701 (5 19 MEE /BSWEREGEETESS
—RBERRGE - BRMEBESTY - KEB OkKER)
AL REE - RMERR 1

871687 ' -49 -
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x| BEAEY | B REWERERGR

BEl | VR (mg/mL) | 24 h [E#Y | 2-EERS | BFE (ng/mL) | EH| | EHE2
7K 11 e | FEaEIE ND - -
ACN 91.6 - I II 13 -
MeOH 87.4 B B >87.4 7k I
EtOH 76 B - BIK >76 7K \'
A 79.6 VYK B >79.6 7K I
IPA 95.4 R B >95.4 7k
MEK 65.6 IR B >65.6 Bt
MIBK 60.2 YRR B - >60.2 Bt | I
MeCl, 36 wH | B >36 gk | oo
THF 53.4 VYR Y >53.4 K+gEgE | 1
2 Me-THF 77.4 VYR B >77.4 Bt |V
EtOAc 49.4 B B >49.4 gl I
IPAc 39.6 BIE | B’ >39.6 ke | I+
MTBE >45 B \% 316 - -
A3 162 Y B >16.2 B | 1
BEbT 12.7 FEGEE | FEati ND - -
EtOH/7K 26 )| v 14.5 - -
ACN/7K 45.8 I 1 0.23 - -
IPA/7K 47.7 VAYE \% 1.78 -

(01711 24 hZ & > EHBMTREI =_EEFEENX - ¥
N IREGEHE ACN/IK 50 SO REHZKEVWHEA - B 1
BEHE ACN ZEKAKERN - B Il BREZE/KEESY
ZKEVMIEREMEAELE-—BZBRELERLA IV H

BAEKMRKEFRIFELEY  EMEKLDABER -
-50 -

871687
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[0172] RIBE % » f¥ MTBE 1 IPAKIEEHH EB K
A Ve 2ERBHESHER - B4 B I 2B P ELE
Bl IV BBEEKMRKEFHESERE  HMEKZDRA
REW -

[0173] EXRBEHRIOKKREE)MEEGERES > 1A
B AE L - IRIB XRPD > REHFHEALHR -

B. %EREE W N &iE

[0174] EREREFAGRERT  FEEHBMH
BN - 2 ml NEFHEBRR TIERFELH 22C
THE R2PZEREAREA T BRTE - K MEK Z
NERBOBRBRFIREREDN -

871687 -51-
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* 2. BURER A ERER

WA | enipst |2ERR | B
7k 1+ (VNE) I 0.25 (I)
EtOH/7K (52/48) \Y% \% 8 (V)
ACN 1I 1I 6
MeOH YAYR G >321
EtOH IX IX 283 (IX)
PIEA II II 241
IPA VII VII 266 (VII)
MEK X X 127 (X)
MIBK I 1I 116
DCM BK B >274
THF B AR >346
2 Me-THF B AT >334
ZEE LR II II 124
ZERNE I i 59
FECRTER| I I 108
Oz I 1I 40
gk 11 11 0.05
ACN/7K (50/50) II 1I 18

C. REFEABFHR

OITSIBTHE—SBERR UNBE BRELRE
EERRTE VINERSBHLEY | £ ACN hiy 5 i
EBWET BRBERZR KX I B —KREIHY
X FBRE ERPEX U MSESEMD . RARS— M
HhEmEMERER 12011V fI VIWBEIRS - 5%
ZR R I £ ACN 78

EEZHRREEE 7 RE

871687
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E o

1. K&%YE

A. ACN/K & #

seg
=3

=

[0176] ACN Bt &% I N E BRI &9 - Fr LUAE I W
ZHPHEMA ACN fIKEEYWREEN - HREETNRE 3

o
% 3. A ACNIKZKEY)ETE
KEE | KEE | HERH®%) |BBER | R24h590h 2 | 282FA
0% 0 0 Il II (24 h) I
4.5% 0.6 60 11 11 (24 h) 1l
6.6% 0.7 70 11 11 24 h) 11
10% 0.779 77.9 I 11 (90 h) 11
11.5% 0.8 80 11 11 (24 h) 11
20% 0.863 86.3 11 II (90 h) I
30% 0.896 89.6 11 1 (90 h) VIII
32% 0.9 90 11 1 (24 h) VIII
40% 0.914 91.4 11 11 (90 h) VIII
50% 0.926 92.6 . 11 11+ 7> & VIII(90 h) vl
60% 0.936 93.6 11 VII+/>8 11 (90 h) VIII
70% 0.943 94.3 11 1 (90 h) VIII
80% 0.949 94.9 Il 11 (90 h) T+VII
80.9% | 0.950 95 11 I+I1 (24 h) I
90% 0.955 95.5 I 11(90 h) I
100% 1 100 11 I+11 (24 h) I

[0177] FEBLHES > B 1T B 22CTHESE 0.863
KEME (B 86.3% RH)T BB EW o £ 8 & KIS I B #
ToRAVINHEATEEARE  BEELE-—KRERIE

HJ o

871687

-53-
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B. EtOH//K % #

[0178] EHERANBEBHESYICEBRIELEY 1
ERABREEYE EHRHEGEFRELATENKEY
WMERZEB/IKESH I KEYBHEFTFARGE 4) F£IHH
RIBAELAXIXBHFOER -

% 4. FERIZBEKE KSR

KIE kiEtE | BARBIER | R0/ NREZIER | R 2 BZER

0% 0 I IX IX
10% 0.510 It e YU
20% 0.654 I B B
30% 0.721 11 "2 \%
40% 0.770 11 \ \Y%
50% 0.806 11 I+ &V \%
60% 0.838 11 m - v
70% 0.866 ) 111 v
80% 0.893 11 I I
90% 0.921 n I ]
100% 1 11 I 1

C RERTFTEKXKFTZER TBE K

[0179] EHABECHMH - LEaYW I THRABNLE
<S0CTERZER - B MAEKF BN 48CTF A (50C
EE)HEHUEREARN XRPD 447 > UEEEREAR I &
2 -REEB 6> 6 MNEEEAERABERX 1 HLBIE
BMARPEA T H30 M2k B IHB XRPD th ¥
ZER - ZFAX1Z XRPDRZME | R -

871687 -54 -
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IIL. 2K v B b & 52
[0180] EEX£EAKEAZE —HTEBEBB L - E I
g BhEY I BB SN KEWEESHET M

BREHR 10~120CLEHB Bk - ZEHERBERNE S
oo
5. MR EBEHL
PR |  wBl | TGA LARHGEE | PUERE | Ridra
I 7K 40-70 °C 110~120°C | FE&EF
V | EtOH/7K (52/48) 50-140 °C 110~120°C | &
VI DIPE 100-150 °C 110~120°C | VI
VII IPA 100-130 °C 110~120°C | 3ESE
VIII | 7K/ACN(60:40) 50-80 °C 110~120°C | VI
IX EtOH 100-150°C - |[110~120°C| IX
X MEK 50-125 °C 110~120°C | XI

[0181] ZFELWHEF B X —HmMa#AgXBEER
XI - |

IV. (&Y 12 &K E s

[0182] % 6 MEBEWAGE  KAVHENESE
BB 2R BB ENER BBEHIHBR X A
FEAELEH -

871687 -55-



201420586

# 6. (L&Y | L &G AL .
iz iy skt JE3 (°C) | #EHh TGA(%) 2 K E

. ~ 7k ~ ACN/7k.~ MeOH/7K ~ FAHA/ ) o S

I K& K ~ THE K 123 5.4
ACN - MIBK - MIBK/gEf - BH

1l 457K #* - DCM/BEEE - EtOAc 161.6 0.2
iPrOAc » MTBE

. P /‘/ ] .
m | K ”Zmﬁﬁj EtOH/7k 125 4.4
IKEVIET
v Dg#@ EtOH/7k 125 2.8

MTBE - IPA/7k ~ EtOH/7K - MEK/

\% BRIEY | gy | oMe-THE/ES 123~131 3.5~4.8
VI wEIE&Y) | DIPE 144 4.6
VII BEIEY | IPA 115 6.9
VIl KEY ACN/7k 119 3.1
IX BEIEY) | EtOH 146 3.2
X BEIEY) MEK 137 3.1
XI K B X 2 EBBIESE) 140~150 3.0
XII BEEY) | EtOH/ZK FHIE 4.9

g Bl 3

i A

I. XRPD

[0183] A3 ATt & A H M =02 XRPD
NBUTIHERBREER © 45 KV 45 mA > Kal=1.5406
A FHIEE 2.40°> S FE 0.0084° > ST EAHAT ¢ 8.25 s o
B 11 Z XRPD EXBREFRNE 4 F - HEXERHERS
5.5+6.0~9.6~99-16.9- 183 21.3°20 -

[0184] B 11 2 XRPD sl & fILiE < HH®BE
RERTRTH -

871687 - 56 -
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R 7. B3 11 2 XRPD HYaEIE < AR5

WS (B e20]| HHEBAE (%]
1 55 100
2 6.0 62
3 9.6 7
4 9.9 9
5 12.1 5
6 131 6
7 14.5 2
8 16.5 8
9 16.9 25
10 18.1 19
11 192 9
12 194 15
13 19.8 16
14 20.1 6
15 20.8 10
16 213 24
17 215 5
18 21.9 3
19 253 2
20 26.8 2
21 31.2 2
2 36.4 1

II. TGA #1 DSC

[0185] B 11 2 TGA %1 DSC BIE/FERE 5 & -
R U BEAREMBEL 200KE%E 02 BE% - &
BB I66CLBY  FALS RN ATRES -

gl 4
871687 -57 -
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e

(0186] BEH R T2 S BT :

[0187] 6 10 g f9fb &% 171 70 mL 897 B R B
HIEMEE OCTHIMEEA 50 mg B 11 B& - B F7E
FAEREAE AOCTHBRED | h MAKE 3 h FWHT 140 mL
Bl MENMERANE 0~5CE 2 h THEBRED
2 ho FEEEEUE S EEE A 20 % 7k vh R B R BF B A
B E AR 40T T EZ A% -

' pl s
H At 2 = 2 W fw &R &
72!

[0188] X I BAAWARKMEEEE/KEESY
21 ACN/7K - MeOH/7k ~ WEA/7k ~ THF/KE B - 3 Lk
1% ACN/K - MeOH/7k » HE//KBEWEBZHR I &
XRPD B & - % L BAEM -

[0189) TCA B WM AR A IEBZE 2+ - BHK
CEBGEBRREEN I #4) - ACN/K - MeOH//KFI K B/
KEEWEEHEMY TGA BRUEAKSE -—BEMABLH
5.4%7k  Karl Fischer 2> #7 B R K B ACN/K 2 B 8 & H 15
189Kk 0 H A TGA B - K7E & By o FE L 2
SHEBRAE > BB SA%FENARBELKEWG.T%EER
ZKEW(6.2%)2 4 -

[0190] MIABM Kk BEERLIBFHE  WMAER 7

871687 -58 -
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FH 50 Ff 70CZ XRPD BIXBE - A 70CERZ B
HaoBEIELE -

i L 1 A

[0191] 7£ EtOH/KEE#MHFHR LN I FIE KX 1V
160 B 70%(%R HZKkER - EHRETK N U — &%
PR PR 2ECR BUERK IV BX I(E 8)
MmE IV(E 10BEEHEM8 XRPD B > R 7T % & i AL
BZ2h - TGA HIRERNE 9 B 11 PR EEHRE
KEMIEEIEME R -

eV

[0192] = V {&# MTBE - EtOH/7/k - IPA//K -
MEK/BE f¢ ~ 2-Me-THF/R I E B M % 2 XRPD {RE R
PRE 12 5 -

[0193] B V EHBHBEBSYWER > WK E EtOH/
KEEWCEBWE 13 F/AR - RKETFTHBE ZEBEDY
TGAXREMEE TR » 1K 8 FFR - LEXRE FRFEBH
AcERTREFEBERSY -

€

871687 -59.-
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= 8. RENEVERICIER VB TGA KEMBLIREC LB

TGA KH (%) | IBCRE (°C)
MTBE 4.8 123.6
IPA/7K 4.2 RENE
EtOH/7K 3.5 130.7
MEK/git SkHlE 124.9
2Me-THF/BEf5% FHIE 129.1

%3 VI

[0194] ¢ = & 7 8k (DIPE) 4% & & # & o i 8l B =
VI+ XRPD « TGA I DSC B{# 4 Bl (F B R KB 14 FIE 15
. 3 DIPE BEIAMARS 150CHE%LY 4.7 &
% o .

(0195) EERBRBTHR VIt ARE VIBLEY I
% DIPE iz WM& - AT REEEHR . hET
R U hER VI ERE - |

& = VII

[0196] B VII £ IPA (EBEBIC R EREW
AR (X )R - £ XRPD B A FETRRE 16 F R E
DSC 1 TGA BB FERKE 17 1 - WEHH 140C T
6.9% 2 %E  LHXB IPAZHEEY -

fe =0 VIII

871687 -60 -
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[0197] 30 VIII {7 ACN/ZK R (E 3HF K 30 =
BONZ/KZEER - RIEM 3.1%ZKE  HUTFBEKEG
] - XRPD {REE/RRE 18 K DSC f1 TGA RE RN H
19 1 -

& = IX

[0198] ERBRBEFAEGE(RK 2)FHEZE A IX
RLBCEREGY - TGA Er-HERBBERE &Y - XRPD B =
M TGA IR MBENE 20 F0E 21 & -

3% X |

[0199] 3t X fEfE A MEK 21k @18 % 7 o 6 2 (&
2)h L E - TGA B EBEAAY - XRPD = - TGA 71
DSC B i 17 B R W E 22 FIE 23 o - |

7% XI |
[0200] FEx XTI BEHN X (MEK BHE &) MBS
¥ 110~120CHE i i 2 & % (B 88 (3% 5) - XRPD [ = 1% 58
TRAE 24 & -
[0201] % F TGA H4ils » H & — EMAEEIY
110C 2RI E R EN L E (B 25) - EUEEHEREB
S P 0, U ) 7K 43 B B AR -

£ = X11

871687 -61-
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[0202] Z—EERPEHEREI N X1 HPEHEE—
SUBREET BAMEEZEFOREX IX 4 - #
rREEcER R XII REERKSFZH-EH®E - H
XRD B ARBERNRE 26 7 - IREFE 27 12 TGA BEF
o HUFRBEEWIAKEY -

3 &

[0203] BEEHIS 1 g R I RAEBE FHEMBET 3
mL “RELEPREFSENLEY c BRERALRA
OCHEZTERGE - BEBEEZHRATRR 40CiHE—
#8786 3he XRPD BI X FRE RN E 28 F -

871687 -62 -
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EEDFH —r*” B

. —E&HH 5-(3,3-Z B H T h-1-2£)-3-[(IF -4- 55 -
4-([(38)-T0 & Ik W3- 2 & % 5 % ) B O ) ([(IR)-4-F &
BO-3-- - ERE ) REER 2 BB RS (LEY I I
X ) EEMEREBES LEA Cu-Ke EHEEZ X-
HEWARHBEOS FHRGELEL =% 4.0 7.3 -
8.1~ 17.9 8; 21.8°20 + 0.2°20 -

) MEHEABEE | Bo ke IR 1 Ry
R EEES)N 4.0 7.3-8.1~17.9 F1 21.8°26 + 0.2°20 2
i -

3 MEHEAGEES | B kAW I BR 1 Eh Y
BHEEE L ROE R

4 MEFEAEES | B kem IHR  HME
R MR E (DSOS A S T HRE 55 °CEH 15T
R4 127°C 2 B % - |
s MBHHAEEE 4 EI LAY IRR T KPH
DSC i % 55 {7 U@ 2 5w -

6. MEHEAGES | B E&W 1B 1 H L2
BT (TGAVEIE - R H 95STHBH 5.4%2 & & -

7 MEHEAGES By kAW IBR 1 Ry
TGAEB LRWE 2 F AR -

3. — R 5-(3,3-Z B T H-1-3)-3-[(IE-4-55 -
4-{[(39)- 0 4 Wk -3- 3 % |9 B O ) ([(IR)-4-F &
MO EIBE R IER 2 FR(LEY | BR

&

871687 -1-

ey
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) HBMENESHT LEH Cu-Ke BIEZ X-5H85H
AEAEESTIHRHEZESL =% 55 6.0 16.9 -
18.1 ~ B¢ 21.3°20 + 0.2°20 -

O MMHEMGEESE s Hyka®w 1 B 11 Hf
FESNBEEESKN 5.56.0~ 169> 18.1 F1 21.3°20 £+ 0.2°260
pa 1

10, MHEFHEAGEEE S HEZALEW IRKR 11 Hi
SBHEREE LWE 4 PR

1. MEFEAGEES s Hefhaw I B 11 i
AR EEEEDOSCOBBEAENG 162CT R -

12. MEREHAGEE 11 Boaw [ B 11 &
8% DSC iR B E L RWE 5 hFiox -

13, IAHEFEAMGEES s Hxkaw I B 11 £
#E S5 (TGA)EIE » 4 120C B4 02% 2 K& -

14, IMBEAMBGES 13 B ey 1 BR 11 &
% TGAEE LRWE S hFixw -

15. —BEWH 5-(3,3-Z B & T H-1-2)-3-[(JE -4-
$8 -4-{[(3S)-TH & Wk R -3- 2 A 2 | FH £ ) B B &) {[(1R)-4-F
HBO3-B-1- 215 ) BEIED - FRAEYR/RE
BEw(bayw 1 B ) EBUEREBHS LEA
Cu-Kae BlEY X-HSBWEABFERS FHRGES =
% 4.1 6889~ 17.438; 21.4°20 £ 0.2°20 -

16, M EMGES 15 Befbaw I B® NI &
P EUBKEY -

871687 -2-
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17 MEHYABES 15 B2 haw L 11 X
L EYBZEEE S (LAY 15 111-EtOH) -

18, MEFHAGES 15 B LW 1 BR 1 &
B B A 4.1 - 6.8 8.9 17.4 FI 21.4°20 =
0.2°20 7 2 & -

19, MEBFHHAGES 18 Bx ey I Bt 11> &
h BN EEE L EAE 8 BT -

20, MEHYFBWES 15 B2 LYW IBR 11> &
MR R BCR B R (DSCB R B & “ R 80 °C B
110C K # 135C 2R # -

20, MEHHEAGES 20 B2 ey 1 BR 11> &
3% DSC Hg 5 L H U E 9 & fiw -

22, MEHFHAGEES 15 B2 e 1 Bt 11> &
DU E S 7 (TGA)BIE » R4 T0CB#E 1.6% TR H
150CH) 2.8%2 —HLEEH -

23, MEHEABEES 2 B LAY I BR U K
3% TGA BE FRME 9t ff % -

24, — RS M 5-(3,3-7 F T 4R -1-2)-3-[(JE -4-
CRR -4 ([(3S)-7U & Uk W3- 5 % | )3 B ) {[(IR)-4-
EBO 31 E B E R IEY - RAE YR/ RE
Bamen 1 B 1V) 38 BUE R B H i L
Cu-Ke HlEZ X-HEBABHEAOS T RELED =
Z 4.1-~7.0~9.0~ 17.7F1 21.8°20 £+ 0.2°20 -

25. MBHHAKES 24 B Lew 1Bk 1V |

871687 -3-
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FHLEUBKRED -

26. MEBFEFGES 24 B2 aw 1 1V, &
FEHAEYBZEERASYHLEY 1% X IV-EtOH) -

27. M FHEFGES 24 BLAEAW IR IV, £
b EENBEAESERN 4.1 7090~ 17.7 1 21.8°208 =+
0.2°20 Z & -

28, MIHEEAEES 27 Hokew 1B IV, &
P EHEEE FRWE 10 R AR

20 MIMFHEAMBES 24 AW I BRIV, &
MERHABHAEEOSOBBELE -ENRY 78 T4
110C K # 133 C2 Rk -

30, MEHEMNGES 29 B2 haw I BR IV &
% DSCHIMEE L{GME 11 FH = -

31, MEHEMGES 24 Bokadw I BR IV, &
DUEVE S T (TGA)YHI E - R # SOCHEB#H 1.2% FRNH
100CH 1.6%2 — B %k EBHM - |

32, MR EEMGES 31 Boaw I BRIV, &
3% TGA HE L{AME 11 HFw -

33. —HE&EMH 5-(3,3-Z B E T HR-1-%)-3-[(JE -4-
FC-4-{[(3S)-TU G kI -3- S & |F &£ )BT E){[(IR)-4-F
HBEC3-G-1-EIBE HEIEY - FRABSY(LE
MIKR V) HEBERERFT EHER Cu-Ke BIEZ
X-HmwkBeEas THHgEsEL =% 42 7.0-
7.8~ 8.418; 21.1°20 £ 0.2°20 -

871687 -4 -
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34, WEHFHEFGEE 33 Hibdw 1 X v,
BB AR EEBTIHRARCHMA: FE=ZKTH
B (MTBEWABI &YW (L& % 1 %= V-MTBE) - £ 7 B (IPA)
BEIGW(E® I BR V-IPA) - Z B (EtOH)E B & ¥ (b
A% 1 %3 V-EtOH) - B £ Z £ §i iF Bl & ¥ (MEK) ¥ Bl &
WLEW 1= V-MEK)F] 2- 5 5 [0 &, Uk 7 (2-Me-THF) ¥
ﬁ%ﬂé%ﬂté\% 1% V-2-Me-THF) -

35. WM HAE@ES 34 Hobadyw 1 B V. &
mEENBE SN 4.2 7.0 7.8 8.4%[[ 21.1°20 = 0.2°20

2 g o

36. MHNHAGES 33 Hohayw 1 Bt V. &
FHESEEE LEME 12 FEFR

37 MEHFEFBES 33 Bohaw | B V. &
fife&® I B V-EtOH BUSHMEREH 2 E &
(DSC B # A & R4 133 °C B4 141CZ K 2 -

38. WMIMBHHMEGES 37 Boheyw I B vV &
13 DSC Hi iR B E LR AE 13 P FR -

39, MEBFEFBES 34 B hadw 1 B vV &

FLOBMESM(TCAREZLE " BMRttea®w 1 X V-
MTBE > [R#7 120 °C ®#7 4.8%  BEiRk&Ew 1 X V-
IPA > A% 130°C B 4.2% ; FIBNELEYw 1 BxX V-

EtOH - [A#5 140 °C £ 3.5% -
40. WHFEMNBTES 39 HZa®w 1 B Vv
T TGAEE EMRAWE 13 AR -

871687 -5-
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. 4. —EAWE 5-(3,3- F & T 4 -1-2 )-3-[(IE -4-
-4-{[CS)-HE KM -3-F&EE]FEIEDE){[(IR)-4-F
ERCOCI3-M-1-ZREIEEER-2-FR_ENBARSG
MUEEW IR VD) ERBENERHFF LEA Cu-Ka
AEE X-HRERBRABESTIHREZED=F -
5.3+ 7.0~ 8.1+ 17.2+ 19.0°20 % 0.2°26

42. MHFHEMNEEE 41 HZhEW I A VI K&
hHEsEE SR 5.3 7.0 8.1 17.2 F1 19.0°20 =
0.2°20 Z 3 I% -

43. MEAFEENEEE 2 He ey B VI &
T ERABEEE LRWE 14 F R

44 WHRFHEANBEE 41 HZAsW IR VI H
MERBMARACEDOSOHMBMBENK 147TCZ ] FH -

45. WHRFHEANHEE 44 H2hEsW IR VI K
F153 DSCH# B E LRAE 15 F AR -

46. MEAFHFWES 41 HzhEW IR VD> &
LB E ST (TGAYRIE » R HI 150C R 4.6% 2K HE -

47. MEFHEFGES 46 Bz a8 I BR VI &
¥ TGAHE LRWE 15 hHxw -

48. —HE & H 5-G3-—HETHR-1-F)-3-[(JH -4-
M-4-{[(3S)-ME KM -3-H & EFHE R CE){[(IR)-4-H
ERC3-B-1-BIREFIEEIEL-2-FRENEEAR Y
(k& 1 B VI EEBERERHET LER Cu-Ka
AEC X-HRHARFEBS TIEBEZCEI =&

871687 -6 -
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4.6~ 59~ 8.8>9.338; 21.5°20 £ 0.2°28 -

49. WMHAFHEFEGESLE 8B 2 LEW IR VII» &

HE B EAEESN 4.6 5.9 8.8~ 9.3 F1 21.5°20 + 0.2°20
T

S0. MEHFHMEES 49 H2LaW I KR VI &
B EES LRME 16 R -

51, MEEHEMNGEE 48 H2LaW 1B VI &
MERBAEREEDSOMBEING 128C L K H -

52, MIMEFEFEESE S| H2 AW IBR VI &
3 DSCHi iR EE LR E 17 hFimw -

53, MIBHHEMEEE S HZLEYW IR VI &
DLBVE DA (TGAEIE » R 140C B 11.3%2 % & -

54, MEFHHMEESE S3EZALEYW IR VI &
5% TGA H'E L/RI0E 17 dhFfx -

55. —B&HBH S-G33-ZHETHR-1-2)-3-[(E-4-
FZ-4-([(3S)-1H &, 0k I -3-2 & 2 | & )3 T &) {[(IR)-4-F
HEBO3-B-1-RIRE)EEIED 2-FREKSY (LS
W1 VI EEMENRERIT LM Cu-Ke 82
Z X-HBEWABEHBEAS THHEZEL»ZE @ 3.8
7.7~ 7.9~ 18.08; 21.7°20 + 0.2°20 -

S6. MEHHEAGES 55 B oy 1 Bt VI

CHhEESNEBEEESHN 3.8 7.7-7.9-18.0 f1 21.7°20 +
0.2°20 22L& -

57. WHFHFEHEZE S6e Hxitd®w 1 R VI

\
/

871687 -7-
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HPZBEYEES LRWOE 18 BATR -

58. MM EFEES 55 Hekaw 1 B VI
HBEREAEAEEZOOSOHKE SN 144C2 R’
ggtgo

59. MHEFHMNMNGESE e Bxtkbadw 1 £ VI
H ¥ DSCHHAEE LR WME 19 FAR -

60. MEBFEHMBES 55 Bohaw I BX VI
HLBE ST (TGABIE » RF 100CHEH 3.2%Z KR E -

61. WEEFHMEEE 60 HxibEd®w 1 X VI
Hh TGAEE LRUE 19 F /R -

62. —HEHEIEH 5-GB3-ZHETR-1-F)-3-[(JE -4-
R-4-([3S)- MG H-3-BEEIFE IR E){[(IR)-4-H
ERC3-F-1-BEIREIREIER 2-FRZIBEREY
(EMIERXIX) ERBBERNERH T LEMA Cu-Ka H
EZ X-HEMABHERETIEHEZIEL =% 43
7.0~ 7.7~ 8.5 8 16.9°26 + 0.2°20 -

63. MHFHFMNHEES 62 HoehdW I R IX> &
FEERBEAESN 4.3 7.0+ 7.7 8.5 F1 16.9°26 £ 0.2°20
Z L -

64. WMEBHFEHFAEE 63 Hobadw I B 1X &
FHBENEEE LRWME 20 FAR -

65. MHAFENEEE 62 HobkEaW I A IX> K
MERBEABHEZDOSCOHBEENK 152CIEE -

66. MMFHAWHELE 65 He ey IR IX> &

871687 -8-
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1 5% DSCHi#F HE LRWE 21 FFIR -

67. MHEFHFNEES 62 HztkEdw 1 B IX &
DR#ESH(TCGAHIE » RH 150C R/ 3. 1% K E -

68. MHEFHEFHEEE 67 BHBZAEYW I ER X &
T TCAEHE LARWME 21 H TR -

69. —HEmPH 5-G3-ZTHETR-1-F)-3-[(IF-4-
FE-4-{[(3S)-THF R -3-E K E IR EECS E){[(1IR)-4-H
ERC3-M-1-BEIREIREIEL-2-FRFEZEF (L
a1 ERX X)) ERBERERYF LER Cu-Ke #lE
Z X-FRBHARFEBETIHBRCEDLD =% 6.9
8.0~ 15.7~ 16.1 B 17.5°20 £ 0.2°20 - _

70. MHAEFEFEESE 69 Hxkadw 1 B X &
FEESNEALESR 6.9 80 157 16.1 f1 17.5°20 +
0.2°20 Z L& -

7. MEAFHEFMEESE 70 Bxihaw I B X K
TEBENEEE ERWE 22 F AR

72. MHFHEHMNBEESE 609 Hebadw 1 B X H
MERHBAEHEZXRDSCOHHRESNA 150°C 2 K #H -

73. WRFEMNGEESE 72 Hz2tbheaw 1 B X &
FE% DSCHi A E'H ERWNE 23 AR -

74, MEFHEFHEESE 69 Hebad®w I B X &
LEAVE 2 T (TGAYBEIE » N#I 150C B M 3. 1% K E -

75. MHEGFHEAGEEE 74 HzhEdw 1 B X H®
FE TGAEE LRWE 23 R -

871687 -9-
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76. — & E 5-(3,3-Z B H T HR-1-2)-3-[(JE -4-
HC -4 ([(3S)- 70 4, Ik I -3- 25 46 5 |9 B ) B 2 ) {[(1R)-4- FF
EBE-3-M-1-E)BE)REER TRy 1 BR
XI)» HEBENRESESET LHEH Cu-Ko BIEZ X-5 55
KEHERR THRBELIELSHE 5457 7.0 7.9
5 8.6°20 + 0.2°20 -

77. MR HEFGES 76 Hekaw I HR X1 &
hEENEEESN 5457 7.0~7.9 F1 8.6°20 + 0.2°20
Z..:h‘:

5]

ol

78, MEMFEEAWEE 77 BIAEY I BR X K
B EEE L RIE 24 BT -

79, MEHEAGES 76 Bzkdw I HR X K
LUBAE 43 A7 (TGA)BIE - 1A # 160C B #I 3% KB -

80. MEMHEAWEE 19 B ALY I R X0 £
H 3% TGA HE LRNE 25 FHw -

1. — M &M 5-(3,3- = F & T fR-1-2)-3-[(JE -4-
$Z-4-([(39)- 8 L Lk -3- L 1F E 1B S E){(R)-4-F
EBCT 3-SR IBEIED - FRZEEE A
(k& 1 B XD EBBERERSH LEH Cu-Ka
HEZ X-HEPRBEERETHREZES =% ¢
4.5~ 6.4~ 7.1~ 8.58; 8.9°20 + 0.2°26 -

82. WMIEMHHAWESE 81 H2 LAY I B X &
T EENBEASHN 4.5 6.4~ 7.1+ 8.5 F1 8.9°20 + 0.2°26

R -

871687 -10 -
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83, WMEMFBHFGES 2 Bxkaw I B X1+ &
FHBEHEES LROE 26 RETR -

4. MAFYAEESE 81 HZUEW I HR X1 &
LABVE 247 (TGA)EIE » FA#9 100C B4 4.9% 2 % & -

85. MIEFHFMES 4 HoLEYW I B X1 &
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