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Pz el (lan, IRFIFLAE (Ram) JE1E) [ A HL LR (ssNMR) VIG5 AR . FI
TR (SEM) HEFa iR A A R 4T (PSA) R IR 4B W i E 0 90 A 1
9% .

[0040]  RiE K AW & F8 K FIAL A A ELAE T R A2 s

[0041]  WuASCHT H, RE “—KEW ZIEAS — 0 F KB —5 IR KEW.

[0042]  4uASCRT L, ARGE “45 7 & fe —PplEN A, o DLAE =ANEE B A PR E SR
K &= BEH R T FEE T

[0043]  GiEHFAIRRZERPBOSMAES %l .. M. LA .. Bl R
RIF7R RN S EEAA) « 5% 5 FHAAEARRIESD B ERIE DA, &0 BwE
FLFEAE AR Z A BOLTAT . AN RR BT 21 A IR 5 DU R T & 1)
HE, AR WRAE DA 7 2R MR 75 2R i A o R4 B .

[0044] AR BRI T O UK & B BRI IR #h K A . AE 0L J7 T 1) %A 52
it 77 g D AULER S F SRR R K AN B4R r AR O IUIERkE B8
FIFIE IR K EWIE R L 7 RRFFAE AT AE T SO it — 20 PR RER ) — B
ESNE 21

[0045] Lo WUILEREE AV BEN A E — SRR SR K AW sUAE L3 a1 pH T HA KT
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K OUWHLA2. THE % HEEHKR ALK T b OIUNERE B 5010 = ShiR#h K
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[RIXEF 2t R AT 5 B3 o A ] DUAR IR i — 20 R R AE T B A FCu Ka FRETHI7EZ)
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27.7.28.4.29.4.30.2.31.2.31.5, 31.9.33.9.34.5.34.9.36.1.36.8.37.7.38.5%139.7
+0.2° 2000 F A0 1 XS by R AT B RS AEA R BB O AT R E AT LAAE T A fE
FiCu Kaf@StHI/E2)6.2.6.6.8.4.9.7.13.2.14.3.14.9. 15.4.16.3.16.9.18.9.19.5.
20.1.20.7.21.4.21.8.,22.8.23.6, 24.3.25.1.26.0.26.8.27.3.27.7.28.4.29.4.30.2,
31.2.31.5, 31.9.33.3.33.9.34.5.34.9.36.1.36.8.37.7.38.5H139.7+£0.2°20 [{jU&[H]
XRPD I o 76— s2fifi 5 b, AT B A FE AR F 2R/ IOXES ZoMr AR A7 5 B, Horp <3
A7 AR HGE R IE R AR L) £0.2° B DG TE T I AR SRR TR 2 R B (W
i 1 B FACES B TLARTTZAR)  {ELEE Ay B 0 S 6 4 7% A AR R 5 AN BIUEK ), IX AEXRPD 43k 2
ANV

[0049] .y LVLER & B A B A 2 f B CAY 2 i B 2 AR S e /K R TP
X, FF AT AAE AR AR 262 TG AR 3. B4R 60 BT 1 o R AE PR B2 20 {1 AL 45
ff HCu Ka#E5116.8, 8.8.14.7.17.7H122.30.2°20, 3 H AT LA HAMUHEAS FCu Kaks 5t
J7E9.6.13.5.19.2.26.220.2° 20U , BRI RRAE A LLYE T A Cu KaZ@HS7E6.2.6.8.
8.8.9.6.13.5.14.4.14.7.15.4.16.3.17.0, 17.7.18.3.19.2.19.9.20.5.20.8.21.8,
22.3.22.7.23.0.24.8, 25.1.25.5.26.2.26.4.26.8.27.5.28.5.30.2.30.6.31.1.31.5,
32.1.32.7.34.1.34.4.35.5.35.9.38.1.38.9£0.2° 20 XRPDIE U4 4 AiF 1 CHY 20 {8 1,
FeAdi FiCu Ka#ggt1K6.7.14.8.17.4.20.6 F126.2+0.2°26, 3 H AT A BAMIFE# FCu Ka
EATAES.7.22.0, 27, 1AI27.7£0.2° 205 . CBY () FFAE 7] LAAE T8 FHCu Ko 5 i 78
6.2.6.7.8.7.9.6.13.5.14.5.14.8.15.4.16.4.17.1.17.4.18.4, 19.3.19.5.19.9.20.6.,
20.8.21.8.22.0,22.5.22.8.24.3.24.7, 25.1.25.6.26.2.26.5.27.1.27.3.27.7.28.5,
30.0.30.5.31.0, 31.5.32.2.32.8.34.1.35.2.36.0.36.9F138.840.2°20[{)XRPD &3
W o 7E— BB SET 7 S, BAURICAY B AT AR F a6 R Fros i) X e RATHS B , Horp I
A7 FrcE R g A ARy £0.2°,

[0050]  7EEANSLHET S , ARLRHE AT DALE T a0 S i ta 5 43 H BT 7~ SRAF I BR it x— S 2R AT 3
(XRD) [ 3 , e AL S P-1 (R = RS (B RERIZ) 05 9979()A . b=12.4375(8 . ¢=14.4250(04
a=97.617(4) °; B=93.2854) °; Ml y =94.585 (5) I i L S % AT AT DLAT-2% Ml 33— 25 1)
FRIEAE T R IXRDSHL
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o 1.54178 A
Y 4t
gt P-1
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o= 97.617(4)°
- b= 13.4375(9)A
3 SRS 5 $ R5(4 ¥
sy | THERST P = 9328504
= 14.4250(9)A
= 94.585(5)°

P 1145.93(13)A°
Z 2

w4 (GhEE) 1427 Mg/m?
R 2.945 mm’™

[0052]  FRAFR T AR DSCHEIE DSCHE 2o/ tH T LT = B Tk /4 i SR I £ 49235
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FAELI1230°CEZ1240°C 138 I BIRS GG s 09 73 R B DSCHRA NS 461l 4, 72 3L R BL 210
‘C /A B 2 225 C AT [ S 7 S8, AU ARE T AAE T B HA7E4235°C
(R AT GA S 23 e A DSCIVEL S, 5 TR

[0053]  ABYFKERAEIE AT LAZE T 28 (TGA) o R, AR AERT DL £E TZEZ1100°C R Z)
150°C Y B P9 B S HE T B R L FEZ12% 215 % 1 Y5 A Y B 845 2% 4l tn, AR R 4 AiE ]
PLAETAERIS 150 C 4 3% M S AE—S8sLiitir &b, A% H A A B aniE 5 B
(B A3, P “FE AR B AR T RIBE I TGARFAE ] AL 20 £5°C. IXPhE BRI E N
Z2HHRIR © HUR KF) ST RK KEHTR B AR &K ERT LU T, 849 T —KE
Yo

[0054]  AZ R HRAE AT DAAE T8 i A XRPDAIAZ AH A I FERIXRPD . A8 U XRPDEUR 7~ T K14
o 2B R W G ARDK AW I E R AETCAR 28 rh T n i 2 BRI R (Z975°C) I,
AR AL EE R KB B, BAY o Yz A A ] 22 BREE A6 A I, BAL AR FE IR
IKFEEEAR KA AT AR ARG B2 I XRPDE AR /R T I3 o i 5dE R B 2 K S AT i 2
72 T % AN IR FEIS A B AL 28 IR K B, CBY o iz b B 22 B T 15 %6 A RE /=1 (1)
FEXTIE PERT , C 2 MRS BRI SR I B4k T K A AT o 3% e B 5 2 SO B = 36— 3K
BAYANCHY (1) H B/ T Bl 6 o KRB BOi P Pt KA 2500 &7 Sk An 10 0 25 SOUaH 2 JhRR
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97,4198 £199% I Lo IUVLER B (1 BB I - #h R Sh /K AWk 8 — S sLiiE )y b, 41
WA G E R E /D250, 4160, 4704180, 24190, 2195, £196, 4197 . £198BL 199 % ] 0
WULER 2 A BEh A SRR bk & W al ATy 78— sy v, 5 &AL (B
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60,2170, 4180, £190. %) 95,4196 .£197 . 41988, 2199 % () Co WUILIBR B A 8sh 7110 — Sh g 2k
IKEME I A LT T 9, HAE F R E & 2 24950.4) 60,2970, 2180, 2790, 47
95,296, £J97 . 29988, 2199 % 1.0 WINLEK S B Esh I R K G AR /£ —
SESEiE TR I A AT BIRICH o (1) Y A B 2 R VR A0

[0057] AR EHIRHRAE TR X BER 25 T OB e e T i U7k, O vE R
AR T 2P ECRAES AL R s IS 78 il PO = o s B0l 2 5 O IS 4 2
B 5 A AH DS 1 095

[0058] A EHIEFRAE T O MUNLERER B B AN A B, A

[0059]  {E =B AL REHR A AFAE R AF4- B -2-F RN 5L IRIE- 1R e A1 (6-FF Bkt
WE -3-2%) S L R B ORERIR A LU RGO HIULERER B 330 7.

[0060]  fE-—sbsgjfi 7 rp, (6-H FEMt g —3-3) &L IS 2R R b IR &k (B, SM-2mR s It H
P& 2R IR % 4- (3—Z HE—2-F R ) URIE- 1R IR P s (HD, SM-1BURME AHZS) M E S A T4
LRI 52 A AE— U85 5 &, (6-FF SEMEnE-3-38) 2L F IR R lig 3h R #h 44— (3R
FE-2-FRAE) IR 1R PR E R N1 .2,

[0061]  fF—2esLyifi 7 Z2rh , IR A AR BT VE A AT AL D AT AE— 285 )7 &2, ¥ 7
JETHF,

[0062]  fE—LesLyfi /7 P, ZhR G = Ok RN O IEEL A & A — Sl
T, SRR R O

[0063]  fF—LL sy Jy Z& b, A3 Hd & ) = e B el o E — BE Ky Sb, AT 411
AL .54 & 0] ) = he B il o £ — L858 7 Sevh, [ L. 329 &1 = e il o

[0064]  fE—LESjE T S IR A 7E65°C T T

[0065]  fE—LLsLjii Ty & Hp , 1% 7 15— D A HR AL B R K I AN B VA IR A7 AE AR OL
WLERER (1830745 8, DA RO UNERER (1 3830 7 — 38 BRELK A

[0066]  fE—LLsjiE Ty S, B VA AL HE = A

[0067]  fE—LEsLjiE T S, EhR/KIE WS AT6N HClL.

[0068]  fE-—LesLjifi/y Hp % T ik — D ARG OB E A BB = ShEREhKEY
& /025% RS2 MR AR A AR5 7)o

[0069]  FE—uLsijif s & rh , 29l E O WUNIER 8 AL a7 R £k KA K7
Jz s UL B Z b — AN ik v O R B IR A 258 JE IR 0 — i @ 1 v e SR
FIAFF2011/0182947h 483, Hidwid 5| HIF A AL,

[0070]  fE-—LLsij Ty &b, 25 AR B R, HE A O ULER S sl —
B ERIK AW s F5RE 7] s pHUR 5 771 s SEFE 741 s RV 771

[0071]  FE—LeSZif Ty R, 4- (3-ZA -2 R AR WRME -1 R P BRI L 5L R
FE il % : AL AR AZ/E N a4 Q-F -3 R URE-1—FRERF I5, LLIE il -
(G-I -2-F ) R -1 R .

[0072]  {E—ULsjif )y b, SR FEEE AR — sy b A AL AR
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[0073] AR EHIRHRAE T 4 O NUVIER & PSR B IR SR G T 15, iR B AR
SRR K T RN ¥ I A7 A A OUVIER B 1 8sh ) &5, BUTE e LR 2 1 830 771
IR KA.

[0074]  FE-—LUsLja Ty R, BEVA 1 G R OB

[0075] AR EHIEFRAE T il & O NUIIERE A BEhH RSk G 15, A

[0076]  (a) ZEEAAEAL TR AEAE N A Abd— Q- -3 E L) IRE -1 BES, LUK
4= (3-FHE-2-/ T AL URE -1 R IR G s

[0077]  (b) 7E = e R REHR I AFAE N AFA- (- -2 %30 IRIE-1—RIRF ERA1 (6-F 4
ML e —3—48) SR BRORBRIR &, DU A E i B w0 L LERER 1 Bl 710 s A

[0078]  (c) £ SR B /K& M ANEE VA S AFAE ™ E O WUVLEREE B BB B Bl &, DU Ak
O UVLERE A BRI — SRR K B W6

[0079]  iZAMARAE T mH BIRE (KT 70%) Ah, 7oA B BRI iR ER ik 2 4
I AT LA R Kb , LA s A AR M R B0 2 R b T T s e =X = 10 R) 1t
JE A, 3F H2 T AT VAR) (FEpH 3.8 °F KT 40mg/mL) o ZEAS[F A5 LT , IR 20 £ 2 —
EHRREKE YA,

SC e 1)

[o080]  — TV

[0081]  fz M i b S PRSI A JEURE (3 FHA R AN 98 771 A 400MHZ 6 543 e 38 H NMROG1E
ke Rl B VA LRI E AR (CDCLs, DMSO—de) F IY FF L7 452 LA ppm R 38 o $icdhs
RIBWIT A Ak 2 HE (s= I, d=X, t= =, q= [ HIE, br=F W, n= £
FUE) A EH Hz) FR S /E BAT 58 R RR 100MHz s 3543 FiE3E°C NMRYGHE o fb
2 R I B VAR SL R VE NI AR ) (CDC 13, DMSO—de) (19 VU B R4 DA ppm3f i B A 11
EHAEEE  (charge) HRANXN TG I 29 —3-HH L F 2R 45 HH o

[0082] X5 2 AR AT S B 4 ) 266 4 A7 [ s I B 4 1) SE RIS B x5 26 B 3k R AT 4
3 (X" Pert) FRAFH 85 A Cu Ko (1341837 HAUE R4 51945k VAI40mA . 7£ %
B RUSCEENS.0008240. 009520 [IEHE s 2D KRN0, 008 5 s THELIT 7] 915 240FD o £EAE i 4
Fros Ll #5-40mgIRES AT T 6 (stage) BA2. 000FD (1) HE &R R e %

[0083]  fifi FIDSC Q1000BXDSC Q 100%! (TA Instruments) Z xifEH {XHIQ 500 (TA
Instruments) #H 4 r AC O NUTLER B B BEH FIBHCT £ 1 # Ve B 2 47 SR AE - A H
Universal Analysis 2000,TA Instruments HEATEIE 7. % T Z R ERIVENHE
BN E £ SN JEETTRAL10°C /40 By n#ivist 22 . 7846 th 1 L 25 P 0 8O T80 4R
B Al <1-5mg & FHT-DSCA T o

[0084]  fFHIVTT SGA 100XHRZ& IR B 43 B At B /K 73~V 5 dl o AR BRHEE JT] L AH
XU BELAS %6 1) 3 5 715 %6 F195 %6 AHAIE JE 2 [ AR 4k, 1 75 A X 36 A 1), AE X B2 ML95 %
A ED % PRI UER BN FEL BN 0. 01 % () T E AR AL, o e RSP A) A 18043
B AT Z91-15mg I RE H .

[0085]  C20HasC12FNs04ff 5 it F, EADUR <A 0.03mm X 0. 12mm X 0. 50mm , 4% T X5 2% i
M AE100 (2 K RT3 A A7 88 s (e 23 MIAE 1. 2kWHI Zh3 N EMERI Cu Kagil 3R 2

10
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$45 (A=1.54178A) [fiBruker Kappa APEX ITZ%: [~ (40kV,30mA) U XHF 2k 80 B 5 .
V126 ) 48 TS BB AT 8 AR5 . Ocem ) B 4

[0086]  FLUSAET8241, Hi LA 7E o NG 0. 5° FUH1HE 55 2 FI90FD /i (BRI ] o 28 B4
WS RIS ] 260 /NS o AT AR A AESE (harrow—frame) A4 BIEH %Ml FBruker SAINTH 4
AT RS AT =R M BRI R 7 A T69. 57 Y I B K 0 M Y S R 123494 e S5
(reflection) (0.83A &3 &), Hrh ({4046 BT (TUA3.06) , 8% F=93.6%,
Rint=5.13% ,Reig=5.18%), H33514 (82.8%) kK T >20(1)o (F?) .&m&
a=5.9979HA . b=13.4375(9)A, c=14.4250(9)A .a=97.617 (4) °.B=93.285 (4) °.
=94.585 (5) ° AR AR=1145.95(1A 1 7 M HURIE T B A6.196°<20<138.239°
(11200 (I) FI4T90 ST XYZJ5T-Co ) 404K, o 3008 9 23 B S 73 HE AE R0 SR B ) ] 20 1) 2
o Bt 0TI B 8 A 2 1 H R (SADABS) X AP #EAT AR 1E B/ NR WL B 5 2 x) B KR
W G5 2 L N0 350 BTt BAE B/ INE S R GE T @R RH) #£0.3206 AT SR BCK
B R TR &2 0.9168,

[0087]  ffi iIBruker SHELXTL (ARAR6. 1) BPFAL M3 A2 R BEP- LR DROF Ak T 4540, 1

o 55T 2 B8 T CaotlasCLaPNs 04l 5 Z =2 fEH A 320N E B f{F’ Lﬂﬁﬁi%%‘m#ﬁ%%ﬁ@ﬂi
NI S RAE R1=6.43% T AT g 2 i il ) FiwR2=19.18% Cuf T T A 41
B OME) AL N 067 A2 7 W15 B2 & i EI B KIE 1.084e7A3 B RAL

K -0.527e/A B EF0.101e /AN RMSIR 2 . 7E S AR B ml b, Br vk S48 25 % A
1.427g/em’ HF (000) ,516€ o
[0088]  FH T 47K i FHEE I PR ANAr B R BRI 4L Bz S M p T RO ULk &
BN H 0. 949 B S EKET T KEE - S i 41k 253% F141 % . X 5
ZAEMX MR EK 20 HARNE B E MKk 2 — (B4 % 1 HZR IR
A ERE SRR AR IAE L B2 A B b SR B E 7RO LA B4l . N3 CAHINA
SRR I I SO VR B R PR P H A ) SR R AR B AR A BT
TR (riding mode) .
[0089] R FH &S T A SL i) 2 4% (RTMS) f Ml 2§ ) PANalytical X'Pert PROFT HH4X
(PANalytical ,Almelo,The Netherlands) FRIGEX-5F2Xn KATHT L ¥ XRPD) ¥ AH %5 5+
5 CuKel 1,544 HH R AHLIR 4 BIBEEAE 45KVAI40mA, 75 2508 FURBE M5 E 45/ 20 . BAY
0.0334JZ 10 KEEHRE AN E SRR R A &R ORIE B AN E L4
FE&h B BERE 28D 1 e G i (1]
[0090] m] it , R A AEEC A RTMSA M 28 I PANalytical X’Pert PROfT Hf1X
(PANalytical ,Almelo,The Netherlands) 3R43XRPDEUHE T H] (852 Cuknf1.34A) H.

HEL s R EEL I 2 3l 138 S FEASKVAIT40mA . 7E = I NUREE MBS E40/F20 2 AH0. 0334 1 LK)
B AR TE SRS e Ry LA IR S B A & LB RS S e e 27 1
LZA I

[0091] Wl , R A2 A A RTMSA Ml 25 FIPANalytical X’Pert PROfT HH{X

11
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(PANalytical,Almelo,The Netherlands) 3k1SXRPDZEHE . fF FH EI"J?FE%%CL;K&{X.-:34{%}&

HL P AT HL 30 ) B8 AEABKVA40mA . 7E =l U NS 540220  HLA70. 0167 R AP KA1
R ALY SRS CRFR A AR R E AR & OB G2 1
]

[0092] i, R AR FEATRTMSHE M 4 I PANaly tical X'Pert PROFT A4
(PANalytical,Almelo,The Netherlands) ZRIFXRPDEE [ A 4652 Culedl §Jm&.)

LA R 38 9 S 1 5 7E45KVAT40mA o 7E 3 FUKEE M3 E 401526 . 2 AF0. 008JF R L K1)
R AMNE S RFR S AR R E AR & O G2 1
EERTIE]

[0093]  wJikith , % A A H B xyz L 5 G AIGADDS X ta /6 M 25 ¥ Bruker D8 Discover
XGHERATHT R 4E Bruker,Billerica,MA) 3RFXRPD $uds . i FHA 5T Cuka(l 54A) H
HL A R L3 0 AL S FEABK VAT 40mA o X F-2E (1) 3 B AR b (9 [ 4 8 o B AT 22 i, ELY T4
FEATT & DAARIA B 5 22 485 204 Lmm” 1) X 341434 B«

[0094]  fifi FFRAEDSCEE T (DSC Q200,TA Instruments,New Castle, DE)NEEZRTIfEE
% (DSC) 4 - 7E40°C 2300 °C IR BEVEFH N SR FHL10°C/ - B ok 2 . o i 720U F
BATHAHGRE L G NARHER) 25 B R A R 8 I ERS R AEYD o

[0095] AT e, F) AR P AUDSCIE R (DSC Q200,TA Instruments, New Castle,DE)
W BEDSCELAE  7E£20 °C T AL 4T T2 B S , 76 20°C 22200 °C LR 96 [ R I3 °C /438 i
IR ZE DL Je+/-0.75°C/ 3 BRI YT o 70 B 48 BT I8 AT IR RE it 2 ARt i 3R 1
AL R R ER HEAR DD -

[0096] Lo JUULIR B 1 ) 50 — 36 B EE K S I il 2%

[0097] o UVLER S BRI B bt 28

12
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i MaNUGO,

2’\
&*3&('3' N‘A\E E\ E\ 1 IS 3 -
Mg \w i Ry P, 1AL
H

Hrady,

Y-

£
*‘_\i: a" (,y\)’i"%‘(\

gy %i-m

PR §>§'

Sh’iez
£L TRES HO

[0098]

{'}
N ‘\‘g\
M

’Px’v

;,,t \«?“g X

‘x} * SHU s HQ

o \,\
Y

Sd

\é\jw \f\ﬁ#” s N »"*\ Y
N

WRLER %&@ 3] 2HOLH,O
[0099]  APT SMWRPME fiF 5t HClE’JAE}Z

4 L:L

N .
N

. NES S
il 82,0 g S 4P HECHOEL | Bra, R
w,L\;\l\ S N & o di BN S l\r N0
: Prds g ,
- N e FN- R b
FN- 9 o L] |

N

270

By F
e S

wEAATERE

[0100]

§
mw§%f\ a

) k¢%§&ﬁ3 N

Hy HOCY PR, Phle \wﬁwfﬁ'“
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[0101]  {ESETECA [H1 35 /3R 0] V4 k28 R A 5N NaOHVA R [ Be I 2601 R S8 (57 A
B 1 AN 4500 . Hastelloy® B% HAh 42 )8 3 90) o, £ % AU B FBFN-F 2K (2. 0kg,
12.89mol, 1.0 &) N-RAPEHBEWE (3.9kg,21.92mol,1.74 &) i H AL A B
(125.0g,0.0345&,0.39mo0l,, HH25HE %7K FZ R (7.0L, 3. 5468 BN R &
MET/N IR 85C o AL H K 25 25 v i) % [T HsPOs (106.0g,1.29mo1, 0.155&) Al
2.1 (200mL, 0 . VAR HIVAW 4 I LR S P8 HE0. 5/ B, B0 R - Bk siad A
FRFBE SE A CREE BN, HPLCo254mm) o ¥R RIR A IE HI 2222°C 2 N BB FK
(8.0L,44&F) FHHZE (16.0L, 87AHD ,EFAHR S H: 20480 , 2B 2. DAEH
BHEERFFAE25°C R HYIR 20 1. 6N NaOH/KIAE W (14.0L, 7.0 ARFY) I EIGHLZE I+ = B
BIKAHEIPH (Z11) PR AW ELE sunTeflon® 808 21 98I0 B 25 2 FH A4
LR RS e E L

[0102] P UCE H2.5% HIEN-FF 2£.62. 3 % [IEN-BAL Y FI130. 0% ) — 1AM . B 2KV
TRASE I AR B B SR FA S el a R 2.1 , HJE b KF 2 1Y &% 7K &8 1030ppm (FE 1% 3
EWCE A AT AT, 1% AT DERA N TEER T RE > 12/08)) o

[0103]  £EZIE N [ZIEMINAN — R A £ £ i (880.0g,6.63m01,0.53* &) , IR E A
F% (460mL, 11.28mol,0.884 &) , I I FE40°C . Hil4 = 2 H WHEFRES (820.0g,5.63mol ,
0.4645) /EFF EE (460mL, 11.28mol,0.8845) H VAT, JF7E40°C T AT HEENE B N 78
40E5°C PN AR I B 0 1 IIUREIR - 8 1N B2 E UM B S SR A0 rh o WS TP aE , 78
40°C ¥ N B PR3/ BB (R A H B 0, IR R R L2/ N TR A
MR E B 2.5 % FIFN-FF 2R, 92.0% [FIEN-JRAL P FN0 . 2% 1) IR P iz i i B 12
T s 5%,

[0104] ST HA =R AR o CF XS4t A IR I RAE -

[0105]  2-4R—3—-Ag LA 2K (FN-F Z8) . 'H NMR (400MHz , @45 —d) Sppm 2.37 (s, 1H) ,7.13-
7.20 (m,1H) ,7.45-7.51 (m, 1H) ,7.79-7.85 (m, 1H) .**C NMR (100MHz, 5 4/j—d) Sppm 14.3(d,
J=5Hz) ,123.3(d, J=3Hz),123.6(d,]=5Hz),128.2(d,J=16Hz) ,136.7 (d, J=5Hz) ,
137.5 (%) ,153.7(d, J=261Hz) ; 1- (GRF L) -2~ -3 2L 2K (PN-4L1L #) :'H NMR
(400MHz , 524/i—d) Sppm 4.56 (s, 1H) ,7.28-7.34 (m, 1H),7.69-7.76 (m,1H) ,7.98-8.05 (m,
1H) .'*C NMR (100MHz, &{/i—d) Sppm 23.6 (d,J=5Hz) ,124.5(d,J=5Hz) ,126.1(d,J=
3Hz) , 128.5(d,J=14Hz) ,136.5(d,J=4Hz) ,137.7 (%) ,153.3(d,J=265 Hz) .DSC:7E
53.59C I B — 4K K5 1 L1 [CoHsBrENO2+H] - 1+ 548 =233.9566 , S II{H =233.9561 ;
1- (IR L) —2-F-3-RE3E 28 (3R 4b%) :'H NMR (400MHz , & 4)j—d) Sppm 6.97 (s, 1H) ,
7.39-7.45 (m, 1H),8.03-8.10 (m,1H) ,8.16-8.21 (m,1H) .*C NMR (100MHz, % {jj—d) Sppm
29.2(d,J="7Hz) ,124.9(d,J=5Hz) ,127.1(d,J=2Hz) , 132.1(d,J=11 Hz),135.7(d,]J=
2Hz) ,137.2 (%5) ,149.8(d,J=266Hz) « DSC:£E49.03°C [ B—4A4K A& i 51 [CrHaBraFNO2
+H] "B = 311.8671, 52l =311.8666.

[0106]  WRME g JE-HCI :

[0107]  FEZAAE T, 7E22°C N IAI60L s Bi#% H I FN-JRALY) (FHRTIA 0 3R ALK
PR B ORIV O R NN AL 2 (1.90kg, 14.69mol,1.14% &) . LERUEHE
RFFAE30.0°C P HEZR GRART, HIZTE S YIMNIR G R 1 P S (R RERES) (2.03kg,

14
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14.05mol,1.09 &) 7EF IR (1.0L,0. 5468 th il /MR g e gl g iy
£5°C, UARFHE T30 CRIRUBHLZ AE22°C R R AW FE3/, B2 AL 1 AT iiE
SEfiE B4k R B SE R (<<1.OLCAP FN— ALY, HPLC2s4nm) « FINHsC1/KIE W (20EH & % ,
10.0L,54&F; FH2.0kgfINHiCIAN10. OL 2 & 7K il %) 4b 3 e BB A4, W AR A4
GO IS E SR A HLUE MR FINaHCOs /KB (9 &% ,10.0L, 54681 i
0.90kg{INaHCOs FI10. OL 25 B F oK il 45)  Beidk . AMLIZ 8IS Sum Teflon® P8 4858 4ty %
BaRuH, H 5o B1. OLF G GI JEEE 26, 15 & R I B ORISR (L0 OB R FREE, JF
5E (HPLC) 2k 5 IR W2 i 28 Ui 125 Bl o U0 502 WA 2R 56 T WIR PR i 255 I 989 0 % , Mo - EN-FR 2%
N2.5% HATTFEN-IRIPINO. 2% , FoApFN- IR R BAG I o =4 2 P s i i) S ik <
1.0% o IXPAEMAE /T A MR L 12/

[0108]  FEZSGRE T, 7E22°C T [ 60L S W2 H K 4% 0 1 ok ] 46 (1) WIR P Al 2 S Bk 1)
BB 1 B 2RVE UM TPA (19.4L,9. THRED F1 LB 7K (1.0L, 0. 5447 SKIR &M
WMESSCTIFMAL.AHMEN 20% [IKHCT (FEAF 2 w8 & P 3 T3 T (28 N,
276.0mL, 3.21mol) N ZEMIHFE 155 Bh FF IOAAE NAETPA (400mL, 0. 246F) (R
WR IR fiF 2 -HC1 ¥ (130.0g,0.39mo1,0.03 4 5) JF %R SUIHFE305 80 I L4/ N FI )
[ I TR 42 (R S 8 B3 81 80% ,1.10L,12.82mol) IR S WI1ES5 C R HHEL/INSF, LA
METT AL 5/NMAE 2 20°C, FFAEZIE A L2/ ISR AE FE-HCL FiB Bk
JZ (2.8mg/g) AFRAYIEIL B & A 5um Teflon® AT B il g 251 08 A BRRE 12 211
RSO HEAT IS B BRG] TPA (L1, 2L, 5. 64680 Bei IR F 78 B B s =
dertyedy b TR EE (Bow ORI 27N B ) P &0 2N B 22 TCATN L 1 <<1.0%
MEBERR) TA/NEE) o BERAGEH PIURE S -HCL S 2R 82.5% . AT .6 % I IE
U 224y B HH RS LR IR -HC1 3.59kg, H 4 >99. 5 & % F199. 0% LCAPAL i .

[0109]  4- (253 AL 2L) WRIBR— 1 R R PP A £h R 4k (VRMR A 2E-HC1) < 'H NMR (300MHz,
DMSO-d) Sppm 3.25 (br.S,3H) ,3.52-3.66 (m,8H) , 4.47 (s,2H) ,7.44-7.63 (t,1H,]=8Hz) ,
7.98-8.15 (m,1H) ,8.17-8.34 (m,1H) .'*C NMR (75MHz ,DMSO-d) Sppm 50.3,51.4,52.8,
119.6 (d,J=14Hz) ,125.1(d,J=5Hz) ,127.9,137.4(d,J=8Hz) ,139.8(d, J=3Hz) ,
152.2,154.7,155.7.DSC: £248. A CIFAAH BL HEH B 1% [CraHieFN304+H] " T A =
298.1203, S I{EH=298.1198.

[0110] AT & AWRWE 2L P 0% T2

15
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Maf, B THE & THB o
: y : N FH o X e N
3;{}&1‘“%.«*—?’1}'* — Y ™
B N = AR K )
¢
3 R o PR L T
FE A MEETER SRS HBRLTR TARA S R0 AT
[0111] §
AL ’E\ ™
EETTN »\\f’\' ey :“«"’f\) e
o4 Lo AT
S NH Mo P o g o Nty
RS g}
WAL T
3 ‘}3{(3&“"'&&% SUTISREIRN

EEN BT E R R L BRTRIRR
[0112]  ENaBHs (1.7g,44mmol) 7ETHF (68mL) H (VR A 2~ -3-iH FEEF R (3.4¢,
18.4mmo 1) AbFE , JF ¥4 HI A 0-5°C o 2R i LAE IR (of f-gassing) 13 3 IZIZH N
(4.7g,18.4mmol) 7ETHF (12mL) {1 VA R o 12 S5 B2 ¥ 33E R T R HPLCYP A o 75 2/NE J  HPLC M
B ORIMARR T 2-F-3- WAL R R4 % AUC B IR A v K B 1M HC1 (30mL) 1 Jf: FIMTBE
(5mL) ZEHL o S J5 FH 20 %6 KOHAK VAR A0 % B A RER BR AN BRI A M4 o % A A1 FANa2SOs T3,
FiREsE 19 9F W4, 1931 Q- -3-AgFE A 3E) A AT (2.8g,88% ,89 % AUC, JBILHPLC) «
[0113] % (2-F—3- MY L) FIAE (2.8g, 16mmol) 7E2-Me THF (26mL) H (1) VAR F = 2. %
(4.5mL,32mmo1) A3 , FA HE0-5°C R HIER A RIEE A (1. 6mL, 21mmol) AbFH . 1% ¢
MR I HPLCYP A o JRFE0-5°C N304 Bl » A N IZ R N 56 il o # VR A 7K (14mL)
KFFXSEAREAT 53 88 o K BRI AN, ZeNaoSO«T-H, FRESE Lo P8 IRk 4d, 15 210
T HPIRP ) R T 2 298 -3 R (3.3, 83.1%,81 % AUC, L HPLO) o
[0114] ¥ R R 2R -3 A L B (3. 3g, 13mmol, AMRTHL5# 46DAT067B) ££ FF 2 (33mL)
H VAR — R S (2. L, 15mmo 1) — R MR AL 3R o S8 Tk v ) 45 22 18 0 N R R R
1-RIR NS (2.1g,15mmol) ZEF 2K (1. 1mL) H VAR AR EFE23-29°C Z H]  AE RN Z )
I NAFEFE 16/ o 78 SRR 8] f5 I HPLC /3 A1 3R BHZ S B 5E i« £ 20-25°C I 20 %
NHaC1ZKIEVR (11mL) o B P AHTR S8 HE 1570 B, JF X # AHBEAT 7 85 o 1 FH9 %6 BRI S B 7K
VAR (LmL) ST M PR AR JS7E20-25"C IR K J5 PRk 8 ok i o 9 2T T (50mL) 7K
(1.1mL) JIAENZ R B IR SN2 55-60°C SR G200 B N RHZIR &)
FH37H & %HCL (1.6mL,18. Tmmo 1) AL AEULIIANZ G R BIVTIEY o 24 BN 58 B, 1
TRADEWA ER)20-25°CHAE 1 BEAN F TPAGES: QANRAEHD 2 BT HEE/ N o
[0115] SR IEUHAE H 2 F T8, A3 34— - -3-HH AR AL WRIE -1 - R I8 B LR #h
(2.41g,54% ,90%AUC CHILHPLC) , 88 & % (GHITHPLC)) .
[0116] WM i JE i 0 Tk«
[0117]  FEAL 284 [l /3R [ 74 B AR (6 OL e RLA% v, 7R 20U B T T30 B T Al bk s
P HEIR B fiS 5 -HCL (2.0kg,5.99mol, 1.0 8) MR R AEE 6.0L,3. 0K F) KIEA .M
ONTE B IR 75 28 o 1l 4 OB BR AL A (629¢,7.49mo ], 1. 25248 MK (7.5L,3. 754 (%
WGP RSP U581 , IF 0 B 25 2 48 BRI A LS A7) ek Bl
ZRAR TR (RN S DL 2% P KRN S TR R st o SR A BB Sum Teflon® fRith 8 201 1% 45 L
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CON 105209437 B w Bg B 14/20 T

R E TR RI60L BLAS 1 fE 601 BLAFH A4 . OL (2. O4RFY) (1 7 TR B e vk 1t e Ay
B MAKE 5 HMR12.0L (6. 048 FR) 1Y R A BE DA BI60L e Mg 1 Ik 240°C o AE ik
(5040) T, B ZHEHR 48 2 2961 (3. 4R FY) AE1043- 8 LA J7 s Z I 27 CH4
F20°CAE20°C T30S A A (4.0L, 2. 04KF) , 48 J5 0N WR W& g 352 i 15 Tl Fob -
(18g,0.06mol,0.01 &) K IZESWENS 5B HAEI0 S BF I TN FI &R HIK (24.0L,
12. 04687 «7E20°C T ARERE A G » PSR e A 2 B Bl L3Sk 5 (<10mg/mL) o % i%
REWELE %A 12um Teflon® A5 1) BB Rt AT UE I /K (3. 3L, 1. 654K6F1) il
FeNEE (700mL,0. 35468 R SWHeE:, IFE R A B MEARE =40 9888 BT e
T (B0E SONAE B 27Ny (R A TR) P 6 2N IE SR TGATINR I << 1. 0% 1) & 4R) (487
) o 75 BRBURT eI VR PP 1 R SE R R Ui B B A8 3k NZT7.5% . LLO2. 5 % R IEIR R 4 35 1
TSR A B . 67Tkg, B 100.0FE & % F199. 4% LCAPZESE ,

[0118]  APT SMEJER FE R BE-HC1[ A Rk

- mw'""ﬂ* .:? | m‘& ,g\ﬁ « MO
(01191 N ACH, Nae @&Q‘ﬁ\g R
Risk=x - S A TR IS M

[0120] 7R %0 N4 & A8 20 CHIE I BEi A8 (AN NaOH) HESL HI60L PN 4 B HE Y
Je A= e B HE N2 Skg LML E (1,048, 23.1mol) , 2R JEIMA25L (19.6kg, 104&F) 7,
I o AE R BN FE Az B HEnE ) (3 A G Rz S A8 2 N 12 SLIGN-FE - 21 ng A B
(12.8kg, SR G IAEHR A 1.8L(0.6295,13.9mol) A IR KR, SRS 7E685 8
PR FLINN B S SE L I () 75V, AR FR S BB TE<<30°C o 7520 = 5°C I P F L& 1% S b
UHE> 3073 8 SRS AR N6 1 & 1R AE200mL £ JiF I R B IF 246 =30
Akt KBRS L. 250 (0.45°%48,9. Tmo ) SR BR 2R ES , ARG 7653 44 Pl
BN SRR R RIS B RAR IR <30°C . 7F 20£5°C T R S8 I N B ME AL =30
NI AEIN T FIER O T4 R A IR 1 S << 15mg/g) Jia » M [l 4 A2 e A7 1 20m
Teflon A BE Fiit P 2L I8 N PR #2 2 58 —AN60L A AT BB e B U B 28 R
S8 FIPEE FL X 10L 5510 NMP/ACNAIL X 10L ACNM . M Be i G B 3188 AN
B W IEE B R T, Hoh U =24/, 435105 65kg (P90 2%) 17, N IR
A AR E A FEIKEE-HCL, #%98. 8F & % , L A99. 2% LCAPAL & .

[0121]  (6—FF HEmb e —3-3E) ZE I 25 I h R ok (LA IR K R -HC1) 'H NMR (400MHz,
DMSO—ds) Sppm 11.24 (s, 1H) ,8.81 (s, 1H) ,8.41 (d,1H,J=8.8Hz) ,7.85(d,1H,J=8.8Hz) ,
7.48-7.44 (m,2H) , 7.32-7.26 (m,3H) ,2.69 (s,3H) ;'°C NMR (100MHz ,DMSO—ds) 8 ppm
151.66,150.01,147.51,136.14,133.79,129.99,129.49,127.75, 125.87,121.70,18.55:
HR-MS : 5% T-CiaHioNo0o 5048 : 228.0899, M+H =229.0972; WAL R i & : 229.0961

[0122]  SUEEH B R BRHCL ) AT 3%k A Ak

[0123] W5 FE-2-FFFEmtne (53.2kg, 1.0 %) MZIE (334kg,8.0mL/g) HE NPk
(1) A Ao B TR 1) I RL 28 o 4 S S 1 P R e 4t RIS FF 52 25-30°C AR e TR S it JH
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CON 105209437 B w Bg B 15/20 7

FEANETER (11kg, 205 & %) () 1338 2% DL 3/INF ff B[] [8) 5 S5 28 , [l A R 3572530 °C . 7E
RSN ARG 2 i I b e B bR v R AE 440nmAb T UVIR S FEEF T (i TR S 010
B o — FUAEI T S04 0, Wk pEas e th e B2 23 9F FH U0 (85kg,» 2. 0mL/g) phifeizid
JEER G CIEM B B S IREH A - -2- 1L g e (274kg,5.0mL/g) AR
AT A B8 I S SLTR A4 o T U R B ORI (46 6kg, 0. 624 58) ZRIZ NI XIBA
Yo, R 4EHF15-30°C (B 60-70081) = MR AP FE 2960408, [FIR R ¥FF20-25
C o (6-FF M e -3-48) Z A P IR AREE L R £E (0.58kg,0.0109 %) gL AN BIZHHEH)
BEW ARG RIRAE 20 £5C N HFL14/N 0 5 & B2 2K (33.4kg,0.459 &) 2218
I NBIZR T, FIR4ERR15-30°C o SR R AR A AT 240, FIRT Bk 8= 1/, B ki it
HPLCAS: U5~ —2—FF LML ne (B AR<<15mg/mL) F (6—FF JEMLmE -3-3E) &L FF R 2K B 21 1R
£ (EAr<16mg/mL) FIM AR Ja Rz fHRHME R 2 Tt 9 I FH i (112kg,2.68mL/g) Fll1-
FROE-2-1k n& el (72kg, 1.32ml/g) RITR G W¥EH: SR G G (167kg,4.0mL/g) ¥k =
RN AR A S8 S S R BIR FRAE20-40°C A1, 3-0 . 65psia AR 158 EBISCILOD<
1HE &%, LA T A8 5 H (6-F 3 mipne -3-48) 238 F IR R BE $h iR £:106 . 3kg (I &
81.6%) .

[0124] 4 (3 JE 23R T AL WRME -1 2 A R R IR DRV 2R %)

Aady” ““2\;“‘“ N S - NaNOO, 018 B E g,age\‘\v’j;\&*‘\ AN
R 3 N o gl N i y &
: N X A : IR e N § % 8. S
e n, Pk pse | R e
L F AR &
B AL HO
[0125]
B 1wt BaC
B aoma
Eoade
&% s
O oo ¥
x 1 TR R :
&%Q»*\xw“\\ x@ﬁ‘\\\ ?3‘&% i i%{ \3?‘ ‘i ; ,@é&wﬁx&w g ‘6&\7‘
St e | HRE RS Mo R R
¥ L POER &
EER i .2
MO

[0126] (] 100LE £ 30 PN 4 BE IR A S L 2% NN 4— (29 —3-FH L 3L) DRIR —1 R IR P B &
R Eh (2.00kg, 1.00248) MZ e A 6.00L, HxF T IR 3. 00EFY K FrigH
TERAMAT IR AEA5 1304 BN VRS PET I : 7.7 Y%ow/whk B S AN /K K (629g,
1,258 IR ENE AT . 50LK ) il i e B H 4EFF20 =5 CRIW R & GEE:
TR, I AT RE R A 2 B 1 1 B T AR « BIR S = 1508, 15 5
TE U PIAR 540 12 LI R DR

[0127] & JEEH Bk i) EHEH B Rl p R 4E BT 204, LR Z 21 pH>6. B3 (AL
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CON 105209437 B w Bg B 16/20 7

(1)) 21 52 EHPLC /B #a 74— QF-3-HH2E R 5 Ik We—1 R FF IR IF 5 (1.73-1. 78kg)
f197-100 % MW A5 L3 (EHL 1) 2 76 2% 1 g 2% 56 72 31201 fy Hastelloy® & ¢,
2B 2 A BRRI SRS (2,001, 1. 004K R Mk 100-L I W 25 I 2k . %
SMRFZENRB IR ERTE R MBSV IS . 0FE & %85 (20.0g,Strem/
BASF Escat™ 1421,#550%7K) fEZ. B 5t A lE  (400mL) (K123, SR 5 AN 400mL eI - 45 BT
BIRBEEYIH AN 18 7 RERR S 3R (1. 21 i 218 =TS & 810.0L,5. 0044
O Fike . SIS =K (IR RI60 £ 10psig, R FHR R KA A5 HA
SINERI60 £5psig. /E30=5°C R EA<100rpm¥i+t: IR AW, AR R FF60 =5psig& <
> 2/, BRSNS X B SRS S0 BT AE20- LA ER TR 1 290 401k La
B R & ol T S W A 2 1 SRR A A Bl A S BLI B P IR e - A T
TR TRAR I 5, 70 N 28 IR B AR 2 J5 5 1 I BEFRRSE R /D304 B, R HE4THPLC
AT CARRIASE IR T R R TRIZ) >99.5 % [ AL

[0128]  fE & BiZ5 A , AR S AL S RFIR IR 2160+ 10psig, SAEHERZE K
SR AR SR A it 2 5 R A 0. 45um K i U 2816 Sumid g 28t AR 40-L A T3
W LA o R AMY 2 7 TABR RIS 30RE (2. 001) Phfe iz S A8 A 28 fL e B2 TR
AW E & HPLCA T #8795 % -100 %6 Ml Ui 28 (1.52-1. 60kg K Jilk 7 4) - f£50+£5°C [l
BHE NI ROR A YA R N GlE 9250-300mbar) 2848, B B8 RONAKFAZ 48 . 00L
(4. 004K FR) G IZH R L 2 4F50+5°C . 250-300mbar T (118 25 2848 , i3 I\ Bedse DA s il
MACEMAR AETIN AZ18.00L (4. 001 ) Pebi < o, GOt R A RIA G Y NL150% 0 B
SRR 50 % PEbit o BRI , A N A RHE SR FFAES0 £5°C o 8] R BLIR G A
Bl (20. 05T =44~ (3~ FE-2- 5K 28) URWE -1 -8 R FP 5 , 75 80mL B 452 A1 20mL £, % 5 TR I
(I FNR A ) 2 WG TR AES0 £ 5°C FHidE2 £ L/NKE ARG 482,51 1. 0/NI 74
HE 20E5°CL2/NBEF A FFMBESE (24.0L, 12. 048D , I H¥1x bkl /E20+£5C
T = U GBS R X Mt JER FIE R K € & HPLCA M 487~ 7 <<5mg/mLj™
Y, HP= AR 52 50-400um X3 S48  7E20°C N ¥ SR RAE L Je AT bk u, IR et
Bk (6.00L, 2. 004481 BBk AER AW N TR G U s BT B>4
NI, LA T I LOD A AR SE (RN <1.0FE &% %) R 44— 3-2 ik -2-
R WRIEE -1 2R R (1.56ke) fE N EE Uk R &, 103686 %,99. 8T & % , Il R
FH100. OLCAP210fTHPLC . [ 1 JIEIB0 R 34 VLI 43 A1 48 7 0 T BRI T 5 428 71085
(7.0%) [I7=4). FA A 2 A5 B A5 X R3S I = AR (535) o] 'H NMR (DMSO-
ds,400MHz) 8:6.81 (dd, J=7.53,7.82Hz,1H) ,6.67 (m, 1H) ,6.49 (m,1H) ,5.04 (s,2H) ,3.58
(s,3H) ,3.45 (m,2H) ,3.34 (m, 4H) ,2.33 (m,4H) .'’F NMR (d6~DMSO, 376MHz) §:-140.2."*C
NMR (ds-DMSO, 125MHz) 6:155.0,150.5,148.2,136.2 (m) ,123.7 (m) , 117.6,115.1,73.7,
54.9 (m) ,52.1 (m) ,43.4,mp=89.2C.,

(01291 WRWE ZK ) ml Jd it 42

[0130]  fa] J& 25 20 P AT BT S 2 2% rh I N 4— (- —3- g FEE L) WRIBR -1 - FRIR P B Sh e
#h (46.00kg, 1.00 &) FIZ 8 7 AN (200kg,5.0mL/g) o FEPT1F RIS N Hi k.
FIVR AR INNT . 4% w/whR RGN KT (1. 2529 8) , [ A AR 725 =5 °C 1 P 0 o 8
REPFE=30 280, 13 2GR FRAIR A Y - 15 IE SR IR HE R Bk 2. & KE
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CON 105209437 B w Bg B 17/20 7

(1 AT REHpH=6. 487K (92kg,2.0mL/g) IIANAG ML, FEHiFE>16 580 SR 515 b hiheIFHE
HEHER KB J2 47K (92kg, 2.0mL/g) Il NAHLE , FEhid: = 15408 S8 et b B Hk It
HEH RS OKEEED 2 FHRUBHER T 2848, [N CREF40-50 C (I RNEL AL o 18 i FE L2 7
L8 e N BR A HURMA FRAE A 2R R R R « — HaZdtbRHg & /K& <<1,500ppm, I
T R e 28 N5 A 5. 0 & % 40 (BASF Escat 1421,0.69kg, .58 &%)
Hastelloy R Mi#&H o 0 T m TR BRI I 5 20 N e B3R 1) e B2 4§ (100kg , 2.5mL/g) , 3
HAE B eI BlHastel loy R Mg

[0131] Btk i 5 2 £925-35°C (FLik30°C) HMA S A LS B ZU e REFF L4 AL
ARTACEFE LG, EE /NS, FF s TlE T HPLCAR B =99.0 % b2 o i it
A B2 A0 Al 18 AL R 8 il e SR AT IR R AR P o 2B S TR R (40kg, 1.0mL/g) M E
Hastelloy e N #&FF it i 8 5 e ¥ JR U AR AE I SN AT B3I I RE 2R T

[0132]  WgHURELE R T W45, 5] I 455 35-55 °C (IR B, B354 EBIENZI4. 0mL/
g B BEGE (219kg,7.0mL/g) MNA BN ELNN AT RS (1R RLES , [FIBAR FFREELS0-60°C , ELE
TGO IRIFAEBELE T 20-25 % [ 202 7 TN R o KR4 H1 22.40-50°C , 3% FIFE A BEde
(6.4kg,0.20mL/g) AR A- (3-E FE—2-F T IE) IREE-1- R P BE  (0.46kg, 1.0
%) N Fh o AR E AL 2/, B IE, B kRl 7E0E T 2808 , [ AR 5 35-45 C It
BHEE B ES A P (219kg, 7.0mL/g) M HEEMARIE A 2 it FE b R R 2 . 48
JRA ) 3N ZHUENS A2 15-25C 0 BIETR A BEE T HPLCINTS Y <<5mg/mLi4- (3-
A2 R -1 R EE .

[0133]  RHttkli 98 , FR 43 201 A K X BB (63kg,2.0mL/g) FIPELE (94kg,3.0mL/
g) ek M A AN S B/ JE4 F TR mMEk, EHPBSCIMLOD<1EH E %, H ik A
JET1R S84 55 1133, 88kg (R 90.7%) .

[0134] LUK EE A B0 — S B E K S R
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,ﬁﬁfﬂw & ) e &;«\\ ‘\3 S’“\* e

SN B ¥ \V B TRS . '*‘\ Py Eg
L s mﬂ”“ I e vl N § 8

o B « THF G R0 82t o

S = 2 1 ¥ T b

W) sl @fﬁ\{k‘&z
"ﬁ@* e CosEy pgasoir 8§y
&{3\.@(& 3B ;"v& ;%;3 '{#:ﬁﬁﬁ‘;& ﬁt,{v_é F LRRE & {{? ;é: i%:\}
TP T
R TS >

[0135]

A T

[0136] [ 151 A 4 B 38 1) S5 7 % R IN N 4— (3 3k —2-F— T 38) DR ME-1-78 BRHEIE (1,
202g,4.50mol)  (6—F FEMEIE-3-0%) 2 AL IR B Eh iR &k (1,444g,5.40mo1) FPU SR
(4.81L) KEFTFRMAE SR T sk, RGN, N- R AR % (1,019L,5.85mol) il
ANBNZIRB A, AR BB %A R IR B T = 2265 °C IR i bk 22/ i, B 2l b HPLC
A TR <1 % AUCHR MR 2R JiZ
[0137]  GHEENA ZIZ50°C, FEAERUE T 2808 , [Fl i 1 52 77 ORFF A 250 P it
JEART-50°C o LAGEFRF15L R ML 28 T B AR AR S Z ) 2- A BE IR AR B2 S /R 2
10. 5kg ) 2-PIEE LLSEIIE 3G <5% THF SR J B 7K (2. 7Tke) 2 N [ M 2% oh , SR Ji AR 7
KT 60°C PN EBIEE R Z 6N HCL (1.98kg) o fE B/ AMFT PAT /e .28 145 B FFES &
77 R G UIMAAZE60°C, JH I /R DE R L 2 60L N AT BRI I S Mg AR e L
LK/ 2-TAEE (1. 20) MPE15LIR ML 2§ 010 17K/ 2-TREE (1. 2L) i /5 43 P8 4 ik 26 0L e B2
A o
[0138]  ME60LJ BL#% U112 45°C, 4 P+ (114g,0. 23mol) E2-FAEE (0. 35L) "F KM
N R BEES , T SRR A HUBHEAS CTR 2 AL /NI, SR Ja il i AE 2 i R 28 22 2/ NI
2-TH % (3.97ke) « & 1/NIF A iZ MBI E55°C , HARIFR0 . 25/NF, SR 5 0 1 /NI ¥4 H =] &2
45°C FEAEASC I RFRIE A AR Gl I AE 2Rl JE AR 3 /N 2- T B (11. 71ke) I E)Z A
Kl B ZHURZ AL VN, SR TG L2/ A HIE 20°C, HAE20°C R AREFO. 5/ o SR Ji i oL [
SEATES6HZ T TAE2. 15 /NI~ BRI 24l 5% -2 F 1R BE G IR iz k), B 3 A S e
A FEA 52 B — D I R R ST sk
[0139]  SRJGLES00FLE 25 Nl it 254 1 2umid AR 9 20” Hastelloy®id 28l &z ALK} .

EAEZR I pEAR 955 2-TAEE (/K (1.820) MI¥EIHIE BUMAZ60L MEH , AAE B Tk
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CON 105209437 B w Bg B 19/20 7

JEAE bl AR AR P AR 2 TAEE (2.850) WSS BRI 2 60L R N gs o, R B Tt
8 B SR)G5psi IR UK /3T T bR, B 2R FF<5,000ppmff)2- HEEFI2.5-
5% 17K o I 8 25 Hh 4R HH A 28 [ 44, 43 2112, 09kg AR T (45 S [ R 11 4- (2-3/ -3 (3— (6-
FRAE L IE -3-5) fRAL) R L) IR -1 I EE, 1 #89%,99.88FH & % , it HPLC,
100.0%AUC. X ¥ KA 45125 40 10kg (4.7%) o

[0140]  DSC:Tiwe=61.7°C,Tex=95.0C;TGA=2.2% , FFIEIEfE=222°C; 'H HMR (D=0,
500MHz) 68.87 (s,1H) ,8.18 (d,J=8.9Hz,1H) ,7.83(t, J=7.5Hz,1H) ,7.71(d,]J=8.8Hz,
1H) ,7.35-7.29 (m,2H) ,4.48 (s, 2H),4.24 (br s,2H) ,3.73(s,3H),3.31 (br s,6H) ,2.68
(s,3H) ;*C HMR (D20, 150MHz) 6156.8,154.2,153.9 (J=249Hz) ,147.8,136.3, 136.1,
130.1,129.4,128.0,127.2,125.5(J=11.8Hz) ,125.1(J=4.2Hz), 116.1(J=13.5Hz),
53.54,53.52,53.49,50.9,40.5,18.2,

[0141]1  HTHAM L T2 CRIEEEAF IRRE

!\‘:“g&\’} {:} ,;9‘5\ \\
{«‘\\\‘@'&m?: o "Py\\(} [\4\
_‘~= ¥ ATFRES
Ny :xsxsm SON, S
£ \\‘N N& + 8 swy
23 N {:}
[0142] »\m* £ .
o ‘,,\N\ \é h @”\o\ {: \ q,@&‘
\§\ ?'\i"j S »w"\‘x\;\ v&’\‘ v\.\_‘ \
oW g\\(w{«‘}g‘ ‘3. ) (‘\
00 Y "
" \*\, - o ARG 388
st DI, T S
%&&?ﬁ S o™i
APYR $% 2
s

[0143]  fE S M AS & B N4- B-Z 27 R ) WRIE- 1R IR F R (2.5¢,1.0 HE) .4
& (25.0mL,10.0mL/g) FT1-FF FE—2-1Eig BEf (12.5mL, 5.0mL/g) K IZHLENAEIE0°C, H
A5 BN NEFRIRES (1.20mL, 1,023 8) FE4553 80 5 B 7= A2 1K BT A5 S 0 44
£20°C, 4%!%1_1;@%&% FH N (10.0mL,4.0mL/g) MEFEPIR AGFE ARAET 1S
W, A28 A AR 4- Q-5 -3- (CRERRIE) ZHL) L) RE-1- R P EEh
M52h2.8¢ <Lléz$71 %)
[0144]  4- -%-3— (CREAEIL L) EHL) FHL) URWR 1 R FF R LR 5 - 'H NMR (400MHz,
DMSO-ds) Sppm 3.08 (br.s,2H) ,3.24-3.52 (m,4H) , 3.62 (s,3H) ,4.03(d,J=11.25Hz,2H) ,
4.38(br.s,2H) ,7.11-7.35(m, 4H) ,7.35-7.49 (m,2H) ,7.49-7.66 (m,1H) ,7.80 (s, 1H) ,
10.12(br. s,1H) ,11.79 (br.s, IH) ; HRMS=2388. 16765LFRE , 388. 1667115 1.
[0145]  7£ [ S5 #5 H 4 N 4- Q-3 —3- (ORI BRIL) ZJ8) R D) WRIGE-1-98 IRF BR LR
£5(0.50g,1.04E) .6-F JEMEIE-3-% (0. 15g,1.2248) . PYSA LI (2.0mL,4.0mL/g) FIN,
R RE (0.23m0, 1. 1Y 5) o IEROEHE 22/ IR 65°C , FH I E EHPLC A B
FH0.438 SO VULER S A EEh R Qe IR 292%) o
[0146] AR CWUVLEREE A BEh R — B iR Eh K S Wik 72
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[0147] O WUVIERE A B0, BE Bk (3. 0kg, 1. 039 8) IR E AW At Ess
B LSRG MK (4.6L,1.5mL/g) FI2-TAEE (6. 1L, 2.60mL/g) R H IR £540°C,
HHHCRF6N HC1Z (2.6L, 2.10°45) MMABNZIRM, 77 A T B S E Rz E o ive
60-65°C , JFlIL7E 2L JE AR HE A2 A TN BI60 CHI60L R BiAs o Kz k A Z13145°C ,
HH R E L9505 (v/v) 2-TAEE /7K (600mL, 0.20mL/g) R O NUILER & A Bsh ) — 2k
MRER KA (150g,5.0 HE%) IIABNZE ST G153 BB R AEAS C T IRFF0. 5/, B8
Ja& R Z)20°C, R G IR EF3- 16/ o 2 = 2/ NN 2-TREE (33.0L, 11.0mL/g) ,2Rh/F=1
/NI B SRR REFEZ120°C o (HIFTRPH<T) o
[0148] R izftbpb i i BB IE A 5- 10 bk JE %%, B RIHHEL T B4Rt AL B 2
FESEI T R R ORI Dl I B S I SRR, NG g [ 44 9505 (v/v) 2- ﬂiﬁaﬁ/m
(3.0L,1.0mL/g) Pk PRI FH2-TAEE  (6.0L,2.0mL/g) ¥eisk i £ 8 19F o o ik e ok 4 in i 40
REZIEYERAE 1 EE bR uE U, B B GCRIKE 43 B 43 il Bl 13 <<5,000ppm 2- T/
BEAN2.5-5% 7K 738 O Te ta 45 s AR R O WUNIER B s 71— SRR E/K A9 (3. 40kg,
W 2£93%) .
[0149] 456 T pHAK R it £k
[0150] M ULILER 1 EBh A KA Qe B B0 A SRR Eh K A4 (AZY) 1 il 551 48 il 4%
BCEE LA A5y, B A 73 25 Bhw/w %6 A -
[0151] Vi S Wl (7Tomg B 22 F) 3o P ki 15.37 % Vs BBl ; 30 % B TR L 4F 4 &K , HPMC
K100 MPrem CR;10% — /K &GFTFHFIR; 11.88% MUt 4 4E 2 ,Avicel PH 101;6.75% FL5E—
IKEH), FastFlo 316:12.5% 41§ 7K; MATER BIGE RIS : 20 S ATRR IR — /K &4+ 5 %6 Il g 4
42, Avicel PH 10111 % g e es, AE2F#180%) (non—bovine) »
[0152] AT (7T5mg 2R ) Wit ki 18.37% AR ;30 % A 47 4k &, HPMC K100MPrem
CR:0.50 % BRI EE s MIAMERIE: 16.88% [l dueF4EzR ,Avicel PH 101;18.37% Jo/KAT
B A0 5% il Ta e, AE2FRIE.
[0153]  RE il 7E pH2 MIpHE . 8 T HEAT WUt , - WU & 24 Wy Ra I () B T80 1 & o X A 25 1) it
AN R R T EITARITBH .
[0154]  Hi iR N 2502 XA &k B 24l 0t B, LS R A R BRRR i T-Fr 2 FFR $hak 2
B 3 T ARG AR N R 5 A2 W1 25 WL AR AL RI R A8 15 767 N BT BRI 22K A5 By
PR 5 (1) A B IR Y R R 2 I
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g VO3GI4-1 (AMGAZS MO+ 5 B3 35 1), pH6E
soitfpres @34;34 A{AMGAZI HOCl+ 2 AU B3 211 pH B8
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