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IR B 1 KA > FR RIS 2= R AR Je A e, 7 AR (X R 2R IR R s AR J8 Vs A s e
) 2 B SRR R 2R iz AF JE L J 4l ) 2 F R IR Rk e o

[0093]  PAtE A I, 90-95% v/ v L EECRAE 12 2Rl R 28 v AR Je B K & 4 in) FR RS PR 2=
FrAE B B IR 76 A 5 A T AS B o Hp TR ) TR B ORI R 2 i R e (S L i
PR B3 A4, Hedr 2R B4R 8 92 % v /v Z I, D] 7 28 b S o H A R B R R

[0094]  HR¥EA K B —A~Lhti 7 20, P BRa) B8P BRa) Z2d) £E90% -95% v/ v L EFH HEAT .
[0095] AR 4f A & BH B AL ik St 75 2, 25 BRa) 820 Ba) d) 791 % -94% v/ v AR Hb
91% 293% v/v LEEH AT , BB N92% v /v e

[0096] Sk WA () J7 ¥ 0] LAAE 25 BRa) B b BRa) Zd) A Af 5 24 2R A R R oz IR e s 3k
EWIAEEE 5 E 2044611190 % -95 % v/ v 2 EE R HEAT

[0097]  AR¥EA K I JT R AR IR SL i 77 5K, 7E 20 BRa) B BRa) Ad) HAd FH A5 2 FE ORI
A BB H K SV ML TR 1 TR CE Rk 8 E 10K AR [1190-95% v/ v 4 B , Fe B £ 10
(A

[0098] M= HI SRR R Fr AE JE sl K ST IG , 752 BRb) v, WS I & B R B IR (1) &
0.7&3.04 %, Lk N0. 721 . 248, BIEAN0.720.94 5, KB AE 1 1m) FF R
FhrAEJe CBEE M) 56 Ak

[0099]  HR#EAR I St 77 =X, 7D BRD) H L % R 2R R PR A I o 8 JE 7 im0 . 32208 &,
SR 5 0 MR S 0 4% 140 ) PR R R 70 S — N B AN A N IR 34T

[0100]  fEN S —A— Mt SR I0 WLER , O T Tk e T FR 2R IR R 3E JE I HE B, 8 4 X FR 2
Bl 2 1] v 1) Je e e A L 1)

[0101]  SEIRATIAR 2642 v REfY , 35 B T DL HbSE il — AN 2 A Nl AT 30/ 264 -

[0102]  -SE& ZZ 18 AN Ikt FE AR

[0103] -3 Ik Bl AR I VR TR ¥ Ikt R R R

[0104] - FEJE VR 8 o) FORBSTR

[0105] - FH /b ade 2,

[0106] - 3E 47 Xof FF 258 3 1) i Y P9 S50 FRT VAR O T A 2 BT I AE 3R T L

[0107] AR i A BH (1) Szt 77 3K, 7620 Bb) o, S B R R B3 /K & 0 ) s INAE 85 9 4y
FEEB R EAT , R AR A BT 3 e T 70 H SR R R R Pz AR JE Y AT RE A HE B

[0108]  HR 4 A A BH A 36 5 it 5 =X, W BAAE [ B AR I VAR N0 . 6220 . 822 H [ 0 FR 2R At
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2, S8 JE WR AL A 58 42, 78 I NVR A 0 E A7 AR 2 35 B 0 F ORI IR R 3R JE O BE A 4k
VI BEAT 3 AR R 2R R VAN 0

[01091 AR 5 A A WA () S it J7 3, ZE B IR N0 . 350 . 824 5 1) %) F 2R B Jim , v] LAEAT A
AN IR ECE 2780 . 124 = TsOHFE AR B, LLA B 58 44

[0110] AR HEAS & BH A 3k 2 it 77 2, o PR 2 A R 1 20 FE B8 3 e DA 3 R R 3 5 Aok
AT

01111 0.64EMER P HITsOH, f£4-5hJ50. 1 5 B A TsOHE {4 , R J5 7E0. 5hf50. 1 24 &
[0112] N7 SEREEAL , BAh B 1 TsOH AT BE A& 0 75 19, - HSOZAE WIS NG JL /NS 48
DU AT T 18 B DR FR 2R bz IE SR I H I

[0113]  ZEHIEATIN0.3.0.58K0.6 24 & K AEELOH (90-95% v/v) HF HI AW H I TsOH i » AT LA
G3 S A A B TSOH B 22 58 42 % A o HAR SR UL, 88 FH Ts ORI J3 b B0Z G s I, 4 45 A etk
0.7-0. 94 & 1) TsOHIN 18 2| 72 %Ak, Horp 4 M N il 1 RPN TsOH::

[0114]  -0.5+0.1+0.1Y4&=

[0115]  -0.6+0.1+0.1H4&=

[0116]  -0.3+0.3+0.3Y4 =

[0117]  -0.7+0.3+0.1H4 &=

[0118]  -0.8+0.2+0.1%4 %,

[0119]  JbAh, K56 T B E 4 52 4 i B TsOH (+0. 324 8) AV InAS S 21 Y i 5 htl
Fh AR RMTE R : B ORBEIR 2R F2 IR B LB R IR B R e

[0120] AR HEAR Ik S it 7 =X, X6 FE 2R R (1) s e i 3R AT°0 . 6 24 %) FE R B T M1 4 s
SRIGHEAT 0. 350 FE R R (1) 55— RIS ISR AT o L ade b, 55 — URVAN 0 EE 38 — YRS fIn g 2
AN i

[0121] AR P& BE Ak 1 S it 77 2, %o R i s e 11 8 o 3 1384770 . 6 4 5 FE ORI RR 7 1 . 5
F190-95% v /v L B W A WA N, SR JE E 2/ JE3E4T0 . 324 T HE RIS RR 7£0 . 5
PAFAELOH 90-95% v/ vH VAR - 1) 9 — RIS IR gk AT -

[0122]  BEATIXFERIEIN, FE2g MUASE N HEAT 1 S B LA 84 % 1) R 47 #4335 7= A H OR B iR % v 3
Je BRI .

[0123] Ak, 3E ik XRPDIEAT I 5 A () 428 1) 2 B, 76 ik ook A SR TR AN A7 A6 T2 R ORI IR = 0
I

[0124] £ —A STty sUH , ZERTLRER IR IINO . 724 5 R0 R 2R B R , SR i 8 sk o FR 2R T
FEIRT S AN VRER N (0. 3410 1249 8) $R13 58 44k

[0125] 7 3RA3 B8 nar b v i % A0, FERI AR R I N0 . 8T AN 20 . 724 5 19 %) B 2R Tk
R AEIXFRIGOLT , fE2h JE WS 250 73 Fe Ak o B S5 7S N0 . 224 2810 . 1 1 B ) TsOH R BUE & 7%
1k, It HAE iRt R SR A I T A R PR R PR JE

[0126]  3X — il P E & JF TR B 5g KU , 15 1 AH [R] 11 25

[0127] AR A K B AL 3% St 77 20, 7625 Bb) o, % FE R ER 7290 - 95 % v/ v L BE I ¥ TR
i,

[0128] AR HE A A BH B it 2t 77 3K, 7525 B b) K o FR 2R BB R v i e ARG 20 (T D) 1)
B AR A BR8] BRI N2 FR 1 90-95% v/ v L g .
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[0129] AR i A A BH (1) BE AR I 1 S it 7 5K, 7620 B8 b) A, 7E.90-95 % v /v £ B B HR 1 56
F R AR (VR INTEO . 535 107N 2 [a] frR e ] py 3354 T

[0130] AR FEALIE S Ht 77 20, M Ak 77 vk R (TTD) MR B2 E SR T 4amT , 20 BRa) i 3 m
1.3 &R TsOHB H /K & WK AT , 2P IRD) TR N1 . 2 4 JE I TsOHB L K AWk 31T
[0131]  ARFEEEARIE R St 77 =0, MR 777 M (TTD) B R B AR SRl 460, 0 BRa) J8id
TELI4/N S INT . 34 & N TsOHELH K G Wi AT , 20 ) @I fE L4/ N R L . 225 &
[ TsOHEH K B WK 34T

[0132]  JB4%c) WI DL &/ EAT 58 e F ORI IR &R hr 3R JE 1n) FH 2R B R = i F JB 4 B2 AL
IRk BT 06 75 (P ] o 38 8 B A B 1 2 487N o

[0133]  FRHEA & B Ak Szt 77 5K, 20 BB e) ] DLAE - 2R A R 2= o 3F 8 1n) F R IR & it
AE JE S AP e A 5 G SE K 12272/ NI 22 T FR B 1]

[0134]  Fsi I, B8 i DSCELXRPD 73 A1 S 7 S SEABAF- 56 i » 584 (149 40 44 5[] 0 AN 1) 1 7
PEAHETTTAY B DR AR 2% iz JF B 1 o 375 77 A A0 B 0 ) T 20 FR Rt g = h AR Je i B

[0135] R Bt & 1 —Fh A\ 23 B EL I8 1 2 R R R & Al Je il 4% FE R IR R v dE Je
EtOHVE ALY 732, Hedly R I A9 4538 (80-85%) , I HLI% A TAY F 8 fif g 2 JF J& H i
G ik XRPD ) o SEAGES 7 IR T 1K FP 51

[0136] AU BHM 72 AT ATE10°C B40°C 2 ) ik i 15°C B 35°C 2 1] AR ik #1120 C 2
30°C 2 [B] 5 P e e P9 ) — AR N kAT .

[0137] AU BRI 72 mT DA 5 (M /e =30 T 3847

[0138]  7EA¥ FH K& ORGP IR B By 7R Ak W b i (91 25 96 B 7 [ R ) 110 S 563
HH& A LS B 2 R

[0139] AR A & BH A e s it 7 =X, FH 2R BB R 25z AF JE 4 BV 7k ) v] BLIB ik 7EE tOH
90-95% v/ vH N2 F7 JE JE i 25 B AL T Y- R 2R BB R 28 Je SR ) 4% o 4 R)TE U, AR P AR
KRR g2t 7 5%, 2 H RS R f AR JE AEEOH 90-95% v/ v [ B AT LA FE —#Rid v
MERBLAE JERRIT 4 K il 4, 10 AN F 43 8520 (TD) B4k &9 2R R R 4 Ak Je sl oK &9
[0140] @i A & AR B I B AR AEELOH 90 % 592 % v/v (L04RAR) Hh (K B R 18 7 i (475
i) TsOH (1. 224 5) JEA 1] £ SRFBF: FY ZR il R 26 , A2 I

[0141]  ARFEA K R PL ik szt 77 20, 20 Wa) Bt ) R hz JE SR Wi SR AEELOH 92% (8fAFH
Hh () B VRV DT SOH (1. 224 8- 244 F7) ZEEtOHI2 % v /v (VAR (Vs IOt [E14h) SKe#kAT .

[0142] AR FEA K BH A ek Szt 77 20, 25 Ub) S8Rk 1) 2= B AR R 2R 4 A Je 1) B INTsOH
(1.3 5 -2 7EELOH 92% v/ v ¥ (A N (] 4h) SR3EAT

[0143]  ARHE A BH 1) BE AL i 5 it 77 =«

[0144] B 3%a) Wik (a1 &P JE BRI B BAEELOH 92% (8RR th ) By s INTsOH (1. 224 & -
2URFY) FEELOH 92 % v/ vHH IR (A8 IS 8] 4h) SR3EAT , I H 22 B8b) 1@ ik [ 2 FE 2R R R 2% hir
JE SR B R INTSOH (1. 3245 - 24K FR) £EEtOH 92% v/ v [RIVATR (s NN (a1 4h) Siedk 4T .
[0145] X i & 7 VR AE2 R g AR N B Th 3k A5 R A IR R P AE Je L v 7 o, S8 e
W JEALTE B - H R R R 2 AR Je BRI, Bl S5 1EAT E tOMVE SR P TE 18 B - B AT AR 72
FRER

[0146] AR & A A BH B itk 52 it 77 5K, 7525 Bb) v, AL i s 7 2 B 2RI R % 4 Ak JE /EE tOH
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90-95% v/vHH W AR RN (R0, 5 & 12/hI) & Kokt &1 TsOH (224 &) 1)
EtOH 90-95% v/viGFiR , R X4 1 T8 B R R R b AR JE i) B HOB i fR 1 58 4= %%
1k
[0147]  FRFEA A BH B T 1L ARk St 7 =0, 7820 Ba) Hh A AR 20 (TT) 12 FE 2R R IR 2% s
RN A1) BT R AR eI 46 1 4% -

CF, 0

Cl 0 /©/O | x N/
| : H
[0148] NJLN ~N

H H
(1D

[0149] Sy 7 M2 hu AR JE BT U i A A2 MY H DR R 2= Bz 3F JE I U i) 46 R R R -z 3
JB CBEE ), v LS 5 T2 B R R 28 Al Je 1 e AU AR L) BB B W EtOH A () 7K
I FAIAARAR L TSOH) 5 FNT s OHVE VR 1 7 I 2, DA B 482 A 2R iz 3 Je Uit 5 Bk ) % R R BBt
FhiARJE CREE I AR T, BT 4R 7= 2 2R R Al Je i B B m AN o ORI R = B R
Je& , WhAUE FH R AME0. 5 4 I TsOH.

[0150]  3X A JSi ¥ XRPD i 2 B «

[0151] - 7E = FI DR R R 2% oz AR J& AR 2R A IR 2%z AR J& £ B v AP T i R TR) 5 A H BT
T R IR R PR JE s

[0152]  -FEVRIATSOHA AT =N /INi J5 2 FE R IR R b AR e se & T i

[0153] 8 90 % F195 % v/ vI¥) L BEA N i Hb 3R 19 T FF R IR R h A Je LA 7k Wi
WA H BT SRR R 2= s AR B o LT AR 7K ) EE BLT- AN B i 2 FE 2R AR R P AR JE T B
SR, ST K LG A5 38 0 5 1S~ H 2R R 2Rz I J v TR 4k [m) R R R 2R s 3F JE LB i 57
AL R PR AR -

[0154]  -f§i FHEtOH 94% v/v, ¥ AUAETsOHE N IN4h AT 58 ik F HL

[0155] - {8 FHEtOH 91% v /v, B AUTEFTIR N NG o G 1IN SE 18 SR 1T, W4 B AERT N PR KR
LS

[0156]  WHFE 1 MR RN

[0157] 7 Firidk sl 4% 77 v 4 FHIREOH 92% v/ v IR AR TR R 1 24K B (84 AH (WI4R) +44K 51
(IIN2. 5298 TsOH) ) o N T AR TsOHA TR B R Ik 26, /8 FHEOH 92 % v /v AN A 446
AR 7 I AN 575 6 FTLOFRFH

[0158]  FEPAFMEHL T # R Th 3R T F ORI R R hAE 8 LB Ak W L% A T8 2R
fa bR e B, 448 FH6 R AR R LOAR AR BIELOH 92 % v/viE IR ARIN , A W 22 3 2 H
AN R PR e 1) FE R R 2= h A JE S BV AL ) S A R 1) l6 B R A X — S R
H TR R AR, T R 1RSI A R B S 1) 2 AT

[0159]  Fit kil 2 1 520

[0160]  ZE 24541 1T LA¥S Je s n 3 1a] 35 38 TR & P T8 A » AR5 3l & Ts ORI Ja 3k 4 , ]
A TR F ORI R R AR SR T o O 1 AR B I RSN, 4 FH 22 12 ) 1 1 i R b AT T — ik
[0161] B fdi FHEZZ 1 At RE s 22, 2448 FHEtOH 90-95% v/viNt, tH3K15 F e R ik Je

13
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IR YIE BRCH TRV RS AR R B B 3 o AR 1T, 2 Y 2R A R R AR Je 1) F 2R e e R
Je LBHE I AL TR AR B AR, IF BN 1 W IR 58 e A T FERT R MIEFF 2/ M
[0162]  R¥EA K WK 7 ik i e ade s i 7 3K, #6250 BRd) wf, W BURE P40 RIJE /K EL R i —
RERZ U, I I SR 1 X ) T PR R B R R o AR JE IO Fe AL RSS2 1R 7740 o

[0163] 2!K7iEU§EI’J%' 7 Al T o] ﬁ(l)EI’JHI’*”EIHZI:ﬁ%E&%'?hﬂFEE’Jﬁ/%

o LY Q

SO;H

(D
[0165]  FriA 5V EHE N YD IR
[0166] 1) #% /8 ik T34 X (T-EtOH) B FF A hme R AF Je 2 BEE 7k
[0167]  2) {FikHh,
[0168] &) 7 B2 (1-EtOH) (1) H 2R R R P E JE £ BV A B 7E LA, 3 B
[0169]  b) ¥ Fridk Bl P 1 22 72/NF 22 (R FRI B T, 88 J5 43 255X (T-EtOH) (1724,
[0170]  3) fE & IS D RIS 29 343 195X (T-EtOH) 1 2R IR & 4 JE 4B
A
[0171]  RAEDLIE ST =X, S IE3) ££95°C £ 105°C {6 & R k4T
[0172]  FHFHil#& TTT AL F ORI R R v AE Je 2D IR3) mﬂz%jﬁmﬁ?‘m%”é‘*,J‘Nﬁ‘lf%?
80-85°C IR FE N 3EAT , IR xR B A F AR IR R v Al Je L v SRSk , 76 B i
Y N R AE TR EL 2 0 B A RE SE B TT TR 54k
[0173]  S—J5 T, Bl B R e T T TR ) TR 4k
[0174]  7E110°CHIEZ T, FBALTEERU NI J5 58 B (HR R LT BT B 1B B H R AL 45 R 2 i
Hj})r[[l%u
[0175]  E100°CHIEZ T, AL fE— R Ja e B
[0176]  7E8OCHIE DT, fEAR AR HUBL N # (b AE — 1 5 58 R, (H 2 7R B B B 1y
T LT
[0177] D &HHAT 7R T 1A B ORI R - hr 3F JE 1 A e PR 70 o 1K SE A S 3R B , 7E TCHY A
FA I 26 (40°C-T0%RH) '+, TTTALfR¥FF2 €3 H, FE HAERTHI94%RH F A 2|74 A, 1M
FERTHI60 %R~ B frFEta € =071 H.
[0178] & )&, ¥ F R IR R v E B L B AL TE100°C FIE S (dmbar) F T4, H&E i
L SE R o5 Rt 2124 /N ) o
[0179]  © R I, BEAT LA D R AR FEAE95°C 2105°C 2 [A], 100°C A& A R AL -
[0180] LAWY A RE 7 AE A T FH R B IR R A AF JE 5 G TTT A F R iR = v AR Je i —
b F 2R R 2y AR B B I ) B AR TEKE tOHA
[0181] Bkt , 4 FH R B IR 2R H IF J8 & BV AL D AERT FAE LORFR TG K £ B i it
&, A8 JEAE e g I =1 (FLBR B 3°5) I U8, I HITE /K G BE (2x 2486FR) Yelkk AR K45 21
10 ] A 7E iy B T AR =R TR 15h.
[0182] ¢ —HB il 44 (1.5g) FE100°CHIEL A (dmbar) ™ WL I 74K o X M 175 751 Ak 38 it
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XRPDZEAT H I, I ELAE /N B2 ST B o 6 /NI JR R A9 TR P SR iR R A A e, OF HAE A
T S B A WL 3 TR Y R B R R P AR JE .

[0183] XA RN 25 AT AN 2 H T~ Rl JC /K EtOHGE - 51 S Y 7K B 3 B B a2 i il ) A
NAEBIFAETCKE tOHAR 2 BT M2 & R 2R B R R 4 JF JE L BE i AL YRR IKar ] Fischer
S TR KB A (0.6%H,0,0. 23 42 HIH,0) , (HJ2 B2 i T2Y F R R R b Ak Je 1
AEAT T RE R OR 58 2 B A B P SRR R B AR JE L BRI AL M agE B

[0184]  Hut)i& i, O R IUK 73 B =X (T-EtOH) 1 FA RS ER R 4 lF J8 LB A M) B A
LT IR P IR B AR 1 2R 7 2/NI 22 B I TR, SR 5 23 B 3 (T-ECOH) B 74, AT LA il 2% %o
[ T PP AT 2 2R i AR JE I e AL B A 3 s (R A 8 1k A PP R IR R s IR JE S iR sn e o,
PRI 7 A S AR R B A TR PR SRR R AR FE R TT TR Y R R R A AR JE .

(01851  [AILE, AN i B 14 5 — Uyt o — ol A 3l 4 2K (D) B TTT RS B R R B AR JE 1 U7
%

CF4 o)
Cl o 0] I N N7
[0186] NJKN ~.N H
H H SO4H

(D
[0187]  FriR kB FE N AP IR
[0188] &) ¥ B5H =0 (1-EtOH) i) FF 2R IR 2R 41 3F JE O BEVA I ) B (2 B

CFs 0
Cl 0] ~
o N - EtOH
[0189] N)J\N N H
H H SO;H

(I-EtOH)
[0190]  b) ¥4 Frids By it 1 2 72/ N 2[RI RN T] , 23 B9 =X (T-EtOH) B4,
[0191] o) FEHZ N IN#AE S D) R 345 120 (T-EtOH) B H 2R h R &= v Al Je O B3 R4k
Y.
[0192]  #RAEULILE L TT X, Bk TV 20 Be) 7£95-105°C Z [ i — AN BE T 1E4T
[0193]  AR¥FEOLIL STt 77 2, Bk I7vmT LU T i2R47
[0194] &) ¥4 &) H R BEIR R PR B O REE A BIFE 1O IR OB
[0195]  b) FERT FHiHEIE A, S8 5 = U8 , FER ] 44 FH TG 7K EtOHBE % (2x 2446F7) , FH itk
53 B ORI IE =P AE e CEEIE A
[0196] ) H415 2 & 44 7E 5 52 T AE100°C )5 15h.
[0197]  DSCHa i,
[0198] L JRHN, an SRKE A it I 08, FH S SV 756 4% PR UK I AEDSC 43 it Z i FE L2 N AERT T
P, EiZn] DA IR R R 2R b R B A BRI I AN [E] i 2% 20 BRI AL
[0199]  FETE AR R IR 28 v JE JE A R R R 2% 4 IE e 2 B3 AL 9 1) 28 B3 v A A 1)
LB TsOH, (HAHARRE T LT AN R] BE o R I, NZ H 1% i &= 1 TsOH.
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[0200]  fsfi HH Fd o i o) 46, WL 2]«
[0201] -5 T2 it R P A JE T b TR SR , ] LA W S0 22 o A JE T 235 i Y ¥ 2 A2
HOR IR R IE e i B
[0202] -5 T F DRSS 2= 4 AR 8 L BEVE AL T 5D Bk il -
[0203] o JRE ZBE ML Ik / T 1T 8 FE DR Bt R 2= oz AR JE % i 5 2 H R 1B R 2= B JF e 1) it
K/ A E N, (E AT DA 1 DSCHR 22 21 FE ORI IR v AR JE IV 2R, X 2 B T IX P2z 4
(28R AR o A, TTTRY I R Bl A A R Al B T 4 5 A A s A B S LA A
[0204]  ofATH, TT1ZY R 75 FH OB IR 2R i IF JE & B A A 2 A ol 1) = T2 5 s AR A
IR B T A R0 TT TR 2R R 2R B lE e LTV A A0 1 FE ORI R = il Je
Hpeaa LN
[0205]  ofETsOHUN LS AUA , ] DLW I T 7Y R SRR 22 s AR SR A HE BRI 2
[0206] -5 2B A AL A BB, AT DA E I 2R R R by JE e L BV R I T 2%
[0207]  ofATH, ANREMEZH LT 1AL H R IR 2= A1 Je il LAY )75 4%, BRI AEDSC A3 Hr RN TT T
R 2 S R T
[0208] R IhIF AR T BLHE AN F B AR e Ui 25 B i) % PR ORI IR R 1z IR J8 S Vs A ) 732
HEARIFMEE (80-90%) I HI%A 1A H ORI REE 2= i 3k Je H 3L Gai XRPD IS ) o 5256 36
IR T XA SEBR _E AR MR ik, I B B A UK B ik 25 .
[0209] & it B4 AN Hu IR JE 3R AR B ORI IR R fr Ak B O BV I AE 100 °C AR
(4mbar) NI FME L, RIHRAS T TR H 2K IR R AR e , I Bl G T TR HORERIR R
AR R H I
[0210] AR ORAEIR 2 HIF B & BV A A B s A i R P AR 1) TTT B PR R BB R R B
Je B A 5 N FOREE IR 2= R Al JE AR TR0 3R 15 T LT 2 R R R 2% Bz Al JE AH LG W B TR A
[ &8 s 1 o X ARG I 5 s M AL T A 2 IS 9 7 A %) 2 vl PS5 38 BT 5 BRI DR PE90°C L 100°C
FI10°C B VSR B 25 5 B2 (1) 22 57 o LU B K — AU 20 B 43 7 IOV 7 A0 20 B 30 ) T
SRR/ TTTRY B ORBE TR 2= i AF 8 A AR 1) T B, 5 350 ] A B A R IR 6 1tk o
[0211] =g F AN PR 2R R R i A JE F B A A YD 3R A9 1O TT T2 R R R R b 3F Je kAT
TTT2Y P ORI IR 2R B A JE () A PRt FL IR, A8 FHIX Pl B [l 4R vT e R B BAT N2 =7
[0212] BT E 2, TR T —Frulid sk B T M IR ER =B AR Je il 25 1 FF ORI R R hr
Ak J& 20 B A A i I 7R AR H T A o 25 A DAL Y5 G I ELX ) TR ) 3 fH R B 1T T
T ORI R B AR JE ) 7%
[0213]  RHEA K BAM B — 4, 38 (1 1) B9 B SRR R i AR R B K &4«

CF;

o)
CI@ i OO U e
H .
[0214] NJ\N N

H H SO3H
(1)
[0215]  A] H Tl 4% =X (T-EtOH) i H 28R &R h 3k Jé LB ) -
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CF4 0
Cl 0 -
O T Qe
[0216] NJ\N N H

(I-EtOH)
[0217] = ATl 4% =X (D) HﬁIIIﬁ”Eﬁz&ﬁ%ﬁ&?i‘ﬁHﬁE
CFj
T @r@*
[0218] Z
SO4H
(D -

[0219] R4 e et 77 3K, B F RS R & 4 A JE B K B M BI7AE90-95% v/ v L I
o, B 4 R R IR R AR B A B IRk TT TS F R IR R P e Je o
[0220]  7EHEIEW02009/092070  #iik 1 Mz hr AF JE B N TTTHY I 2R R IR 2+ A JE 46
(ISR 1 2 R 2R R R R R il & 5 1k IR B A e SR I s p A, AR T TR H 2R T R
Fhr AR R B 1AL H DR IR 2R hrlE B vs e i) FE ORI IR = ik e
[0221]  [Rlk, FF o 1 — P FH T i 46 H R BB R 2= B IR JE B /K B i V& A 1AL F R R %
PrAE e B HT T vk
[0222] RIS F R ER R A AR e v & i ik, 2 W B AT IA7E90-95%
v/v IR R R AR SR AR 7 o] Bk ik
[0223] P 5 v 0 0 1 ) 6 S s iRl e B ORI R R A JE O HL A T8 R R B R R hr 3
JE H B, AT 70 V42 JE AR BH 16 77 ¥ 1) 46 of ) T8 ) 2 A R s 1) FR A I IR Rz E 2 L s
FAEAETTT R KR R P AR JE
[0224]  [Rltk, =0 (1) 1920 B R R R hr 3R JE B L /K A4, BRI T 3% AR i B 1 5 92 il &
DR R R 2R 17 AR 8 B I B T T T8 R DR R R IR SR Ik 46 )50k, mT L3 IR %1 ]
Bk ik kil
[0225]  fm) X (T1D) W R A AR JE AR 1 - PIBEH () B IO il A5 € K 0,55 4208
JEE IR 2 R (1) %) B R B R B K A0 «

CF4 o)

m@ - O A~
[0226] NJKN/U l/N H
H H
(11D

[0227]  Fsp KRB, (AR AR SRR AR 1 - T I R f BB TN A A e 52 KR 0. 55 %
0. 8EE /R 24 2 Xt FE R PR B FL /K &, LR WP 1928 (92 %) P=AE A 4t s 4l 7 3 i 2f
IR R PR e B TR 2R IR Rk Je B, Forb Brid s s A /K 5 1 - TR ) 4
UM 5% 220% v/v.0.5530. 8 BE /R 2 = 1 5% FE ARl R B /K & W ) fE 5 T SE BB I &
S, RBP4 (1) 7Y F R AR R P Ak R G R U, R b AN ] A )
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[0228] R SL it T3 20, BTk /K iR g Bt 5 1 - NI AR BULE 10% v /v
[0229]  #R¥s J3— LIRSt V5 20, 0. 7 EE 2R 24 B 3 Y 2R R i H /K 5 P B R ARk 1
[0230] RIS i J7 3, 1l 46 2 H AR R A F e FK 540
[0231]  ARE LG 5 it /7 2, 156 FIAE St 491 1 o 428 38 £ 7 6 B8 AR JE Tl i 26 o F AR R R
AR JE
[0232] X5 ER MM GBOR B i 25¢ » B B 0455 (93 %) FRAGVE M 4T Ui 2 H
FRR R A AR B S o
[0233] 42 [t o ml 45 e 0y 2 1 46 1 o F R B PR R B AR JE K &9, & & TR IR A K
Y F4) 75 92 A 4 6 1) T2 [ e A R E 1) PP SR R R AR JE L i PR B T T T2 Y S R %
SR e TR AR an SRR o
[0234] DAk, AR WY A4 53— D T — Rl FH T 1l FR R R IR R iz AR JE L BE VA R ) BT T T
R IR IR R B AR JE I U5k, Herp b BRa) 4R (65X (TD) (12 W R R R $ JF Je BHK S 10)
R B K 2 IR IR R AR SR BIFAE90-95% v/ v L E R IEAT , BTk 2 F 2R IR R
FEjeid L1 20 (U1 (R R B AR JEBAE 1 - PIEE A (1 E S INIa e 5 1 - T B ) AR AR B 5 9%
220% v/vITERIK 0. 55550 . 8FE /R =4 B i X Y A IR mld H /K 5 P A il 4%«

CF3 0

Cl 0 /O/O | XN N/
[0235] @\NJ\N N H

(I »

[0236] PR, 52, G RORs 2R A AR JE B2 AE L0 AR 1 - TR IS (B A ) +, U TsOHERH:
IKE LI AAED . 5E 2. OFRFRI K

BREERR
[0237]  S2IGFRS)
[0238] jgn okl (TTD) MR h AR el B i R EP11408408W02006034796 1] iR K il

o
[0239]  TsOHJ2&+& %] H AR , SREBAZ f8 K H7AE JE , SRFB » TsOHZ f5 F AR R A AEJE o
EtOH= Z. %,

[0240] A BAR 2 & BT CTT TR FR R R R Fr 3F JE e L A B3 I S5 EP1797038 1
W02009/092070+ Firdiid K AR R , Frid SCHR ) fidiE it 2% A & e A .
[0241]  sEjitife)1 - 3 (TT) ) 2f B 2T IR 22 4 E JE Bk & W0 A R ZRALE -

CF4 0 CF4 0
CI\@\ o /@’D@HLN/ PTSA Cl o /@’0\@#”/ -
H .
[0242] NJLN g NJLN A
H H H H SOzH
“H,0
(1) () :

[0243]  {EAL A HUBEHERE A 100mLEE Ko SREBYF B (1, 2. 15mmol) £E1- A% (13mL)
B BIN A 50 °C o K A5 B BE RO IR B TR S e HVERT, RS AE30 0 B A,

18
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pTsOH.H,0 (286mg,1.50mmol, 0.7 %5) 7E7K (1. 3mL) H IR 73 LA 8 73 1B G Vs 0 o K 15
BB R - 2R BEBR SREBEE Bl , I S0 1 HLAERTSS fh4hFE7E0-5°C 45§ 2h . i I35 e 45 s
ik A K LR VA - TAEE /K 1.8:0.2 (2x2 mL) Pk, HIE = B2 F/ERT T8 15h, 15
BIVE g v s [E A [ Al ) B ORBE IR = h R e 5K 54 (1.09g,92%) «
[0244] BRI ASLIGIE100g MU I 854, = A 45 i Al 2 B SRR R % s AR Je sk &4, R
IRTFER92% ALK PG IL N , A 8 3R, 3 B INTE30min N 4L 11T .
[0245] - FEORRATR 2 hu Ak JE Bk B VI R AE
[0246]  FEW02009/092070H il % [ 4 Bk A AT [ 2 F Ak R R Pz AR JEANAN A #8570 R ALE
XRPDAN[E 25°C-NVR .
[0247] 3 3 IR SIZ 06 1 ) 46 1) 2 WY 2 T 8% 2% 4 3F JE 3 'H-NMR L XRPD . DSC . TGA Kar1
Fischer fITIRFH AT RAE o
[0248]  'H-NMR
[0249]  7E3E 4545 5mmfJATB 1H/19F /X5 4Rk Varian Mercury 400)GiE{H , 78 Ak
T HIEAR (DMSO-d ) H e 3 5t A% LR 73 A o 445 - 10mg A St VA AEO . 6mL UV 771 ok 3k
HUHE I
[0250]  'H-NMR (DMSO-d,,400MHz) : 8 (ppm) =9.25 (s, 2H) :9.04 (s, 2H) ;8.81 (d, J=4.0Hz,
2H) ;8.52(d,J=6.0Hz,2H) ;8.12(d,J=2.4Hz,2H) ;7.68-7.58 (m,8H) ;7.49 (d,]=8.0Hz,
2H) ;7.43 (s, 2H) ;7.20-7.16 (m,6H) ;7.12(d,J=8.4Hz,2H) ;2.79(d,J=8.4Hz,6H) ;2.29
(s,3H) »
[0251]  "H-NMRZ}MHT SR AEAEO. 524 B (R TsOH, X IF 52 1 2 FE R R = by R JR I TR i o
[0252]  XRPD
[0253]  XRPD4;#Tf# FHPANalytical X’ Pertfi74$4%, i HKHXBragg-BrentanoJL{i] 45 #4) 1]
Cu Kaf@ i KT BTk R G056 £ B4 S 27 R U2 - DLEEFDO . 0205° Bl i 26 )L 3°
£40° (20) 1C AT Bl XRPDAT I A 5W02009/09207 0 s 1) 2 FH 2R R 2 4 AE JE I AT 5
FIDTIC o BT ade iy (1) 51126 (R BH 7 A0 9 B R T B0 55 T-5 %6 1) -

I8 [°2Th.]  AHXT5EIE[%]

5,6 8
6,6 14
8,0 6
[0254] 9,0 56
9,6 46
29 30
10,9 17
11,2 13
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11,3 11
12,5 5
12,7 5
13,4 100
13,8 70
14,0 86
14,5 15
15,1 9
15,7 31
16,1 14
16,5 44
16,7 44
17,0 47
17,2 68
18.4 46
[0255] 18.9 2
19,3 34
19,8 32
19,9 19
20,4 74
20,7 64
21,0 8
2ls3 32
219 42
229 13
22,8 39
22,9 25
23,3 25
23,6 46
23,7 58
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24,1
24,6
24,9
25,5
25,8
26,1
26,4
27,1
27,4
28,3
28,6
29,1
29,8
30,3
31,1
32,6
33.5
34,0
34,8
36,3
36,7
38,8

[0256]

40
46
73
26
37
16
5
70
46
26
6
10
12
6
10
14
9
15
10
5
9
6

[0257]  XRPDP %= 5% FIW02009/092070 7 ik (I XRPD AT 2= B 2R iR 22 hr AF JE A 1 R L

B .

[0258]  KARL-FISCHER

[0259] Karl-FischerZ3#r{#i FMetrohm 787KF TrinitoRit 3% o = iA ik fEMeOHH , {5
FH T 3 S N5 BT P s Hydranal -Composite 5 (Riedel deHaén, H 35 34805) ,
Hydranal Methanol Rapid (Riedel deHaén,H %537817) filHydranal Water Standard

1.0 (Riedel de Haén, H 3534828, HTitHKHT) .

[0260]  *f: HHORTE IR R AL AR R /K & & 95.0% o FITES0C FE R 25 N FHid & 1 e —
FEAEAT I HE—PKE AT 45 1 3. 9% K & & (W BT 1. 25mol 24 [J7K) o IXUESE 1 frid

ORI R R AR e K&

[0261]  DSC
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[0262]  DSCHr#rfdi FMettler DSC822 ekid=¢ .t HE A & fL g M40ul 48 H i h AR &
2.2330mghE N, B HAE RS T G0nL/min) BL10°C /minff) i 28 M 30°Cm#E1300°C .

[0263] - HA KA R 2R hr AF Jed i FHDSCA A (10°C /min) W58 (9 06F 87 T~ 445 R A W FA AR IEE 7
140.22°CAab HA e KAE UEHE - 74 .54/ g) SRIRAE o il 78 - H 2R R R SRE BV 45 s 2 i 1 00
LB 7 — R AR, H I AESS . 81 °C AL (A LK% -39.25/g) XA FAE AT RESR A T H
A SREB LKA W )5 43 i K o

[0264]  7EHIREEMR R AR e b 5 , M 2 i RAEE166.04°CAb (5 im k21 .55] /g) 1Y
X LT G — s B () 4 i ) SO EE o SR i R %6 31568 I T 3 I il B A AR 5 — IR
g, FH BAE179. 44 CAb BRI -12.78°C) o IX Flrigh s B AT g 2 23— e F 2R R R i AR
Je B R Z AR e in A

[0265]  TGA

[0266] W EE BN HTLEE 4P HTMettler TGA/SDTA851eHHid .

[0267] £ A% LA TORLER I IR FR &6 . 0202mg B ity , FF44 HAEE ST (50mL/min)
PL10°C/minffTi % M 30°Cn#FE]300°C .

[0268] - HI SRR 2 Hr 3 JE B TG T /R 7E53 . 96 ‘C 22165 48 °C 2 [H] H 8 45 e X T2k
L —ANIKDT Q. 7% 1 EAE3 . 1%) ,ildKar] -Fischer 3 ATk sk 12 R EE IR R4 E
Je R HIKEW (B W, iR ER Iy - KB N3.9%) AR, A LA SR AE AN BL b 2k 25 1 4
0.5 MK FIIHI7K

[0269]  DSCHITGAR) BN , 55— IR Z10. 547K 4> F B9 5 2% BT MK U #vEi4, 55 R
250 . 5ANIK A 1 e 2560 B T2 B AR R SREBI KA AL o IR I, LT 38 — AN A R B 45 5
e HORR IR R AR e K &R E AL .

[0270] AR, £ ) LR 2R AE105° CHILL5 C R AE R 2 T TR 5 AT Pl XRPD /3 AT J5 &
AE JE I XRPD 4 2 3 P (1) 40 B« FE AT A 1B 0 T, W2 B XRPDIE & 5 LU RT 0 R0 A 2 HE R T 1
SRFBEL/K & WA — 3K

[0271] PRI, 3 Fff- HR R PR SREBY: K & W) T e 5 21 F 2R B I SRFBEL /K 5 W [R) 44 , B0
e F R T R SREB A 7K 6 W AT LA AE S8 2 U0 AR5 Do ik &2 p~F- HY 2R B I SRFB R /K &
Y, A AN AT BE AT 20 T

[0272] IR

[0273] TR/ #Tf# FINexus thermos Nicolet,AES01004433i#4T .

[0274]  IRJEE] (vem 'KBr, #ifiE) :3350,3297,3093,2936,1720,1681,1661,1650,1598,
1563,1552,1537,1504,1480,1462,1421,1331,1307,1284,1254,1227,1177,1123,1030,
1005,923,859,839,682,661,572,554.

[0275]  FasEMEWEAT

[0276] A AN R E /i B2 % A T X U 7

[0277]  -¥BJF (60%RH) , =R K,

[0278]  -/= ¥R (94%RH) , =W T,

[0279] - TCH#REE I INIE 2614 (40°C-T0%RH) ,

[0280] -80°C,HA F.

[0281]  {E =8I 160 % B{94 % RH F BRAE40°C MIT0%RH F 119K J& , i i XRPD & A 6 I 3] 45
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AR 1L o SR , 7680 °C FIE 2% N 88K Ji » B L XRPD /3 47 M 2% FI R 2 R 4 AR J2 I B Ak -

[0282] 45t

[0283]  Karl-FischerfIDSC/TGAZ:#T Uk SEY: FH 2R R IR 2R fu AF JE 2 Bk &9 OK & &5 T
KFR U A3.9% , i T TCASK B 2. 7% - X T B K YR UL RAE A3 . 1%) X P A LLHT
7EW02009/092070H 47 1L AL , (H A2t T A #E4TKar1-Fischer F1TGA, [K 3% A $2 23X
Ty R K I AETE

[0284]  F%sE PRI FC I BE B Fia 7 > H DR B R 2%z 3R J8 7E & iR 160 % 5194 % RH ~ 140 °C F1
T0%RH T RF:F4 5 22 /044 H AR, AESO°C B A R, £ J L34 H ek BR & % h Ak e
e B o

[0285]  Sizjitf41]2  FH T~ M 0 FR 2R A R 2= b A JE £ B A P 1D ) 4 TR DSCE 4

[0286]  7F 25 —R B, BEAT N 2R hiz AF JE Ui 25 el mle M T2 FR 2T R 2% v Al Je ) 4 1 2 PR 2R T
iR 2R AR JE B K A WIDSCoy M DAAE 5 BIDSCHE R .

[0287] P [IDSCAHTTE RS, (50mL/min) '~ , ZE£E I3 -0 LL10 K /min ) 38 2834 T
[0288]  CLAHL, WIRAEDSCOI M Z AR il 98 , FHECOH 9296 v/vifedik I IR HFAE HL A AE
RTFJ5 , 1% AT DA M IE tOHIE I A ] 1) 2% 2D BRI e Ak

[0289]  7E R Y- H A R 2%z A Je AN F 2RI IR 2R 4 Al JE £ B 7 AL W i 20 9% v 56 P 1)
T B TsORYE AF R J L-F- AN o] B o IR I , 02003 B I Bl T s OHIF) i &

[0290] Myl T F KA AR 2 hr AR JB i) 45 7725, DSCod e AN A (1) (S WLE2)

[0291] Bk, 2 R R = by AR Je R B Al Je i B il 5 (n-PrOH/7K 45 &) B, 78
VAL JE A WS BT R AT ] 2, 2 TR SRR TRR 2R v A JE i ik B v 10 7K o R i) %2
R R SREBI , 7EAS A0 2 i W 5% 3 E o iy (WE{ELPE£49165°CAL) &

[0292] X ANFAEEMFETRE SR [ T A IZUSREB o TsOH % 1 ¥ FF A IR & i JE JE T TSR A7 A8
ffJTRUSRFB * TsOHH) 22 Filr .

[0293] 8 TSI X A UL, HEAT 1B LN /> 2 TRUSREB « TsOHM 4§15 e 2 H 2K R
SRFBHE i (M B2 AR Je bl il 45) BFIDSCH AT -

[0294] S F- PR FhAE b , W0 52 20 AR TR (1) A

[0295]  PA|th, > FE 2R AR by A Je i TRUSREB o TsOHM SRl & (1 A2 AE , 76 2 F 2 i B2 SREB
YAV G r= A A R I A (W (EAEZI165°CAb) S

[0296] P21 IDSCHE £k , 4 51l 2 165 C AL U [ A7 FEBANATAE , 7T LA FE ORI R = hE Je
FKE Y TR 2R PR R B AE JE R A PR A7 1E

[0297] W34 T i 70Kk 2R FR SRFBE VT EEtOH 88 % H1 2 Ji 2248 VR I T sOHAE 4l
EtOHH ¥ (Th, 1,324 5) SRl % SRFB * TsOH EtOH¥A ALY

[0298] & ik XRPDANDSC AR %% 3 75 7 N &k A iy H B0 T2 R SRR R 2R Fr A JE o A 1) 24 2= FR 2
TR TR R 49 T 2035 G i 5% 81 Ty 2 ot e ARLABAIY T 284 () T s it 0

[0299]  7EHIELJE , WT LA I () A8 %2 380 3 i T84 1) E tOHYA S K 75 4k (FTEETOH 93 % 1 2
IR G AAELE)

[0300] &4 % R T i8R 7E 2 H R FRSRFBIEE tOH 92 % Hh Y 20 b 2% 1% 8 I TsOHYEE tOH
92% R VAT (2245 -8h) Kl % SRFB * TsOH EtOH¥E FILA) o

[0301]  j&#ikDSCHI DA %2 2] - H 2Rk g SREBFY 71 25
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[0302]  #£92% v/v Z 15 F kAT 2 FF AR R SRFB ) FY A Al iR 22 v AR JE 2 BE VA 7L W I %
1, SIS AT AR DUAR I, VB B ) 1) T B ORI 2R P IR JE B

[0303] st ff3 : MK (TT) {9 H ORBEIR R L AR Je Sk &9 £ X (T-EtO0H) ) H R R
EE0EEVN ARSIy

[0304] & RRE%LE:

CFy o] CFy o]
"L CTY = — QLY O oo
N " N
[0305] NSNS Z # NN # .
H H O4H H H E

(ny (1-EtOH )

[0306]  YERT, v % 4 A HUBAH & ELOH (94% v/ v, 40mL) Hr ) 2F H 2K B SRFBHL /K
4 (5g,8.79mmo1) [7250mL = FHE I , 7£30min Py A MNTsOH. H,0 (1.337g,7.03mmol ,
0.84%) fEEOH 94% (7.5mL) HF AV, SR JE FERTHEFE2h (FEVRANTT 40 AN ZE SRR , T ik Bl
FISRFB * TsOH EtOH ALY A) o ) T i & 302 R INTsOH . H,0 (0. 334g, 1. 76mmo1 , 0. 2
2 E) fEELOH (9496 v/ v, 1.67mL) H BUVE L, 28 SR AERTHER 2h o Fi i » 7 i B3 72 T
TsOH.H,0(0.167g,0.88mmol,0. 14 5) fEEtOH (94% v/v,0.83mL) H FIATH , SR J5 FERTHF
2h.

[0307] i F35Hedh s~ ik € H & 44, FHELOH (94 % v /v, 2x 10mL) ¥eisk, FFER B A N
RTF#&15h, 73 BVE AR AR /K F E 5] A1 2B SRFB « TsOH EtOH¥E L4 (5.08g,84%) .
[0308] G BUEE 2 AL I FR 710 o Hy T2 Y R TRR SREBAZ e 3 tAu ] 14, [K] e 4] 4k 8 W
AT L) TRl G BB I () A AR AR €, $R7R T AL AT

[0309] i FMLIE I HE KA AOSRFB  TsOH EtOHIE 7L AR i 1A K T4 PR F7 30 B 3R 451
AR, AR R T/ K A BT A R E

[0310] o XRPD e I ok Jse b2 o AE BRSNS AN, SR S5 AE B /NI 5 20 Hr s K S A i
FERTIR S R B WS B TR R IR R A AR e -

[0311]  ZEAEH RN ZMET (32min) 3BT XRPDI T &L F=4, 4578 1 4HH) PP 2R BRIR R Fr
BB 2RI AR

[0312] S fpil4 - AN (TTT) R Al Je i i =X (11) /)2 B R BRI R B I Je S K & i
JEUASE Al 26 R ] 4 2K (T-ECOH) 1) F AR TIR R 4z AR JE LI rAe )«

~@Lg@*{©\owfu¢

('

[0313]

S0t &

SO4H

[0314]  TE[RIVE T, ) 2% 45 A5 Wb I35 1 & HEtOH (90% v/ v, 2. 5mL) H Y SRFB (200mg,
0.43mmol) fJ10mLEENE , B8 INTsOH . H,0 (98mg, 0.52mmo1, 1.2 4 #) 7EELOH (90% v/ v,

0. 6mL) KRR W EE R F0RE) o REAS 21 B8 o F 2R e R SREB LK & W Fh , JF
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ZA R HBIRT (FER AR 10min B & iR B ) SRS ERT F B VR INTsOH . H,0
(24.7mg,0.13mmol,0.324 ) FEAEEtOH (ImL) A F¥A R (A8 I 18] 60min) o uﬁﬁbnﬁEEwH
(4. 4mL) FEAE BT IR Vs 030 18] 44 B9 FISRFB - EtOHA 74 e i o 45 31 () B VR AERTHE +E 3.
15 FH 35 e 45 IR 213 3 HH B4, FHETOH (96 % v/ v, 2x0. 4 mL) Peiss, I 78 & B 25 N AERT T8
15h, 15 FIE A 1 i R 1 4l f{ISRFB. EtOHIE LA (230mg, 78 %) -

[0315] s g5 : Ao (TTT) A R hz Ak e st =8 (TT) {2 BRI IR R 4 E Je 5K B )
JER A 1) 2% B 4t sl 2% 5K (T-ECOH) 1 FE R R = i E JE 4 B AL

[0316]  &RiERZ:

peEenvas —17@3‘@* el

(hy
[0317]

Q. ,cr Y Qe

[0318]  7F 4% & A MU HE I 330 250m 1 [ Ji B il ,'Iﬂﬁ (I11) R H 3k e i & (5,

10.75mmo1) BVFAEELOH 92% v/ v (40mL) ' o ZERT T [ T i 5 £ 1) B 0 5 I A\ TsOH . H,0

(5.115g,26.89mmol,2.545) ZFELOH 92% (20mL) 1 ¥ ¥& W (£E ShyZs It [a] i , i@ TQZJJE_

WIERIE , IS IR 29250 042mL./min) .

[0319]  FEVSINAIETA/NES R K15 21 5 B B /NI 21 F 2R B R SREBAE Bl (IS I 4 i)
U, RAEAEERD .

[0320]  FEAS NI IR 4hr , F4 45 21 (1) 2B Bk /NS FSREFB © TsOH EtOHIE 1AL M4 /b (BT itk

TR U6 S5 4h 46, R AEAREERD)

[0321]  — HLRINTERG » 4 B ERTER S 1 /N

[0322] Y445 2 B @ e st It (FLBR FE35) HEAT I UE , K ik Y iy [ 44 FHE tOH 92% v/

v (2x10 mL) ¥k, FAER ET FAEZER TEL5h, 5 2E NERAR G/ K E [ AR 4l 1)

SRFB * TsOH EtOH# 744 (6.38g,87%) -

[0323]  FE2gHNUARL T , 7R IO &5 ARINy L5 21 58 A 3% Ak AR, 7E5g US>, 8 T 3RS X Fh 78

AL B DT EFIMO LN

[0324]  sijitafsl5 ) n] & ik s g =X

[0325]  FEAHIRI S A4 T , 7E 5 MUARE T tH R Th 3k 159 SR I IR R Pz AE JE L v Rk 7, 5 52

TsOHZ) P A58 N :

[0326] B ER1 (W ZEREBESRFBIE L) « fE4h A R n10mL EtOH 92%v/vihfyl. 29 &

TsOH.H,0, fEA N5 , #4159 2 () B AERT 44 245 11 1 5h o LB BILE 58 — 40 i m CE IR 1)

[i] 5 ﬁ,ﬁﬁzﬁﬁ#ﬁﬂzﬁ%@asmw@ Vb R EERRE , BB AERTAR i PR i 2 5 (A M2 2]

IAISRFB * TsOH) .

[0327]  JDIX2 (SRFB * TsOH EtOHIEFILYIIE AL « FE AR 8] B H [w) B THI 1S 2 TR A 0

25
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A1 34 & TsOH. H07E10mL. EtOH 92 % v/ v VA, JF 4575 2 TR S W ERTAR S Ht 1 1/
INf, L86 % 1753245 3| 4l [t SRFB » TsOH EtOHIE LY.

[0328]  FE2gMUASE I, {8 HELOH 94% v/vHHp D3R 1SFSRFB « TsOH EtOHIE FMLA (2.63g,
89% 133 AEX FMITHL T , FEVS INGS W H %Ak 5e it CBUR B K G 3 v i AL T 28) < SR
IS R4 5 00 22 30 B A2 K K3 B TSOHAEAE T , SRFB © TsOH EtOHIE 74k ¥t fRHF
[0329]  FRAISLEE EMIRTAE20°C 4224 °C 2 [A$2 3] G FE BRI 40-50%) -

[0330]  100mL EtOH 92%v/vi |4 : 92mLAEE tOH+8mL 2 B 17K

[0331]  -4liEtOH (PANREAC, H % 5141086.1214) :

[0332] o EtOH:99.5%

[0333] o H,0:0.5% (Karl FischerZr#r$5750.025%)

[0334] - TV} 22 77K (PANREAC, H 35 :212236.0716) :

[0335] o pH:7.2 (SEE&HE)

[0336] A5 /NBf JEH 3k XRPD S I S B o K B v R i at i€ FF FHECOH 92% v/ v, S8 Je il i
XRPD 73 #7453 3 10 8 [ 4 o 78 BT A S R A (] 32 A3 WL 88 2 TR SRFB » TsOH. A FH AR & R & 2644
(32min) J@ It XRPD /M T B & P2 4467~ 1 2l ffJSRFB « TsOH EtOHVE 774k ¥ 5 AR T 2 . 5] i %
L, N SRR Y8, FHELOH 92% v/ vB ik T 78 L N AERT 58, B 1% AT LI DSCAy 7 1A
WP B A7 1) 2% 252 BRI AL

[0337]  BIREIEEFALEI TR :

[0338]  SRFBIF B HRAEELOH 92 % v/ v A IR UA I R AR € Bl 17 728 o) 2 12 F R iR 2%
Fr AR JE I 5 0 B (A WS 3 821 -

[0339] 4 Jim dx Folr o 20 A2 R I i [) AR AR €8 , SR B I A Tt

[0340] s 56 : A (TTT) {9 2Rz E Je A il 2 F IR R AE Je K B4 R4 55) il
H R B R 2R P JE JB BV 7R A il 46 T LTS R ORI R = R e o

[0341] A RigLk .

CF4 o

(o} CFy
l )\
’ i ,@'/ c}\IIA\\")L"/4-- a@ i ,@ON"/ 2 )
H -
NJLN o ~=N H NJ\N VN Y/
H H H H
M0 O,4H

(i} ()

l PTSA
CFsy o)
Cl o} = -~
[0342] @ 2 LY \CA)LE © - EtoH
S H SO4H

(1-EtOH )

l s
CFs o
m\@\ = O 'N/
N /@I | N H
H N 04H
(1}

[0343] 7R3 H WU PER 320500m] B JE B, K28 (T1D) B9 R+ 3E Je iiF &k (25¢,
53.78mmo1) BVFAEELOH 91 % v/v (200mL) H o FERT I [] 35 4 10 2 Y IZ T N X6 Y 2R il R H.
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CN 107840823 B ﬁﬁ HH :F; 24/24 T

K& (25.57g,134.46mmol ,2.54%5) EEtOH 91% (100mL) ) VA VR (£ESh ¥ It 18] iy
I B AR, IS ISR 29050 21mL/min) .

[0344]  FEFAS NI AT A/ b, W 75 21 2 VR B /NS FH - H R B PR SREBER /K B 0 4 b (AR
INFFGRE 46 , R AEAREERD) S

[0345] S IR 4hr, F445 21 00 BBk /NN I 2R R 2R 7 3F Jé LB I e
(RIAER AN A8 JG Ah TG , A AR FD) .

[0346]  — HRINTE G , ¥ B AERTH R

[0347] M43 B BiE it e g IR 1 (FLBR B35 HEA7 3k 38 K [#] & FHZEEtOH (2x  50mL) ¥
B AR ETEE S (4mbar) 7E100°CFJgk . 26h f5 (i T-5g FF AR R 2 $ 3F JE £ B i A AL ok
Ui) L PRAHE N B AR A TR HOREE R R B AR e, Al H M SMETSF 3 889 % o

[0348]  fE2gMUE T, A T 3845 58 & Fe AU 75 EAE IS INGE R S B/ /N o FE25g BT, HH
TR K, B AL T 18, R R TE TR INEE TR G ThE 4k 50 % , B8 Jo [ N AE Bt RE AR Fr i 7 . 4R
T F5 A S AE A A BN (A AINF J5 56 B o TP FRAS D] 25 %) i Ah i % B A B B R )
[0349]  FRATLIEZMIRTAE20°C £24°C 2 (R #23) QR & 940-50%) o

[0350]  500mL EtOH 91% v/ vl € : 455mL4EE tOH+45mL 25 &5 7K

[0351]  -4liEtOH (PANREAC, H 3% 5141086.1214) :

[0352] o EtOH:99.5%

[0353] o H,0:0.5% (Karl FischerZr#r#5750.025%)

[0354] - Tk 255 17K (PANREAC, H 5£5212236.0716) :

[0355] o pH:7.2 (SEE&IHE)

[0356] /)N 38 I XRPD W I S 07 o 4 2 R ik 8 FHEOH 91 % v/ vk ik, AR 5@l
XRPD 73 #7453 3 19 8 [ 44 o 78 BT A S R A (] 32 A W88 2 TR SRFB » TsOH. A AR R B 2644
(32min) JEIEXRPD A T F 28 P24 48 78 T 2HIYISRFB » TsOH EtOHS AL i AT .

[0357] By Eite 2 A I d8 7R~ :

[0358]  SRFBIiF E HHAEELOH 91 % v/ vH IR 46 I 3 A o 28 2 A8 R oxd B 2 FH R B R 2R
Fr AR JE I 5 0 Bl (A WS 3 821 -

[0359] 4 Jim dx Tl o 20 A2k AR I i [) A8 v R €8 , SR B i AL Tt
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EP1797038
IX®ITS
Ex. 1 Ex 2
Ex. 3
ITEITS TITHITS
Ex. 5
BRIy
W02009/092070 ‘ Ex. 9,10, 12
IHITS
Ex. 2-4 7
w4y
Y
Ex. 6 Ex. 8, 11
l Ex. 7
BRIy
WO02014/118807

TS = FEBRRNIER
FHERBRENIER

Ex. = SCifif)

W - RHAEER
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W OB BB 2/4 T

Aexo

Weg"-1

14y 83,16m)

I/’}
19T -567,60m)
. H— 18,40Jg"-1
H—4LH) -125,5718™1 4 ;k‘fz g R
JFiE 130,50°C i 156,97°C
I 143,71°C : 164,67°C

WNE P [ s e IL L
b gk BB RN AE R

w ne ¥ 1% ® N W N B M W W W H W HM W €

143 -455,71m)
IH—4k. 1 -138,09)g"-1

Hih 125,17°C

I 143,47°C

M ZR AR JE W 7 sk 1 7% 19
FHEBRRNALE

¥ N & N ® 9

STAR® SW 13.00

K2
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Aexo

! \

4h¥sm - R A+

T T A REONRLY)

i AR
s SHHEM  KRELONREALY)

KRR AR
Bhm K EECOHFRLY)

e

A |

A

A

L]
=y

KIEEtOHNFE AL
- L T
~ NS s ]
! L |E| [ EORE LY
= o | 1{[ﬂ1 ( ii)
S % : g ﬁ““ﬁ‘ EOHBE ALY
% |
§  SEIRSSTRERERREALR
| T SRR RRSREB L
T fty HH 30
IR [ EtOHFE FL 1 44

Y RN RN RN L R AR L R R R LAY LN LA LT LY ELLES RN LA LN RN L 1

1'1amumnnmmmmmmmmmmmmmmxamt

t STAR® SW 13.00

K3
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*exo

i l“” I‘ NIHI

wq (T

Il
| ”.m||||\|'l||||m\HIH\HHUW"\I:..

\

R YT
PR i+

ah B 5 pg conge LA

e O RG
%ﬁmLkimwﬁmmm

. EtOH
| WW = LA
g ______ . h ECOH AL 2 L.
- F R RRSRIB ) $ 4L, ’
Y & 0% © M OH ® W M M W W N W M K W XN W M W M M M T
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