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[0043] H.,

[0044]  MAZWEELES,

[0045]  (RD) .« (R2) « (R3) « (R4) %% H H ARSI ik H 5 A 1 222408 SR T HO AT 3 4 24 Ji 1
A/ BB e S AR IR BRI B B Bl S B e 2 3 ] 5 A 33 220 ik S - AT e 4 2% S 1
A/ B 2 R AR B B IE PR e B [ 5 A 3 22 22l 1 IR AT a4 2% SR R/ Bl 15 2
Jii - BUARTE BRI C1 B C3 e - L M IR IR e B [ UL R 5 6 22 184 B S 1~ P AR e o — A
BZANEA 1R 10 S5 - 14 Joe 22 3 T RN/ BB 2% iR 7 BUAR 22 R/ B30 2 Jir 7 AR 1) 0 2 2
i,

[0046] (HZ,

[0047]  (R4) AET R1)  R2) A1 R3) ,FF HikH

[0048]  E 322k I T e 3 2 6Nk SR 1  Her AR e AN Bl i 1 SRR e SRR A L
A 322 R IE - I3 R 15N R IR 1 e A8 3 = 84N IR - I TR PR A (4] A 3 & 22
AR T LIRS E LA JE T VR BT I 3 22 1 2B JR T 10 C1 22 C3 Je Jk — M 432 1) g 0 itk ik
1 DA R 5 6 22 18Nk iR BT e e 75 2% S e A BUA R O J 2 4]

[0049] [(HZ,

[0050]  (R1) . (R2) N E&A 6218/ M5+ LI 6k B (1) 75 HE B 4]

[0051] Y pii B9 1 AR PR AR  BHER AR I B AR B B R AR B B8 1, IF HL

[0052]  nf&1.28030 4%k .

[0053]  FEAK A — At J7 2, 3 (D) IIMAE %

[0054]  ZEARBAM H—Azitir =g, X @K RD  R2) « R3) B A H Y S HE6E1S
AN 1 5 AT AR SR (D ) RD  R2)  R3) & H NZRFEIE ]

[0055]  FEA K I SA — ANzt 5 b, 3 (D 10 R4) 3%k H & 3E 64N S5 1110 3 8 Je 3
R EH3ESNE TR I & E 1R 12N IR T 1 C1 B C3 e 3 -2 R PR Ik
FE[ UL RS A 6 22 184 ik i - BT A 4 15 4% Sl 1k (A AR ) 5 i kAT

[0056]  FEA K WIM 2A — ANzt 5 b, 3 (D 10 (R4) 3%k H & 3E 64N S5 110 3 8 Je 3
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BB EH3ES R T HR IR I &G 3= 12N IR T 1 C1 = C3 ke 3 -2 10 g PR Ik
SEH BB A 6k S IR A 2 iR 2 A AR O SR R A

[0057]  FEA K HIR 5 — st g7 v, 20 (D 1 (R4) % E & A 3E 6N JE 111 S Bk
BB EA3ESE TR I &G 3= 12 IR T 1 C1 B C3 e 3 -2 10 g BRIk
S DL B 2 D — A g SR S P AR R 2R 2, o, BT 2% 5 73 H O WNAT/ XS

[0058]  FEAS K HRY i — At v, 2 (D i (R4) % & A 3E 6N JE 111 S Bk
BB A 3ESE T RR IR I &G 3= 12N IR T 1 C1 = C3 ke 3 - M2 10 g BRIk
B DL RO H 3 . 0- 2,3 0-TH 3. 0- T 3. 0-2K 3 N- (H 3E) o- N- (2 38) o— N- () o4
S—HJE S-2, 3 S 3L (ST HE LB SOR B SE T BUAR i AR

[0059]  FEA K M) S — AN st 5 i, 20 (D ) R4) B EH N 7 TR TR T
FEERE BRI G IEE 22 - E H 2- A O A R R VR
B ISR BE  CHo- PR L CHo- 34 O 8 L CHo— B B 3 L CHo— P UK 38 L CHo- RUA-[2. 2. 1] - B 2k
CHa— 4= W J5E 3 . CHo— XA [2. 2. 2] 2% Fk . CHo-HL Bl f5e & (twistyD) (CH-XF-[3.3.3]—F—
Pt 2 PR AR IR L (A-F AR B OR L 2 AU B R L (4 R R R - TR R R AT
R - B E LRI 4- RN R R 2R L 4R R 2- (N N-
B ZERE 4- (N N- R R IE) 2R 3L 20— (N, N-Z I L JE) — R L 4- (N N-Z L R4
) - HE 20— (N N- Z 5 0E) — 2R 34— (N N- 2 R B 0k) — 2R 36k L 2— (N mss e ) — e 6 |
4= (N-ME I e ) — R0k L2 (FR AR L) — 2R3 L 4- (FF i 3) —R 3 . 2— (LA %) — 2R - (2
) - RE,

[0060]  7EA A B — AL I St 77 =, 4 =R (D) i 7ml, o

[0061] MR, R1) « (R2) A1 (R3) % H NIKFEFHE, 7 H.

[0062]  (R4) ¥ H &4 3E 2240 IR T L3 E 6N JE 1 < JI AL 1 44N Bk R 7 1 S B e
B B 3E 22N R T AR IE 3 E 15K IR T AR ) R 34 3 2 8Bl JiE 11 IR BRI AL A
T3 22M R E T 3 B 15N SR T VRE RN 3 B 12 SR 11 CL 2= C3 e - 42 1)
REFR L] DA S A 6 22187k S5 T I AT e e 7 2 it 722 A AR ) 5 2 2

[0063] YAy B8 BB AR « AR AR « Tk I AR B 2 W R AR B 85 7, PR3k Do i1 o8 7 BRI B AR 9
B, B AEE T RS T EIRRAR , - H

[0064]  nfE1.28030 4%k .

[0065]  FEA K BAIY 5 — MR IR S 77 S H, 48 K (D IR, Hod

[0066] M/, (R1) « (R2) A1 (R3) % H NIKFEFHE , 7 H.

[0067]  (R4) JEE SR BE . e TS AR T AR ORCT B L IR S ek B Ak L IE L Ak 2
B3OV 2- 2 RO IR IR O 2 IR BRI IR S 2 CHo— PR 362 L CHo— 34 L 2 L CH- 38
J3E 3L CHo—FA UK A 5 . CHo= XA -[2. 2. 1] - B3 L CHo- & Wl B L CHo- XA [2. 2. 2] 255 . CHa-
FH 6 3 CHo- WU - [3. 3. 3] - —hr 2k 2 FH AR B O 0 (A H AR B DR L 2 2 SR R O L4
COREER L 2-THA LI 4- TR 2- BN AL R I 4- RN A - R
F A-RAFE I 20— (N N- IR EIE) 2R3 4- (N, N- T F R 0E) -0t . 2- (N, N-Z Sk T 3
FHE) RHE 4- (N N-Z B R ) -8 02— (N N- 2 R ) - 8 4- (N, N- B
5 ORIk 2— (NI o ) — R 0k L 4— (N-IL i e k) R 2 (I ) — o 0k L 4- (R B4 -
I 2 (LHRIE) ~FRIE A4 (L) -3,



CN 106459331 B W OB P 7/19 |

[0068] YAy B8 BB AR « AR AR « Tk I AR B3 2 W R AR B 85 1, PR3k o i1 8 7 B B AR 9
B, B S T RS T EIRRAR , - H

[0069]  nf&1.28030) 4%k,

[0070]  FEAKBAIY 73— st 7 S, A8 K (D) I AR, Hor

[0071] MR, R1) « R2) A1 R3) &% H NIRFEFEHF , 7 H

[0072]  (R4) % H 3A L IR U2 L CHo— & W e 22 2 FR AR B R A - AR R

[0073] YAy B8 BB AR « AR AR « fnt I AR B 2 W R AR B 85 7, PR3k Do i1 o8 7 BRI B AR 9
B, AR E T RS T EIRRAR , - H

[0074]  nfE1.28030 4%k .

[0075]  fE5—AELE A LIRSl BAHA A AR K I A — A58t 5 B, R E R
Eik B R E R AR S 7 F R ORI 7 F R 40 2R e S BURR () R S SR Y R
T ER FEOR TS (HEARTR SRR RR) | S EERA- IR OO EOR TS AT/ B SR AT A
FLORTE | S B R [) AR ORI L S mU R S FE A R TR FF BN A& ik 5 IR b
AR FE L, 2- R T e 2, 3- IR T bt B R oM T R 4 /K H g 2 R R K H il
ik 2 L 208 7KCH TH R 0 FR 2R A8 7K H TR A/ B AR T R R A K T

[0076]  fE5—AELE A LIRSl 7 BAHA A AR K I A — A0t 5 B, — S 5IR S
&Yk B 75 H = R R ER (HDD) \3- R BR AR & W -3, 3, 5- = A O A R R I
(5P 7R B — R R, IPDD) \4,4° -~ R ARG A EH bt (Hi2-MDD) ;2,4- — R HIR
WA F B2, - FEER A F. 82, 6- — FHEHR & (TDD) 8 X 2 7 A R
REY; F/84,4° -~ RERREG R IEF 2,4 - RERR G R k. 82,2’ -—
FERBAR A ZOREE R B (MDD (BCE X AR &Y, RS et &k e T =
§s IR AW S WA HL G TR C1-C18 K 2 g 1) — AW & — B — IR H Bk . — (&4
) IRECH R R (4 ) R ECH TR L DY R R AECH R (8 ) R
HEE 5 (P9 ) RS H Y e 5 B IR RUCH VR 1, 6- O B RS T S
AR —A RS H JhEE 1, 2- 3R B 0K IR SECH Yl [A)OR ) IR ECH JhEE 1, 4- RSk
bSO 7N 177 e 7 N O 7 S - e 7 N W7 ) L= I 1 o S 2 - 7 X W
/BN R R AN

[0077]  #E— AL 7 R, FEIE I A7 AE T SE AR 38 A BH BT il 1) 7 1 o & & VA 71 72
Tk A AR VA TR S 45 TN— R R e B (NMP) \N— 2 itk g e B BRI B R W0 2 i FROLR
TR TS 0 T AR SR s SR AR AR = SOR AN [ i E2E S 2
Tl POl e « — WP 5 PR B e N, N—— P L 2 e (DMAc) « — FRIE R B3 F RIS 75 ) — Fehel 2
PRI b 2 (B 53 5 55 AN EE RT3 U TR A4 DL R4 712 NVP L BR T R ANDMAC
[0078]  FEARHE A K B il 1) J7 46 1 3 — AN SETt 7 B, FE A AR AR AR O R 14T I
N o fLIGE L, 2 SITR A PN & —FhEk 2 PR E M &1 . — FhE 2 Fh S SR BR 1L & ) il —
Fhak 2 Fhis ik , DA R AE I N R H T B e e P A 5420 o

[0079]  mIDUKs S F R AL & W) L& 2R a3 40 D BRI 7 R I BN A &4, Brid 4y
A BRI T7 IAE 53 2 SRS I B A P AN BCE 2 AN O s i A2 B8, Hop, AN SO AR 2
Beb, BT M) S BUR ER AL & P00 oA N S JUR ER 1L & 00 S8 i 1) <50 H f%. 1X 1]
DA ER AN TR 7 2 A8 R SR I R o R SR B A& VD S M B DL IR 4y D IR T
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I INE & H BB VI TR AW o A HE T IRE I « 48 VRS 2R e el
1 e ok SRR T Y N I SR A 0 H ) At 82 B0 JE B RIS I R R AL A . R
BT LA T N R — L 5 i SN [] (L B8 2 78 45 SRS N S F R i AL & 40 g A Al 23
ATE o

[0080]  DAJTVENRAERTT 20, AT LA ST I S5 A A2, 7E e SRR RS I &6 o J5 3070 B L ide 204y
Bl IF HEARIE 102 B, 78 S N R A VI INCORE [ & &7 T A R AE AR B0 48 (FE S 36 R 1t g
PER TR ) o3 AT LA G sd ik JER A7 TROY 1 5 491 an ik ARAEDIN IS0 1028313 rE V414
SONIR A P RE S INCO & B HEAT 0 M sk M 2%

[0081]  FEMRHE A A B BITil (1) 5 V00— AN SEit 7 B9, o R F R B & i g iR n &
LR G o FEAS R B SO B AR B e e R R A B ) 28 P BR i [ I ] B n &
SR A, 0 B R, A7 7E T s SR A 0 B AT AR S5 R B A A 0 4 7 A Sy e
B AL A o AL I b, S EUER G VAN IO 2 /N T B T i K 2R, LFTIR | KTl , 7 BRI
B W] DAAE X 8 i 87 2% A T 3t 2 A0 MM S IR 5 420 DT 2 B 76 S B VR 5 47 h R RNCO
S5 [ A A8 e 3k SR A7 TR T Sk W % e 87 VB A 2 RINCO 326 [ 114 SI2 B R 5 o 4 SR 0 % 31
NCOK: R B b7 28 v T v e 4EL, T B3 AR S U R TR AN N 26 L e B, K S SRR T A & 4 A
15 SR AP I 3 F IR AL S Y R E <40 &% Lk <20H &% JF H ERE<15
B TS I 2R 0 2 R MR A ) (L N SE A AL &) R E R R AL 6 40 85 SR AN e
Tt B A6 R R (EAS 25 R 77 CAnSRAFAE))

[0082]  FEARHE A BH Frad () J7 VA ) o — ALt 7 S8 b, 78 % BRI IS i 22 B8 v e s In i)
FERE A E RN INE F ARSI S ER =0, | EHE%% <50E &%, ik
Hhy, AN BB VAN D0 SR BTN N S EURR e AL A ) B FE N RS N S F R B AL S ) =
F)=1.0E E%E <40H F % HLk=5.08HE T E <35H m%. ks, AT RS 21
I 8] 55, S NTR A 0 rh 1  F R e AL A M0k JE <40 EH 8% Lk <20H &% - H Bk <
158 F% I 7 Aok X [ BV A ) L i R E AW o F R TR AL A1) « 85 SR AmEnde oz
F AX A A R, (BN 25 FEIA 771 (A SRATAE) ) HEAT 1 25 B S U IR TG Ak A5 0 T 22 T Py B
V) ] o o P DA A Q0368 3 JER A6 TROYE 1 R W 5% S 7 Y2 A5 40 H (FINC O [ 11 S o R 5« S R 2 38
NCOFEFWR FE b T2 i T e A, T4t /3 S I A0 R 2 [ () B ] [ B o

[0083]  FEARHE A K B Pk (M) 7 VAR J— ALt T b, R AR B &R T HAM
AN ZANCOFEF ik &4 7 B A P INCORE [ 1) S MR BB L &, I HIRE ik &
VIR or T BHA WA 2 AN AR kR 5 7 B A WA AR R R A it
“H.

[0084] AR #E A BH BT I (1) J7 V5 N 4E = 130°C £ <280°CHIIEE T LI TE=140CHE <
240°C 1R JE N VIR AE =155C & <210°CHIIRJE N T,

[0085]  FEA KB 3 — AN st 5 A, iR (1) B 44k 750 DA AR T 45 7 I 28l TR A
VIR R BRI SR B =0.0001 BEJR% 2 <2. 0 BE /R %) B AFAE Uik b , AL I A =
0.001 BE/RBZE <1 .5BE /K% AL =0. 01 BEIR%ZE <1. 1 BE/R%H) BEARAE

[0086]  FEARHE A B BTk i) 77 VL ) 5 — ANt 77 S, BL>88% ik = 95%FF HAAF ml itk
= 9% Ak, 27 358 T Soxa s A WE ML G ] = 47 , T IR A 272 1 8 1 LR e 5 I 350 4 1) JBE /R i 5
PR 5 e 508 14T JBE R A S O T T 22 4] 1 JBE /R ) Az B i 7 3t o mT DB G e FH

11
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RO AR E i (HPLC) BY 34 NMRE 1 5K iy 5 BE R LU o — 0 FH B jE Ak 22 e B P SoxaF) 7 VA TE N id
TiEH A .

[0087]  FEARHE A B BTk ) 77 VL 8 5 — ANkt 77 S, BL =78% . ik = 80%. I HA 7l i
16 = 88% I AT 5—HU AR 1, 3T M Je—2— I [X. 438 S 0 A2 4] [X 3l 436 P SR SR AT WG A I il = 4« [X
G B 1 R -oxa LA = HUARIR) 1, 3-F M e —2— Jl 38 40 ¥ B /K 73 i 5 5- BARAA-BUAR 1, 3T
Jot—2— B8 43 (1) B 2R 43 B SS ANz L ) 77 25 H o Rl DU Gn s v RO €43 (HPLC) B3
NMRE 15 S iy 7 5B AR ANA-HUAREI 1, 3T e —2— i X 358 S K A 11 JBE 7R 93 B0 — T
X 33 B P Rs-oxa I T VEAE N IR 7V A

[0088] A BHHE— ¥ RARSE BER A I NEME e B AL &40 , B ik e e B 16 & 4 B 7 2220
—MITAE B BRI BRI SR BT = D PIMIT A B RS IR T B L R
D= B AN S YI oT A 2 AN AT A A R EUIR BRI A I o, HoeT LdE
T AR 3 A B il (1) 7 v A R0 T B 2 DB AINCORE A ik &4 7 B A B ANCO 2
A1) IR BB AL S UL S5y B 2 /D AN IR B B RIE B4 7 BoA IS A A
R EYIRIRTE

(00891 W] LAd ik i 45 — F AR s A — PR S A WAk 5 40 < 1) ) B 6 R 42 o) S s et e B £,
AP FE A IS B = R SR BRI, 19 21 55U s B o A S 4 4 A B — 36
AALH 15 2P A A E o (AR S A o 24 55 R 7R B 1 — S BURR I A0 = I S A AR e s
I, 15 2 B o T BN &R AW AR G S /T, 45 an 38 ik AR 9 42 [ bR L ED IN
EN SO 119099 & 5 SRR FE ZOHEAR $i 72 [ AR RIYEDIN EN 187711 & M A WKk 43 7
Mo s i e — e R R AN I A ) R SRR s P S ) B B i 5 2

[0090] SRR L5 R A4 & 90170 i FH B e v 32 ik (GPC) #ff 78 I 38 43 1 M T LA A 5 =
320 g/molE<<10°000°000 g/mol, ik =480 g/mol % <<600’000 g/mol, f HiILik N
=27000 g/molZ<200"000 g/mol. 55— P & T & 5 WEMe LGe B A4 & W1 40 & 1) 7 v
FEF F H-NMR 33 0 547 1) A o 56 A1 49 AT o

(00911 —Fp FHLAF=H =2 i) 0+ 2 B ATV W 2 8 2 R &R Bk & P
RS /b B 1 BRI AL ) B S R BR A4 1 o T DAAE 2 A 2 e IR R AL S 4
() s SEFF R I AE 2 SR E AL 2 S R B AL & P00 S S ik A2 5 AE Z A 2 &
FUIREEL G RN TE B G s I A Y B R 5B R L S 40 -

[0092]  fLith , AR B8R & B MEME L Rt S A & 2 b — A ik 2= DA I BRI
MG AN R PRS2 AL A/ B FUR R L ]

[0093]  ILW]HEI) A& , %A ER BUEE & O RE M Be B AL & M0 B 2 28 /b — AN R RS A N/ Bl 5
FURR TG L A 5 A e 7 1A 1y o o SIC B 0,955 Jo A i (A = o B AU e Bk A

[0094] AR A% A B B ik 1) 77 V5 0& & T & B A X T F T i) 24 2 0B Ui AR
(antimicrobiotics) M 5 5 v B RFPE A NERE S5t B Ak o 388 I AR 4 A K BH BT IR 1) 77 45
FI ) S e i & S A N R & B R R A4 R 76 (building block) o f5il4n,
PR SR i ARG SR ) g e o ] (I SR M e ) T DA 5 22 Je B el 22 i e B N T T T
B AL PR o A 1) P S i — o 10 1 B 1100 R e e e 3 0 T ) 4 S M R PR AR -
A o 1100 1 B8 1100 R A s ) (G B T e o ) 38 T A 5 B AT TR INCO— 3 i P4 X6 182420 e I8 M T T o
i 0 B R e B, FLAE @ B Y i AR E AR 2 A R o 8 I AR 8 ARk B BTk (1) 7
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AT RN HA R 1 B SRR e IR 5 S VR DR IE I iR AR E K B AL R

St 5l

[0095] & FEHE

[0096]  SRSgUE AT HH 2R B , 41 99% ; 78 JR i 31 2% Hh 2848 (200 mbar, 80°C) FFE 4% FH A #£-4
C MEAFAERT T »Acros Organics, bt A o

[0097] —RERAS1:2,4-H XK~ RFEEREE, >99%,2,4— 514, Bayer MaterialScience
AG, [

[0098]  FREAMA)

[0099]  FEAE FHHT, HR- (+) ~E IR LR AE R B I 2548 (200 mbar,80°C) «

[0100]  1,2-4A-3—R%AEE N bt : 7248 FH B B L 2 2518 (200 mbar) o

[0101]  IRSEALWL : XU -A- IR HIhfE (4,4 -5 78 X J& (isopropylidene) 2K —
R H ik Epikote™ Resin 162) , 4l : +99%, {E =& %1% , Momentive, fE[H ,

[0102]  ffisih

[0103]  T-1:[PPhs{X}—CeHa (OMe) } 1Br, AFE T ik S it 451 = Fir b BH 1 77 20 B

[0104]  1-2:PPhs {Xf-Cets (OMe) } 12 (CO3) , LALE T ik S 8] o i 1 BH ) 07 3 Al

[0105]  I-3:[PPh4]Br, ) Sigma-Aldrich, & [E

[0106]  T-4:[P (E-Bu) 4]Br, Wy Sigma—Aldrich, f&[E

[0107]  T1-5:[PPhs (CHe-&=RI4i2&) 1Br, I H Sigma-Aldrich, &

[0108]  1-6:[PPhs AL 4E) IBr, W H Sigma-Aldrich, f#[H .

[0109] V&7

[0110] W5y A B AN, W2 708 H Sigma—Aldrich, £ E , 3 H LLET R 20 7% A8 A .
N—FH Lt i A5z B (NMP) , 20055 : 99 5%, Tk , i3k [ Sigma—Aldrich, £ H .

01111 N es

[0112] ¢ TR I s 4ot B 1T & B o 456 FH R 300 mL e e )3 88 LA 10. 16 emf) i B (N ve) A
6.35 cmff) AR [ NSS4 A HL NI (51O FLAR A B K nFeE 71) o« MXT IV At B4 6
mm) MR UEGR N (dip tube) M, FTIAIR NN I B 245 H 22 JE A5 mmpy , ¢ HAE
2910°C N B E17K I8 I Frd I8 NS o 3 3 G IR S D)4 K DAL I T RR 5% o S B 2 IR i 45
ANVERT .6 mmEAS I B AR ST, FL 38 N S N # v 22 JIGEB 3 mm PN o 76 S it 451 o i
FHRI - R4 R 282 R4, Hod, Sk PR AN RE SR Be AT ) 2R BB T i bE 28 b |, &F
ARSI BEEA VU35 mmELAR A0 mmes BE I HEEERR T A (45°) S

[0113] 7 St 5] 48 FH Y AR 3 v, 0 % T S SRR T 4] 93 A2 SRS OASE QA AR 1 ik pids ™
EARLE M) AP R G S SUVR A DS I S S E R R AL A ) s 1 — 4 1) S SRR R AL
“H

[0114]  JEAZZ 4k (IR) Hitk

[0115]  Je YR 0P A psd I &5 v IR 22 ok 4 S ST (ATR) TRYGAF ¥R %t 1 Bruker MATRIX-
ME GG AR BREE « FFATR  TRIGEFARE (3.17 mmdME, 1 X 2 mmfF) A AL mm ¥ i 2 1
90° &Il (diamond) B EEAE NATRIGHE , 2 X 45° IROBHIRI, IRAZ H LT R 4) LIS 15 2
PRET I A i Ak 1) 42 NI 58 4512 T IR SETR A 9 1 7 S L AE I B 3% 0 - /£3500-650 cm !
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HIDXIRA LA em {73 2 AR 6 0FD F A 1 RV B (i SR8 53 4075 BH) R A sre i 18] 43 A TR
W (SR 1A A, 2000 T 3)

[0116]  FEAFPEAXACT 3.1 (JHT 5 BOGE A G i A B 1, S- PACT GmbH) i FH 45 A AR
(Integrated Hard Model) (THM) ¥R 73 #r Frid e o FH T+ 73 A1 S TR G W0 ) TROY: 15 1) sk A
R0 38 Ik B 2H 3 B S TR I VR A o R e SRR TR I 1) A 2R 1) e MR 2H 5 SR A 1 B2 5 1Y)
FREAS AR G R A B

[0117] AR NEL -

[0118] 5445 mLAKER I NEEMI10 mLIZIE LR AT A 160 °C B - o AHX T8
MEH S IREHE (LOORFHEI T 5) o 2R )5 # IRTREF LLAEAS 6 S BRI A i A 1) & M1 578
IRV T R PBRE Y 7 2 dE N B BIE G A S AP PR b S, IR E
B ZE A PR, I HE 55— S IRGEE Q00 AN 1Y) 8% , K R SR AR
(0.37 mL,2.95 mmol , }IX} THXER LA Big A5 mol%) FMTHIE AT 2% 5 i 25 d5 2 v B 28 e 7
RV, I HACFE IS SRS 2 AN IRGIE . 762150452400 cm™ ' [X 384 1) A G (3
51k AR IRGIE , I Hot (refine) B84 I SEIL TG 21015 5 () S AR -G Y1)
PITRGHE 2 18] 1) S AU

[0119] MR A 1 -

[0120] 45 450.5 mLARER L ABEAT 10 mLBEESLEHIR A TS 160°C 1G4 T2
AR R IR (100K -F-1Y) o 2R 5 W TRERET DA AE 19 2 AR BT 10 AR i &b 1) <6 M1 A
FEAR W T ONIR S 0 7 i N B b AR R S e B B 5, AR
92 B} FE T AR PR R, IF B E A — N R IRETE (100K " 12) 455 , B M me A el 1
(0.471 g,1.18 mmol , MK TR A EE A 10 mol%) 7E0.5 mL ARSI A 16 h (A ¥ ik
THE S 8 o7 ok 2% B ZE I B R NIR-E Y, F HAd ke BIKIR S 2 N IRGTE 72
1650221800 cm ' X 38 P (¥ A1 5 A5 5 14 AR M1 TRYGTE I HL SCdh A5 0 AN g i B0 BT a4
1145 5 1 ES AR EYH TR HE 2 (8 ) S LG -

[0121] UKL -

[0122] W45 450.5 mLARER L ABEAT 10 mLBEESLEHIR A TS 160°C G o A T2
AR R IR (100K -F-1Y) o 2R 5 W TRIRET DAAE 19 2 AR T 0 AR i &b 1 <6 M1 A
SEAIR T NI A Y i) 77 23 N ESchlenk B o 78 FHEUS MR B E RO 2 5, i
i 2 4 2 S AF B RS e, FF HL & 7 — N R IRJEIE (L0OOR i~ F32) 8 , i = &R
BRME1 (0.471 g,1.18 mmol , FHXT T-HRERIE AR 910 mol%) #E0.5 mLI¥) B R . P T Hh 1) ¥4
TR T 55 8 2 0 5 ) FE RO B R MR SR, I HAD RS 2R S H 2 AN IR
W 7E160042 1750 cm 1 DX 35 P (1 AH A5 53k AR 1K TR 0 I L SSeisb B3 M s e
IEFEAE 5 ) ES ARG IRGE 2 (R s

[0123] JEITSZHEUNAEE. Kriesten,D. Mayer,F. Alsmeyer,C. B. Minnich,L. Greiner
FIW. Marquardt,Chemomet. Intell. Lab. Sys.,93(2),108(2008) o i ) figh 2 A% K] 1
3 H (HMFA) 458 FRIE L b3k 77 7245 21 0 A ASE 2 >k 43 i e A4 70 X3 TR) 45 280 1) SR AL TROG B
T HE A1 EE /R &

[0124]  HRAEEE LR E F 4 (turnover) % (TOF1 2) ,
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#rog T o,
[0125] {0, = : . (=(1)

P #L1pg

[0126] o, t1/o/2 MRS 55 — S SRR IR ok h B 28 AN T 00 22 3] 5 SR T oA 1 PR AR D
() N 1] 1] B ) —2F , nivco, co & V5 56 — R BRI DK o J I VR 6 v 1) S VR B 1) R VR &
nco, 1128 TEYF S 58— S SRR G ik i It B adast J A7 TR 3 W % 21 (1Y) S R T 11 e B R /R
i, I H s neasB i P58 S BUIER R K 5 S SETR - 4 H I (A R ) BE R &
[0127]  FRHEEE2 U ST HEME BE B (Soxa) B4 2R FE
[0128] SM=% (5 2)

»oxa+nr wr
[01291 v, n" M oxard S 07 45 AR F HEERAR A5 M50 40 1) B8 JR ;5 I Hn™ e s B 45 SR 1Y)
S IR IR Wi 22 A ) JBE VR & o
[0130]  F=WRA IR A
[0131]  FH4n N PN IR Y TR 1S \HPLC /A FANMRIE 5% >R 73 M7 724 o
[0132]  7EWC & A 4 NIA #R% L F)Bruker ALPHA-P TRYGEAY b S [ A TRAMHT o AHX T
WAL K E SO ARG, X WA PR E Tt FH W8 e e B 1 /N o (222 08) 5 I HOGF DL
cm R4 HEFAEA00025400 em ! E I P3RS 324N e RE HEAT P8R A0 SR TROG A o 156 FH 4K
f-0PUS 6.5 T2 dsab 2 .
[0133] 7RI ER L & W5 I E AL A P BN, T1 B9 AN [ ) X338 e ) A < 5—
HUARH L, 3-MEmk L5z -2 (5-0XA, =X (ITa) ) F4-HUARHI 1, 3-HEmk b —2—H (4-0XA, =0 (I11b)) ,
Wior Al Rk A AT SRR

9] O
[0134] QJJXNHRE D)]\f}i ~R¢
5 o 4
H R1
[0135] 5-0XA 4-0XA
[0136] (ITa) (ITb)

(01371 AR J I 740 m (1 R e X3 A2 14 B8 R 70 HOE I 2 P iR YO HPLC € 3 (PRI e
W) B TH NVR I 1 RIS BE ) i i o S8 5 AR LA R 55 33 TH S X i FEERs o -

Xe_
[0138] K cop = = (Z53)

Fooom + Fyoom

[0139]  FLrb, x5-oxare S 0 45 SRR [ 5-EAR I 1, 3-Fgna de— 2~ (5-0XA) 307 I BE /R 7044,
I Hoxa-oxaree SN 45 A 1 4-BUAR A 1, 3-TEEME Je—2 - (4-0XA) #5873 BE IR 7%

[0140]  'H NMRI i « 467 J5 Jo Y8 2 47 B 2 506 Vo s A P 5% ot YA A ) — PR S AR ik 3
CDC1sH, 3% H7EBruker AV400 (400 MHz) B¢ Bruker AV600 (600 MHz) 1X#% I it SRNMR
W AR T VAR R B R T5 5 AL 220888 (CUE JT 9%, ppmffi 2044 H) (dmso—d®, 6=
2.50 ppm, B85 #HCDCls,6=7.14 ppm) »

[0141]  HPLCZr M #E M £ A UVAS I 28 AlWaters SymmetryShield RPist: CKLE A5 um, L1452
100 A) FJAgilent Technologies 1200 R AL ES EiHEAT . M H 4h B4, FEIR WL R IFp1E
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SE T40°C ol FH/K-FH BV IR R (1.0 mL/2- BRIt iE) F T4 85 S SNV S I 4H 53 o K I
FIREY) (10 mg) A=K (5 pl) VEMAETEE (1 ml) o, 7 HA PR E AR AR R & i S
FERE Lo BL60 : 408 7K 5 P I 2 LU 2 10 55 B2 25 112070 B o SR U 5 22 53 6 2073 Bl B B v v 1)
FA 2 5 12 A 7 316 1 221 00% o 388 Tk AEGT T 48 23 LU A A WS LU B R BT T T 5 3R 531 40X A TS -0X A
WAL K BHRIR BRI 15 5
[0142] RERMN
[0143] 33 R4 5 S S F A AR — S S T R — B8 A0 F RS JBE 7K B SR U 1 SR et
B ) P38 BE o
[0144] >4 5% BRI AA Jb s 1) SR I B I , 56 FH O 8 0 — IR S0« DL 55 X4 (B X
4) 45T FCASE T B A B S R I RN IR SR AR A A B B JR B R R AN/ 5K
A 1P S S8 e i
[0145]  n=1/[{ (BLEE/RTHE IR A &) / (CLEE/RTHR) — R R AR &) 1]

(55304)
[0146] >0 35 L S5 SR e Jb i 1) SR MM e T, A5 FH O 8 1 — S SR i DA T %5 X5 (F5 X
5) 45 Hy T FHCAEE T B I — S SURR IS A0 — IR B AL AL & 1 S IR B Sk A2 (R B R / g 3
A 1= S S8 e i
(01471 n=1/[{ (BLEE/RTHE0 FAIRERH &) / CLE R ITH RIS &) }-1]

(F£(5)
[0148] SRR o I 7= 47 H (1) 795 o X5k 5 A U P L R385 T H NMRYE VS SR A 52 o B (R SR P
IR FE S T AR Z AR, I B AEBruker X (AV400,400 MHz) bidsk
NMR¥ 3% o S8 3k ' H NMR B o 5 2 PRI M o i A 1 B 14D % FR 5 0T FRY 3686 J5 1 9 (1) R i I
TAE 5 R A X I ST A A
[0149]  fRR1:2,4-F K- REEREG (TDD) 54,4 -5 P X 2K By — 385 H ik (BADGE)
41 5 N () 7= )
[0150] SR ME 5 f 45 44 (1) — ARG PE M S2 6 b 40 R s 930 (TTD) Rom o 45 H T ity 2 A
EE P o E W) T HAE TP TR,

L o o, A/ ‘@ %@
[0151] (IT1)
dn
H—'-. Tl -
43 (515, 297

[0152]  FH-F RS0 H NMRIE 3% o 1 A OGS L 9% (FHXSF-TMS=0 ppm) Qi1 F -
[0153]  S1-1:4.65 ppm;4-OXARIREMELEERIAHI K H 3L, F 5 S FIAN T
[0154]  S1-2:4.87 ppm;5-OXARIMEMELEER A K H 36, (F 5 S FIAN T
[0155]  HHE 5 S1-1AIS1-2[FR 705 FH DA B &5 2061 H 5 X I3k F6 P4 R-oxa :
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51 -2
R Sl -1+ 157 S1-2
[0157]  7E40°C FAEN,N- L Z Bk OMAc,0.6 mL Zr 8 R i) b S e i i3 0,
(GPC) M o K40 1 44N 3% 22 1 AF (GRAM 3000, HEMA300 HEMA 40.HEMA 40) ¥R B E R (K
FE10-15 g L7 JESHARR 100 uL) {5 FIHP1200 H 3R AL 88 AT VEST o 48 FHUV-46 0 2% A DA R
ERAE TR R B o A PSS WinGPC Uni ty BAFELALER R UG E 4 i C A T EM R R 4
175 AE S L LA TE 3055 7 2 4340 o 3d it GPCI & P 2035 79 ¥ & A8 St 491 A 4 Bk /M (GPC) o
[0158]  ERWEMLLEER =41 4
[0159]  J& It FEE 43 A7 (TGA) SR FRAE SEWEME Lt il (1) £ € 1  fEMe t tler Toledo TGA/DSC 1
SN AR (63220 mg) BALO K/ 20 Bh ) in#has Z6 25 °C in#2600°C , 3 HUL 5
£ AH O 77 sUBR R AR 2R 3 o O 17 804 70 i, 48 FHERAESTAR® SW 11, 00 AR 40 IR B, A
P IE 5% 2% 25 fh 2R 70 P s
[0160]  fEMettler Toledo DSC 1 hFidsgIXIILILAL fi K FEM (452210 mg) BA1O K/ 434
[ N TE 28 25 °C N A 250°C o N 1 Fdim 4 i, 8 AR AESTAR® SW 11.00. 4 1 ff o 3 15
I ARG AR IR 23 i o b IR T B9 D8 A i Y Bl 9 I DD 4 2 TRl ) 22 X
HH R Y LA PR D R i B DD 2R 2 1A) () 28 SR R R
[0161] 85 2R &k
[0162]  T-1:[PPhs {X—CeHa (OMe) } IBrit) & ik
[0163] HPZEGLEHE (20 mL) IHFTA-R K F % (381.5 mg,2.04 mmol) \PPh3 (562 mg,2.14
mmol) \NiBr2 (22.3 mg,0.10 mmol) F1Z % (0.68 mL,12.19 mmol) ffFH0.3 cmKHIH#E 1)
TLFE R A/ = FHEHE (600 rpm) 107081 S8 5 ¥ e B T 1 & T 180°C i # it ity 1
2053 B o SR J5 S P A 00 I A, 1 ELUK I TR A IAE 3043 A I B = 0 PR N TR S )
N E R b (35 mL) , 3 HoBANLUE B KB =k, I FER K e — IR, BMgS0a T , it
PEFFAE R0 3L 25 T 5 0 Bk 229 7 o 49 2R € s BERG AR JmAA, o e F & e (292 mL) i
B NZIR AN Tk (15 mL) , [ BRI 252 3 e i 15 2 3 e, K gk AT U e
ANk SR e ik R i ¢ N7 S RN Ei R S e i P 7/
[0164]  1-2: [PPhs {X}-CeHa (OMe) } 12 (CO3) 15 K.
[0165]  FEBEIEHIR S, BrmRBe s (Ag2C03,0.5 g,1.81 mmol) AMAEMeOH (100 mL) H, 3 H.
TR 2R AR R PR LN o SR 5 0 7 B I VROZ T S 0 %2 [PPhs {XF—CeHa (OMe) } ]Br
(1.5206 g,3.62 mmol) fEMeOH (4 mL) H A , FEAE G FRF 1 3/INNF o S8 5 (VR A M
B 5 R, YE R AYTUE o A FH e 28 A a8 DBV I 2595 ) A3 3 B B 44 o A
ARG, O 2P 4654 [PPhs {(%F—CeHa (OMe) } ]2 (CO3) »
[0166] St fsi1 : {5 FH [PPhs {%§—CeHa (OMe) } 1Br (I-1) fEAMEMFIFIR- (+) AN K M5
S E N B R R IR
[0167]  FEFELERG ST (2.0 L/h) T, ¥ =3I IESchlenk B (30 mL) I 78 {4k 71 T-1
(39.8 mg,0.0877 mmol) FIR- (+) ~SEALK 24 (1.054 ¢,8.77 mmol) fF FHO.2 cmKfKIHE S
PP B R A AR =I5 FHEEE (300 rpm) 104381 . AR J5 ¥ Bl B T W B T 160 C 1 #aihis
K IRIREHR B & I MR AW, 31 HLB S IRYGTEA  SRGE R I (288 ) 55— ik b i 578G
PR FH RS (0.388 ¢,2.92 mmol) , Ff HLAHE [ N IR &4 B 2 18 i S UK B iy v 2Kk 1 F6 7

[0156]  F;_pry = (%:506)

17



CN 106459331 B ﬁﬁ HH :I:; 15/19 71

RN TE R o GRS N (2D ) B8 ik i S U R 6 R 2K G (0,388 g,2.91 mmol) , I LA+
NIRRT % T A s IR T o IR N (2D ) B = ik R
fig % B R E (0388 g,2.92 mmol) , Ff H A+ S BVR G4 B 28 i e BRI 5 V1 2R 1M 48 7w
S TE R o 6 P IS IR AR, FF B [ RV A D AEAS 70 Bl A ¥4 B 2 500 6 S STR S0 4
1 AT AT

[0168] &% S UBR TG 51K 1M 5 I TOF 1292000 hls

[0169]  HPLCH T AN T R— (+) 5840 2K £ 0 Fl S FR S FE R BB 1Y) 56 A1k

[0170] o T JB P mele e J A4, A5 20 110 55 () A 25328 3 M Soxa (HPLC) SH1100% o 3 WL 22 31 F
FLA R =4 A5 sk — IV fr RER S AL P B I R I AF AR T PR AR S T

[0171] S 5-MEme e ] (5-0XA) [X 3 57 F4 4 (1) X 3akide 4 Rs-oxa (HPLC) 288%.

[0172] s 52 - {8 F [PPhs (CHo~ &I fE2%) 1Br (1-5) fE ML FIIR- (1) AN R L Jh 5
S E N B R TR RN

[0173]  FEELLRIE I (2.0 L/h) K3 keii (20 mL) A A FIT-5 (43.19 mg,
0.0877 mmol) FIR— (+) ~SE A L Jfi (1.054 g,8.77 mmol) of# 0.5 cmi& B S5 B4 Ky
REWIEE I FHEFE (800 rpm) 1040 8. S5 e B T 1% B T 160 C B MG H o IRER
MR E RNIRA Y, 3 H R S IRIE REA B AN QFP ) 28— kb i S U R X F 2 i
(0.388 g,2.92 mmol) , F H.3FF S 7y A4 B 2 3 ik S B 15 5 i 2 T 8 7 s o 58 il o 3
TSI (QFD ) B fik o i S SR 6 FR AT (0,388 g,2.91 mmol) , 7 HA P MBS HE.
3 L S R TG T O HE s SN 58 o TR 0 (2FD ) B = K R A S R ) R AR T
(0.388 g,2.92 mmol) , £ H.8FF S oy A4 B 2 i ik S U 15 2 i 2 T 8 7 S o 58 il o 5
P (R DA, 1 EUF NV A DA 3070 Bl N ¥4 1 22 23R o o S TR B P A 2 2H Rt AT
I3

[0174] 45t S FUBR IR % A0 1T 5 I TOF 1224580 hls

[0175]  HPLCAM T Al 1 R— (+) 5840 2K 2 0 Fl S FU NS FE R TE 1) 56 A1k

[0176]  Xof T JB P me e J A4, A5 20 10 55 (R0 A 2328 3 M Soxa (HPLC) SH1100% o 3 W22 31
FLA R =4, A5 s — IV fr AR S AL P B I R I AF AR T PR AR AR T

(01771 Stof 5P al Jog ] [ Jk 57 A AR 1T X 3832 3 P Rs-oxa (HPLC) SH78%

[0178]  Sjifs)3 : fd ] [PPhs GACL3%) 1Br (1-6) 1E ML FIHIR- (1) B IE 2 45 5 7 R
Xof F RS ) B

[0179]  FEELLRIE I (2.0 L/h) K3 keif (20 mL) 7 AL FIT-6 (37.31 mg,
0.0877 mmol) FIR— (+) ~SE A L Jfi (1.054 g,8.77 mmol) of# 0.5 cmi& [ S0 B4 Ky
REWIEE I FHEFE (800 rpm) 1040 8. S5 ¥ e B T 1% B T 160 C B MG o IRER
MR E R NIRA Y, 3 H R S IR REA B A I QFP ) 28— kb i S U R Xt F 2 i
(0.388 g,2.92 mmol) , F H.AFF S 7y A4 B 2 i iok S B 15 5 i 2 T 8 7 s o 58 il o
TSI (QFD ) B Fik o i S SR 6 FR AT (0,388 g,2.91 mmol) , Hf HA P MR &Y HE.
3 L S R TG T 2 HE s SN 58 o TR 0 (2FD ) B = K A S R ) R AR T
(0.388 g,2.92 mmol) , £ H.8 P S 7y A4 B 2 i ik S B 15 2 i 2 T 8 7 S o 58 il o 5
P R D0 A, 1 ELUFE N VR A DA 3070 Bl N ¥4 1 22 53R o S VR B R A 2 2H Rt AT
I3
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[0180] 45t S BRI 4% Ab. T 5 [ TOF 128762 hls

[0181]  HPLCH T AN T R— (+) 5840 2K 2 0 Fl S5 B0 FE R BB 1Y) 58 A1k

[0182]  S%of - J% I W J i 111 5 1 1 27236 6 1% Soxa (HPLC) 29100% 0 ¥ A W %% 21 B T Ho Atk Rl
PR B I R AR E AR B R AR AR T P AR S 5

[0183]  Stof 5 Al Jo e [ dik 57 A AR 1T X 3532 3 P Rs-oxa (HPLC) S80%

[0184]  sijififsi4 (RtLt) - A# FHPPhaBr (I-3) fE A AR (+) —S 42K 20 5 7 SR X H
EN LSV

[0185]  FEELLHIGE UL (2.0 L/h) T, K3 keifi (20 mL) A AL FFIT-3(36.77 mg,
0.0877 mmol) FIR- (+) M 24 (1.054 g,8.77 mmol) AF FHO.5 cm& I 18Rk
REVEZEIR THFE (800 rpm) 104341 S8 54 be i B T & B T-160°C I s H o F TRIR
R E NIRA Y, T B S shTRIEREAC R In QR ) 28— Bk ph i S mU R X H 2K i
(0.388 g,2.92 mmol) , £ HLAFE S SR A W) B 2 38 5 S U BR TR A 11 2% 117 6 78 S 56 J o L
TSI (QFD ) B ik i S U 6 FR AT (0,388 g,2.91 mmol) , 7 HA P MBS HE.
3 L S R TG T 2 FE s SN 58 o TR 0 (2FD ) B = K A S R ) HE AR T
(0.388 g,2.92 mmol) , F LA HE S MR A W) B 2 38 5 S U BR TR A 1 2% 117 6 715 S 56 J o 9%
P (R DA, I EUB NV A DA 3070 Bl N ¥4 1 22 53R o S VR B PR A 2 2H st AT
I3

[0186] &% S U BRTG H51L 1T 5 I TOF 122552 hls

[0187]  HPLCH T AN T R— (+) 5840 2K 2 4 FN S FUR ) FE R TB 1) 56 A1k

[0188]  S%of - J% F I W Joc B 111 5 1 1 27326 6 14 Soxa (HPLC) 29100% 0 ¥ A W %% 21 B T Ho At Rl
PR B I R AR E AR B R IR AR AR T P AR S

(01891  Stof 5 A o e [X 3 53 ) 4k 147 [X 3k it 43 4 Rs-oxa (HPLC) <78%.

[0190]  sjfsi5 OofEk) < 4 A [P (IE-Bu) 41Br (I-4) {E REALFIIR- (B -AME LB E R
FT F R TR RN

[0191]  FEELLRE A (2.0 L/h) &, H 3G (20 mL) H 0 71-4 (29.75 mg,
0.0877 mmol) FIR- (+) M 24 (1.054 g,8.77 mmol) oAF FHO.5 cm &I 18Rk
REVAEZEIR THFE (800 rpm) 104341 S8 54 be i B T & B T-160°C I s o 1 TRIR
R E NIRE Y, 91 B S shTRIEREAC A N QFP ) 28— Bk ph i e mU R X H 2K i
(0.388 g,2.92 mmol) , F H.8 P S 7y A4 B 2 i ik S B 15 2 i 2% T 8 7 s o 58 il o
TSI (QFD ) B fik o i S SR 6 FR AT (0,388 g,2.91 mmol) , 7 HA P MR AW HE.
3 L S R TG T 2 4 s SN 58 o TR 0 (2FD ) 5 = K v A S R 6 R AR T
(0.388 g,2.92 mmol) , £ H.8FF S by A4 B 2 i i S B 15 25 i 2 T 8 7 S o 58 il o 5
P (R D08, 1 EUB N VR A DA 3070 Bl N ¥4 H1 22 23R o S VR B PR A 2 2H Rt AT
I3

[0192] 45t S FUBR R 4% Ab 0 5 I TOF 1229410 h's

[0193]  HPLCHM AN T R— (+) 5840 2K 2 0 Al S FUR 0 FE RIS 1Y) 58 A1k

(01941 5F T8 R W Joc B 111 5 1 1 272326 6 14 Soxa (HPLC) 29100% 0 ¥ A W %% 21 B T Ho At il
FE R I R AR E AL M B R AR AR T PR AR S

(01951 Stof 5 Al Jot ] [ dik 57 A AR 1T X 3832 3 P Rs-oxa (HPLC) SN 74%.
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[0196] &1 SLitifhl 1 =50 45 AT EL

sciifl | kA TOF,; [h'] [ $o8 2 1
Rs.oxa
L [PPhy{Rf-CH(OMe)}|Br(I-1) | 2000 88%
[0197] 2 [PPhy{CH.- I B L) Br(1-5) | 580 T8%
3 [PPhy(5h L) Br(l-6) 762 80%
4(%fk) | PPhyBr(1-3) 552 <78%
sotte) | [POE-Bu)yBr(l-4) 410 74%

[0198]  (XFEL) =X LL 4

[0199] St fs1 22 3.7 , 5 H v 4l BB A 6 AR U1 Bt 845 356 1 X B 4914 RIS AR EL , 24
i B A R R BUARIE B W S5 R T, DL B S K 28 (TOF 1/2) 15 21 WP Jot B 7 ) 5 S i 451
AZ 5L, PR PR A% 5 BH Bk 11 845 35 1) Sl 451 1 28 3 nh B 45 28] AR 0 5P s A Tl [ 338 A
A R X 332 56 1 A 5 B B vy o

[0200]  sEf56 - 1 I -1/ AL TR, 2- 3R S8 -3 A L T b 5 S R o FE R TG 1) I
[N

[0201]  FESEZERGE I (2.0 L/h) &, H PG (20 mL) H A T-1(39.37 mg,
0.0877 mmol) A1, 2-¥F4E—3-ZK & AN ke (1.317 g,8.77 mmol) [ HO.5 cm KL J13 ¢
Pl VR A ITE = N FE (800 rpm) 104081 SR 5 K FEIl B T % B T 160 °C 1 #aiis o ks
IRTREHR I 2= I SRS, 3F BB S IRGTEAL VI s 0 (2D ) B — ik i i S U oxf Y
7K1 (0.388 g,2.92 mmol) , H HLA I NIR &9 B 2 @ 1 S U B6 7 1 2% 1M 48 78 [N 58
F o VTR TS I (20 ) B8 Rk ) S U 6 R (0,388 ¢,2.91 mmol) , 7 HLAwHE I B R
1) E A e e R TR T VH 2R T 7 S N T8 o TGN N (240 ) 28 = ik AR S R X
7K1 (0.388 g,2.92 mmol) , H LA MR &9 B 2 @ 1 S SR B6 7 1 2% 1M 48 78 [N 58
J8 o < P SR R IR, 5 ELDRs S S VR A IAE 303 Bl N ¥4 ) 28 Z I X S S YR A W Ak 2 4
AT 5T

[0202] %5t S FURR 4 4017 5 (1 TOF 12291955 h'e

[0203]  HPLCM AT AN 11, 2- BR324 2 P Joe A e SRR N HH R TR ) 58 A A o

[0204] X A W WA 5 e 1T 5 1100 4 27 346 3% Soxa (HPLC) 2100%. 75 A WL %2 21 i T L Ath #l
PR A 0 A A A S R AR AR T P AE BB 5

[0205] ok 5 ma Joe J [X 338 S5 ) A 1) X 38de 36V Rs5-oxa (HPLC) 2100 %.

[0206] 2. 11 F [PPhs {Xf—CeHa (OMe) } IBr (I—1) 1=y Ak 751 FRT S it 5] L 61 &5 SR 1) 5% EL

S T ESUZ TOF, [h'] X ik 4
Rf-{l."&.\
207 13 R-CH-FUL R 46 2000 88%
6 1,2-5f -3 A4 A Padoe | 1955 100%

[0208]  sEjiifs]1 N6 B , To i IR AR I B an ], 15 2 1 A LR 2R

[0209] Sz 517 - 76 56 7 ) S B 3, B2 R 4 FH [PPh3 A2 3E) 1Br (1-6) VE AL FIHIR- (+) -
AN 5 e J IR H 2R R [

[0210]  EE45 4n b B () St 45713 , e v sz B AE 200 °C ) 38 R 34T .

[0211] &} X AR BEFEL T 5 (I TOF 12 812 hls
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[0212]  HPLCHM AN 1 R— (+) 5840 2K 2 0 FN S F 0 FE R TE 1Y) 58 A1k

[0213] St 1% ol W Mae J il 17 5 P A 2% 358 8 14 Soxa (HPLC) SH95%. 50 ML 42 21 i HoAth &l 7~
W, B S G R A S R A P AR RIS 5

[0214]  Stof 5—-M A Jog ] [X Jk 55 FA) AR 1T X 3532 3 P Rs-oxa (HPLC) S85%

[0215]  SEjifafsl8 (Rbbb) - 75 B iy 1) S BCHR FE 1 A FHPPhaBr (1-3) /E AL AR (+) —4 4k
KNS R IR R S

[0216]  E A U b Frid st f4 Gifbk) o Horp s BEE200°C IR R 3E47

[0217] 45t S BRI % A0 T 5 [ TOF 1228661 hls

[0218]  HPLCHM T AN 1 R— (+) 5840 2K 2 0 Fl S F 0 FE RIS 1Y) 56 A 1k

(02191 St -2 R W M J il 17 5 10 A 2% 358 38 14 Soxa (HPLC) S88%. 50 ML 4% 2] i - HoAth &l 7~
W, B S G R A S R A T AR RIS 5

[0220]  Stof 5P mal J e [ Jik 5 ) AR 1) [X 332 B P Rs-oxa (HPLC) SHT5 %

[0221]  3:7E200°C R N F RN 5 A R NP 45

[0222]

S| EAT BHELCY | TOF12[h '] | 22k M Son | X MERs-oxa
3 [PPhs AL 2E) 1Br (I-6) | 160 762 100 % 80%

7 [PPhs AL 2E) 1Br (I-6) | 200 812 95 % 85 %

4 (XTE) | PPhaBr (1-3) 160 552 100 % <78%

8 (XfEk) | PPhaBr (I-3) 200 661 88 % 75 %

[0223]  XFEb=XFEb 31

[0224] S 3ANT 7, o v S B it B2 Gne] , 55 e b fsl i EL A S R A 1 e 845 256 11
XT LG B4 FISAREY. , 24458 F B A AE R PR AL A i85 SR, LB S T 26 (TOF 1 /2) 15 21 e
Bl P~ o TE AN ISR FE T 5 555068 U 14 RIS AR EL , 76 158 PR 478 A 2 BH B 1 843 36 140 SE2 e 451
SZRT A5 2] () Xof 5PN e ] X 45k S5 A0 AR P (X 4383 55 12 B vy

[0225]  sZjia 59 : f FHPPhs {XF—CeHs (OMe) } J2Br (I-1) 1E NEAL T2, 4-H 2% — S F L ik
(TDI) 54,4’ -7 A X3 2%y — A% H ik (BADGE) 1 S M.

[0226]  FHEAG90 WHHEHE TR AL W1 ERTRAI300 mIASEEEN & 1 5 Hh St s 87 o
SN AR 78— IRE A1 (BADGE, 15.0 g,44.1 mmol) FIfHEAFII-2 (154 mg,0.42 mmol) ,IF
BHEEE RS MVEER R INTEREINMP (40 ml) 2 5, %535 I 3 28 31 B AEPLsE itk (1000
rpm) NEIREDINFAA200°C AECFE]200°C J5 , FHHPLCZE (10 m1ZR K S &3/ s in—
SEFEREL (TDI,7.3 g,41.97 mmol) ZEFIENMP (15 ml) H IV - 76 197NN ) 38 4k f N7 Ik
6] (LIS I — R &R EG LN GR) J5 K I N TR A v E0 2 =0 1 I S TR A Wi f8) &2 Y i
o U BE TTTE K L T B i =R, R T SRR IR G BT S BB R AES X 1072
mbar | FJE4 /N,

[0227]  JEILAEV=1749 cm 'AEHIREAE TR 5 WA IAEME kg B8 2 A A7 AE o IRYGIE A B
H 16901710 cm "f) X 35 P4 A REAIE 57 IR R R 17 o K1 0bbc , S WPl 5 ) 114 £ 2% 30 9% 14 Soxa>
96%.

[0228]  Xb5-HUARII 1, 3R k52— [X 358 7 A4 AR 1) X 3 3 MR 5-0xa (NMR) =96%

[0229] M, (GPC) :6660 g/mol
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[0230]  Tp:413°C

[0231] T4:148°C

[0232] S9N, U7E — R R AL &Y 5 I E A A P I B A A R AR H5 A
ROH BT 85 R M AL R, 159 31 T SR REME B R AL A

[0233] s 510 fF FPPhs {%§—CeHa (OMe) } J2Br (I-1) 1 AMETFII2, 4-H 2K — FF IR R
(TDI) 54,4’ -5 75 X 5 — 280y — 32 H Wik (BADGE) ¥ [ B , 3276 BT ik 724 5 e & xof Y
EN LS

[0234]  FHEAG90 WHIHEHETh R K s HLAE a0 _E TR AI300 mlANEE 4 5 T 28 Fh S s B o K5
SOV EEIHTE IR (15.0 g,44.1 mmol) AEALFIT-1(0.2¢g,0.44 mmol) , I HEEH H
TSI IS INTEIINMP (40 ml) 2 5, %4 R BN 48 FF BAE RS FE (1000 rpm) TR A
YN ZE200°C . 7EE 551200 °C J5 , FIHPLCZE (10 m1ZE 530 Z3/NF s i — S SR lis 1 (7.3
g,41.97 mmol) 7ET-JENMP (15 ml) H ¥R . 7F 2 52 &I T RIRERA W 2 J5 » U IniE i
ZETEENMP (20 ml) FP i SRR B 2K TS (0.23 g,1.7 mmol) o £E 197N iy 344 Jz J87 Bisf i) (LA
NI R R IR UNRIR) 5, 4 R STR A 078 215 =05 K SO TR A Y R 5 R B o IR
TUPEFEH e R B =R, 45 F - SRRk S BT 15 BB R R AES X 1072 mbar R T4
VN

[0235]  JEITAEV=1749 cm 'AbFIRFAE IR—5 5 A ARG St B 350 20 A A7 AE  IRVGIE A SRR
H 16901710 cm "f X 35 A O AREAIE 57 IR BR TG 17 o K1 0bb , SVl ) 1) £ 2% 3 388 14 Soxa>
96%.

[0236] S 5-HUARIT T, 3-MRde ft —2— el X 3 57 W) 4k 1) X 3kaze M Rs-oxa (NMR) =95 %.

[0237] M, (GPC) :6930 g/mol

[0238]  Tp:420°C

[0239] T4:149°C

[0240]  sEjEf108 7w, U7t — R ER A5 IR E S PII I87 Al AR B A
A TR 1) 845 ER AR AL ), B2 ZE AR A AL TR A A7 AE R 34T B 5 200 7= 5 B S/ /R
BeAb B ) S NI S £33 T SR REME GE AL 54
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