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BB KRB A o 46, R O TEEE B RHIEE T B D T5 /R % (mol %) A 45
HEH A P oW RER R . B (Lo W)E) BRBL R RHIELE T B A KT 10045K BT
VAR , F HAE— s 5] oK F-120°C , Wil i 25 7= $ 3 8 A8 G 58 1 72 2 U
JE o B (CIFi—a— I R) MBI & C IR TR AR AN — PR 22 Fim] 3L ER i oI i SR IR FL A
W) (RN, 0 A — PPl 2 MR A T B il R B a-@ R IL R BAR) R (O - IR 1) ik
BRI R AEAE T 54N BCE AN 22 s B A [R] 1) 58 A B BT I 22 ik B ek e
B A AR UL, £/ a- I I LR ik BE LR 22 R B B R el L R W RS LR R
LYY AEAR SO R B AR — e s, 2R BRI T R SRR s (AB) n, Hidn
KDL, BT 545, 112.3.4.5.10.15.20.30.40.50.60.70.80.90. 1008L 5 /&7 , “A” %
TN i B R B 5 9 H B RO R B B . 2 A AR BORIB R B DLk v SRR, AN 2
LAy Ll R T 7 S

[oo88]  “ff” HE B R FE R G HIuI KB, HER (Ci-o kR B IR LGk AR
VIWIAFAE B R T 958 B %6 , 75 F & St 49 o K T-98H & 96 o e F) ik Ut , B B v ) L 5 Ak
(Bla—12) S 8B/NTHHEE1 % B/N T2H & % 78— Lo ST f v, ifeE B, & T B A b
FIT G L IRTR AR o FTE R LR EE B A 2@ AT AR R BE BY A2 [F) SR I R FR 3R (L Jd-
a—JfiE) R B LI ) R B

[0089]  “BR”EEE R TR R A HuH B, KRR (L f-a- i) B L R SR 5 s fk
(Rla—J#iE) A S B R THERE% K TSHEEY K TI0EE %I KT 15E &% £
SR, BB LR RS B LR T20E &% K T25HE% K T30EE % K
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T35EEY% KT40ERE Y% K T45HE m % K TH0E = % B K T60E & % .

[0090] &1

[0091] BT DR HAEAH HLER A 7 0k P2 AEARPE AR A T I R IG IR H G X K E IR S
EAFE AP T3 A 16 H3 BRI — AN B AN RIS L 28 IV VR SR A T 1 IR T BSOS &
T3 S LA A s BT S 3% A B AN S N7 2% S5 S B 2% L PR S N 36 90 1 28 S5 I 285
I3 R N AR A/ B AT 2 A

[0092]  #E—ANSLht i, AR BE AR A 1 B Hs Je 41 & ] LA A e B — N B 2 AN R B
B SR SN A S A A B R A AR R A TR

[0093] 3@ , VAR AHEE & J7 AT LLZE1208]300°C , 4 1603215 °C Y6l P (118 5 B.AE
300%]1500ps1i, {14002 750ps iy B N IR 0T, 7 — AN B AN 78 70 B R 16 B R 28— A
B AN IE S N A B — AN B AN BRI S5 R R N 28 AT o AR B A D7 V2 HP ) R B T
HAE2Z 30908, B A5 21553 B VE R Y o &0 — FhE 2 Bl 71 . — Fh B 2 Pl iR 2
RE AR Z | — Pk 2 P B A TR AN/ B8 R R AR e 1) — Fh Bl 22 Fh L 58 B A ade 4 1t
A= NEEA AR o TN IR F S E AR T R B b o 1, 3 9 7 m] DL LA RS o 44
ISOPAR EW [ 4 o 5% 7 AR 37 B0 22 5 £ 36 46 T A W] (ExxonMobil Chemical Co.,
Houston, Texas) 38 J5 44 3 T Z MG 5 690 5 15 I BT A IR G 0 ) L3 HR RS B 7 25 1
BT CIEW R G o 1 7038 18 I 7] [ A 5 T B R 4 2% RS o S AR E R BT, SR S
AR 2R E RG .

[0094]  FE—/NSEhtf R, 26T 2 Jm I S W] LATE B — I N 4 R G000 a0 SR e L3 R
Gurr & IR AR A =, R 2 AT 1 — PR 2 Fla— I SR 7E — P 2 Al s IR I 2R
AR R AT — P a2 i E A AR 1 — FhE 2 FhEhE LA R R A
(E— NS, 25T O IR 5 A 0 R TE XU N 8% RS WO e B 2% 240 HH 48 FH I TR
RERAE, Hoh CAE LI — Pl 2 Fha- @R — MEl 2 M RAE R S AL R A
36 1) — F 22 HL AR A TR AR e ) — el 22 P B IR AL IR AE T R & o AR — AN SETt 7
BT ORI R AV EXUR N2 RSB A0SR E [ N ds RGH & IR Ak A=, o
CAF TR 1 — Pk 2 Pha— I B AE Q0 A STl (1) — Phak 2 Mos il Jd 12 58 S ARk R A7
E N EEWDN RN AR R E

[0095]  #E—ANsjtidfsrh , BT L0 I S-S mT U AU SR & J7 i il 4%, il an s Fim AL
PRI N 2 o XA A Y 11 e I gt A0 FH T R A s 02 2 1) 25 B 7 AP JAL R, I HLAE LA T R A 3
YHHEA I NUS 3,709,853;4003712;4011382:4,302,566;4,543,399:4,882,400;5,352,
749;5541270;EP-A-0 802 202F1LL FIi) % F25839,380 5 X Le LR AT T SAMHEE T,
Horb SR A s e S B A I T8 R ) B B im Sh AT LR v B AL

[0096]  ERGTTIETI e 232 B0 , WS ST, WAL IR 7% o AR S B 28 AT AL 25
JSE X T 1B (R 9BAE [X o S5 I IX AT DAL 25 PR, B R LA AR Kb () 58-S W0RIRE L TR 1) 2R &
WRURL DA B /b B AL BIURE , B AT E A3 B AR FH T 2B 5 A 0 8 71 0 S sl i
IO DX T SRR A, o AT 1, — S8 FAE PR S A4 ] LU A ¥4 20 RN R 45 LA B , BT I8 9 A7 8 gk
RS IX. A s 38 08 PRS0 1 HE AR RE 77 o J8 sk 187 B S A6 ] DL S 5 i 8 SR I A IS 3R
A LA D 78 B P R R T R A T IS, 8 R ECHR OB 2R A 40 ) AN L AE S )
BRI A, I HLnT DA 28 1ok e B2 1 SR 2 R DA AE S B2 IX PN fR B R B R e RS 1
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RASH K- B 5 LX) S AT A 328 B ol T (X, FEIBGH X H 22 i BT S i 1R UL o B A 4T S iy
SOURL AR 2B BT DAAE 35 Hh 7 e 2% A/ B A g 4 v B ARG LR 20— RA AW
IZ M, 0 R4 A P R4, T BB R R [F B ROVX .

(00971 JRAK PR 7 V210 B 7 46 FA) il JE2 £ 0 95 ] 930 °C 2140 °C 8050 °C 90 C B 100°C 5110
CHL120°C o — MR UL, [ SR FEAE T FE R B 2% N I RS = ) B R4 IR FE I B 6L T vl 4T
(1) 5 i U R 4R AE o FEAZ IR AR 7 kR, SR 1R R B NI B ARG T 5 T B 5B W ) 0
REY el IR TR, 78— STt H 5 B b PR S B R BT P AR I B O ) Rk iR
&,

[0098] I w]fsf A 2K 58 & 5 ik A K SR 6 O Al i A8 AR 1 250 R AL 22 B R Y
JE F7A S AE0C 2 120°C I H. B B AARH130°C 2 100°Ca Bl N AR AETR R & R Inz
A5 0L IR B IR o S D B A A TR R VAR SR 6 RS Joia T s A  J0KSE 2R P )
T o ) BRI 22 R N 2 LB B S MR R BV, Fep Ry 5 R Gy B3R
1 IGE L E 25T 2 5 PR PR 21 S g i o 3R A b A B VR R RE I8 R LA 3 TN
JR P B E S 5 78— St 5] R A2 SCBE fe e o A T I A SR SR A 261 R B AR I B A
XTI T o 24158 PR BE A ST, BT 77923 R AE Js S8 88 SR 74Ul FE A0 R A7 LA 384 AR — A
S A e R T A

[0099]  FokiJE R & A2 M, X2 KA B E R T R W N SRR Er
7 H B VAR T LRGSR IR SO 2% 1 AR S R F AR Bk L R BR a4 A 0 2 N s
AR L YA T 7V A RR il S8 0 4 T S R B B PS8 T AN R iR L sk
BIHEIR TUS 4,613,484 M T K& B R IG1E( Metallocene-Based Polyolefins) Y52
5 £5322-33201 (2000) , N 2 AE Fo Vi B 96 L N FF AASC .

[0100] BT L& BEE VT — B A& — Pl 2 FhAs Insm) X SR IRl B FE (AN BR T 41
i EEL 1) U 3 R L el L A UL PR IR BT A i T B A UV AR E 7 LA
MHHE AR E T LG SEE YR &G AR SR IR 2T 3T LR 0 R -G A
—MEZ PR IFINEE, BT OGRS B SHRAGERETA0R410% KX KR
g 2T MG RGP nT it — DA S kL, prid R AT S AR T HLEl G LR 5
T AR BT IR A YA — Fhel 2 Fhids A/ SRR B &, X SRR, 9] n i iR
5 WA Mg (OH) 2, ATELZJ0 = 2920 % HIZK AR AE B T LG R Gl it — 0 5 — Ml 2
FhERE B VIR LY B IRY) -

[0101]  2&F-PLUFSE@IUi e AR T — A2 ML :

[0102] =4

[0103]  FEEEASZAER 0, A UL N 46 oMe s FF 3 ; Bn: R 3 Ph: 2R3, i-Pr: &L t-
Bu: AU T 3 Ts: U ZEREES 5 s THF - PU SN s Et20 : 2k ; CHaCla: — 50 F %58 ; CHC1 5 &4)7 ; CCla:
VU EALH% s EtOH: 8% ; CH3CN: i s MeCN: Zfi s EtOAc : ZFR 2L g 5 CoDe : STAR AR s FR—de = 7T
2K ;CDCL3: ARG AT s DMSO—de : 5T A — FF ZE VA, ; PhoPH: — 2K 3E B ; CyoPH: PR 3 ; CyoPH-
BH3: 38 2 - e 4% 590 s PPha . — 2R JE W s n—Buli - 1E T 58 ; KHMDS : 75 B & —RER AL
B EtoNH: = Z3EZ s NEts: = Z % sMe T : F 2 ; NaOH : E S AN s NaOCT - G R BN s NaHCO3 :
B R 2B 5 R K < M AT Ak B 7K I W s Naie SO« B R B s Mg S04« B R 85 s PC1s : L AL
PhsPBra: VR AL = LB : PhaPCla: =4I &AL : SOCT2: WA LS ; AgNOs : AEFREL ;N2 : 5

18
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S s PhMe : FF 2 s NMR « A B L 9% s HRMS « 157 9 F 2 J 1 5 LRMS < IR 23 F5 % i smmo 1 : = BE /R smlL .
Z T M BRI E smin: 208 he /N s d: Ko fEVarian 400-MRATVNMRS-500% 4% _Fic 5%
NMRYE 3% o "H NMR (53 FNMR) 30 d i 35 a0 F b 220 % (2 B (br =98, s = 510, d = W%, t
=—HIgE,q=P]HEE,p=HEWE,sex=/NHEIE,sept = JLEHIE Fm= £ &HIE) , F155 F 5
Bic) o 'H NMRESHE I AL 24742 F N N 35 D0 R e fek e (TMS, SHRE) [0 K375 4% 3 1K) ppm i 15 , 4 FH
TARIEFI AR B TR TVE NS % . 13C NMR (BRNMR) %54 I H 2= 5500 58 , 40 24 A0 3 LAAE TG
e e Y ppm i 7 o

1. KHMDS, Cy,PHeBH, Q
o104]  Meu_Ns, THF, 27 °C _ ey
\|/ N )\ PN

Me 2. Et,NH, 65 °C Me” N N/\O

[0105] FERSREAMWNFEFFFHA2TC M N EBE-Ma &9 (245.6ng,
1.152mmol,1.004 &) £ I /K Bt S THF (8mL) A FEFE (300rpm) ¥ ¥ 1 ¥8 INKHMD S 3% i
(0.46mL,0.2305mmo1,0.20 4, 75 H R AR E 0. 5M) o 2538 f5 , LAPUEIZ R 11 7 s
T s R — K% (200. 8mg, 1.152mmol, 1.00 24 &) 75 T /K B4 THE (3. 5mL) HH A VAR - 36 /N
J& T BRI AR Sk 4n , SRR LK AR e (BmL) L WG, FZ IS R E R =R
PABR 2% BH (1) THE , 2R J5 FTR A 0 B8 B V7 AR O ke (10mL) H, B4 4% (1000rpm) 558t , 18
0. 45um I ACKPTRE S JiE 25 1 38 , FHC b (3 X 3ml) , FF-He4 , 15 2B ATl ke 2% 54 ,
o] = R RN

[0106] K4 HH A {0 [f 44 B v AE T 7K i A E t2NH (15mL) o 3F B T I & 65°C iy & fig bk
(500rpm) 5K Ji7 » N EEHHUH B B AR AR &4, R A1 227°C , ik 4 , B T oK A 2 e
(5mL) W4, ¥ iz B EE =R AR 2R B EH, A G IR G E T &I bt
(10mL) H1, Jal 2445 HE (1000rpm) 5438, 1830 . 45um W ANCK PTFE S S 2835 g , FH O ke gk (3 X
3mL) , I 4 , 15 2B, Ay € 44 (379. 7Tmg, 1.019mmol ,88%) - NMREE 522 B =y A 5t
PR RN B AR SRR R S VIAFAE , A TR E A o AR B AR e i iR A S (%) R0
[0107]  'H NMR (500MHz, #—ds) 87.56 (dddt,J=7.0,4.0,1.5,0.8Hz,1H) ,7.29-7.21 (m,
2H) ,7.15-7.00 (m,2H) ,5.25(d,J=5.3Hz,2H) (4.54(d,J=5.2Hz,2H) *) , (4.75-4.63 (m,
1H) %) 4.49-4.39 (m, 1H) , (3.99-3.92 (m, 11) %) 3.91-3.80 (m, 1H) ,1.82-1.38 (m, 16H) ,1.35
(dd,J=6.2,0.7Hz,6H) (1.08(d,J=6.5Hz,6H)*) ,1.31-1.09 (m,6H) .

[0108] 3P NMR (202MHz, ZK—de) 8 (-3.71%) , (-8.94%) ,-21.53, (-28.14%) ,

[0109]  '3C NMR (126MHz, %—de) & (159.85(d,J=8.6Hz) *) 157.09 (d,J=39.1Hz) (154.93
(d,J=38.7Hz) *) (154.82(d,J=25.0Hz) *) , (143.58%) (142.28%) 140.94, (128.31%)
128.19, (128.09%) 127.98 (127.93%) ,126.76 (125.83%) ,55.72(d,J=38.1Hz) (55.14(d,J
=24.8Hz) %) , (51.27(d,J=38.2Hz) %) (45.25(d,J=22.1Hz) %) , (45.81%) 42.03,34.01 (d,
J=16.8Hz) ,31.16 (d,J=18.6Hz) (30.99(d,J=18.1Hz) %), (30.02(d,J=9.7Hz) %) 29.85
(d,J=9.0Hz) , (26.91(d,J=7.7THz) %) 26.87 (d,J=7.7THz) ,26.75(26.65%) ,26.22
(26.84%) , (25.51%) ,22.60.
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N Me PhPH, KHMDS £t .

[0110] 0/\,443":‘( (LD _ G/\NA\N’I\M‘;
° THF, 27 °C ;

01111  F2TCF, ERSRE AN TFER D, ) KB (500.0mg,0.46mL,2.689mmol ,
1.00245) 75T /K Bt S THF (6mL) A ) P87 T8 € 73 R 8 IHKHMDS 738 (1. 10mL, 0. 5378mmol ,
0.20%4 &, AEFH P R EMO.5M) HHE20 8 5, LLPLIE & i 19 77 200 kg — 3 %
(468.6mg,2.689mmol , 1.0024 &) 7ETHF (6mL, 13 X 2mL) H {47 W o 1 PR 7E P8 T IO 2005 £
FE A HE (300rpm) 48/, A8 5 TG /K I A8 bt (10mL) Bk, W4 , B AE 2L (Bml) H1, 3K
%, K1z R E R =R UABR £ 5B I THE Kb IR SV E B &7 £ O bt (10mL) A, B2
P dE (1000rpm) 54344, 30 . 45um I AMCK PTRE R JiE 281 38, FHC ke (3 X 3ml) , Ik 4
FEAF 20 AN 325 BHORG 14 33 28 2y R A B 7 A2 O e (Bml) H L 3830 . 20um I fOK PTRE I 8 28 1t
U, F3mL O Fe vt = IR, 9F BLAR a4t , 159 21 B i 2 I, D983 1 3 2 € ik 4 (909 . 9mg,
2.524mmo1,94%) - NMR&S SRR B % V) UL et A A B AR e AR 1) B IR G AP AE, & F
R B 2R T o A RN B AR ik R 5 (%) oo

[0112]  'H NMR (400MHz , %—de) 67.50 ((dq,J=7.7,2.7Hz, 1H) %) 7.48-7.43 (m,2H) ,7.42-
7.35(m,3H) ,7.17 (t,J=7.6Hz,2H) ,7.08-6.88 (m,8H) ,5.02(d,J=4.6Hz,2H) (4.47(d,]J=
5.3Hz,2H) %) , (4.42(ddd,J=12.1,6.1,2.3Hz,1H) %) 4.35(dt,J=13.0,6.5Hz,1H) , (4.14
(t,J=5.4Hz,1H) %) 3.82(d,J=6.8Hz,1H), (1.23(d,J=6.1Hz,6H) *) 0.92 (d,J=6.4Hz,
6H) o

[0113] 3P NMR (162MHz , %E—de) 8 (-14.96%) ,~17.16 (-18.48%) ,

[0114]  'C NMR (101MHz, %-de) 6155.61 (d,J=32.0Hz) (152.95 (d,J=232.5Hz) %) ,142.74
(140.23%) ,134.83(134.69%) , (134.23%) 134.10,133.99(d,J=19.8Hz) (133.96 (d,J=
19.8Hz) %) ,129.10(129.03%) ,128.79(d,J=6.9Hz) (128.70(d,J=6.9Hz) %) ,127.57
(127.52%) , (126.57%) 125.91,55.22(d,J=34.5Hz) (51.86 (d,J=34.3Hz) %) , (45.87%)
42.79, (24.99%) 22.22,

Me SMe AgNOs,, EtsN Me \/@
[0115] Me)\N/)\N —_— /l\ ,C”N
H MeCN, 0 °C Me N*

[0116] KM A AP SR (4.168g,18.746mmol,1.004 %) FIEtsN
(2.087g,2.90mL,20.867mmol ,1.1045) 7£ L5 (190mL) 1 VAR B T KK H 304341, 48
Ja — R TR DN A4 AgNOs (3.344g,19.684mmol , 1.0548) tEE (500rpm) 27N J5 , K LA
S EAES ARG A T (100mL) #E , BIZUEFE (1000rpm) 243 8, it BCH , FRE
A RE IR R £ 24020mL, L E (50mL) #iBE, IR 48 K iz AR EE A = IR PARR R
(1) » P DLAE 35 B AR I AHVR & B8 Ot (50mL) 1, Ak vt T 3 HhyE , Ik 45 , 19 2
BAT Vi, PRI IR B R (2.628g,15.082mmol , 81 %) NMRZE FH4E =4

[0117]  'H NMR (500MHz , 54 4/i—d) 67.38-7.26 (m,6H) ,4.34 (s,2H) ,3.48 (hept,J=6.5Hz,
1H) ,1.09 (d,J=6.4MHz,6H) .

[0118]  'C NMR (126MHz,4{/i-d) 6138.71,128.55,127.71,127.47,50.73,49.04,24 .48,
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Me 1. PhCH,NH,, Et,0, 0 °C Me SMe

[0119] ”’J\“cs 2. Mel >~ M')\N/)\H/\@

EtOH, CH,Cl, (1:1) 23 °C
[0120] 2 ply v o 25 DL 248 1 28 ) F i U R i (1.896g,2.00mL,18.737mmol ,1.0024 &)
7EEt20 (100mL) H F#5 + (500 pm) 33 H 8 2B 1) % % (2. 008g,2.05mL, 18.737mmo1,1.00
M) o L2/, VR VE T I VR T VR A5 BIBRIR , 2K 1 L A (3.904g, 18.737mmol
100%) NMRFEBH 44, oG 75 it — B AR o] BT Je 82 & M.

[0121] 25 by 3 5 488 DA PRI E 3 19 77 =X 1) ML st ik (3.904g,18.737mmol, 1. 00 &) 7E
CH2C1o-EtOH (100mL, 1:1) FH i #tHE (500rpm) ¥ 3% H s hnfl A7 4% (10.638g, 4. 70mL,
74.948mmol,4.004 &) . 127N J5 , M FINaHCO37K VA7 (100mL) H FHVE 135 1 3% 1 GV
SR G VR IMNaOHZK 39 (15mL , IN) , &l 2445k (1000rpm) P9 AEVR & 40245 %, (BN 40 VR 3

ST, G LY A RINaHCO3 7K I3 R 5% (3 X 50mL) , 1 FHCHaC12 (2 X 25mL) MK J2H £ B 5k BE
BN, & 5 FHIE ANaSOa T8 , i H- ik 4 , 15 2R B 2 5 A IR (4.165g,18.730mmol ,
100%) «NMRZEBH F= ¥ LA S M A TR & A7 AE AL 3 e ik e 75 it — D ali A R v T fe 48
S

[0122] TR AR RAEE S :

[0123]  'H NMR (500MHz , 5 1/i—d) 67.36-7.25 (m,5H) ,6.23 (s, 1H) ,5.82 (s, 1H) ,4.60 (s,
2H) ,4.17 (s,1H) ,1.15(d,J=6.5Hz,6H) .

[0124]  'C NMR (126MHz,524/i-d) 6180.61,136.99,127.87,127.57,48.35,46.22,22.52.

[0125] W L SR R ) R AE 2095

[0126]  'H NMR (400MHz, & 4i-d) 67.39-7.33 (m,3H) ,7.30(d,J=7.8Hz,2H) ,7.22(t,]=
7.1Hz,1H) ,4.52 (br s,2H) ,3.97 (br s,1H),2.38(s,3H),1.18(d,J=6.3Hz,6H) .

[0127]  3C NMR (101MHz, & f/i-d) 6151.32,141.04,128.24,127.39,126.46,52.22,45.01,
23.49,14.46,

[0128] FE27TC FAERS[HAMFEHAF M EBE-Mt 2% &9 (246. 2ng,
1.155mmol,1.0024 &) 7E /K B4 THF (8mL) 3¢ 4% (300rpm) ¥ i A ¥ INKHMDSS ¥ ¥
(0.46mL,0.2310mmo1,0.20 4, 75 H R H R E 0. 5M) o 2538 f5 , DA IZ R 11 7 s
TR — % (272.9mg, 1. 155mmol, 1.00 24 &) 75 T /KBS THE (3. 5mL) HH AR VA R - 48 /N
J& ¥ T BRI AR Sk 4n , SRR LK AR e (BmL) L WG Mz R E R =R
PABR 22 5% BH (1) THE , 2R J5 FTR A 0 387 B V7 AR O ke (10mL) H, JBI 245 4 (1000rpm) 5538t , 18
0. 45um WV ARCOKPTREIL JE A 1 98 , et (3 X 3mL) , FRik4i , 15 2 % 2 W b 2 &40
o =RENE RN

(01291 ¥4 13 £ [f] 40 B V7 7E T /K B 48 E taNH (15mL) o 9 B T #2265 C 1) & b hii
(500rpm) 5K 7 » N EEHHUH B B AR AR &4, R E1 227°C , ik 4 , B T oK A 2 e
(5mL) H, W% , ¥ Zad A2 5 R =R CABR 5% B I E t2NH, 28 J5 W 1R & W0 B8 B 72 O e
(10mL) H1, Jal Z445HE (1000rpm) 5438, 1830 . 45um W ANCK PTFE S S8 2835 g , FH O ke gk (3 X
3mL) , HE i, 15 2B 40N, J9 1 & 44 (481. 1mg, 1. 108mmol, 54596 %) NMRZE BH 24 LA &5
AR 2R i) A VR A AR A

[0130] 'H NMR (500MHz, #-de) 67.03 (d,J=7.4Hz,4H) ,7.01-6.94 (m,3H) ,6.89 (t,J=
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7.4Hz,1H) ,4.66 (d,J=7.6Hz,1H) ,4.26 (s,2H) ,2.23 (s,6H) ,2.07-1.86 (m,6H) ,1.62 (dd,J
=50.5,10.6Hz,4H) ,1.25(d,J=73.2Hz,12H) .

[0131] 3P NMR (162MHz , ZK—de) 5-3.96.

[0132]  '3C NMR (126MHz, %—-ds) 6158.90,148.01,139.97,128.28,128.21,127.98,
127.93,126.93,122.12,47.07,33.65(d,J=13.8Hz) ,30.83(d,J=12.3Hz) ,29.53(d,]J=
11.2Hz) ,27.17(d,J=9.2Hz) ,27.11(d,J=10.5Hz) ,26.45,19.09.

Me
N thPH KHMDS Pth
[0133] _C* A
N THF 23 °C N /\O
Me

[0134] 7E27°C FEESHEAKFES B, M LB (190.5mg,0.18mL,1.023mmo1,1.00
&) FEJC7K A THE (3mL) V6T J0 B H ¥ INKHMDS ¥ (0. 41mL, 0. 2046mmo1 , 0. 20
i, 7R 2R R E 0. 5M) B FE240 8P e, DL PRI I 7 U sk — 0 % (241 . 8mg,
1.023mmol,1.004 %) ZETHF (3mL, a3 X 1mL) W VA W o 14 I 1E V8 35 11 v 78 (VA TR P B
(300rpm) 48/}, 4R J5 FHTE K i 48 2 e (10mL) F R, ik 4, BV £ O le (5ml) 1, iR 48, B %
TR EE =R CARR 25 B I THE , KA IR S Y B F B £ O e (1omL) H, Jil 50 i 4
(1000rpm) 54341, 1830 . 45um IV AOKPTFE IS JE 48 1L 8, T b ek (3 X 3mL) , H HIR4A
15 B AN T2 B RS P 9 2R E J R B R AE e (Bml) A, 380 . 20um WK PTRE IS JE 28 3 U
R ke b ¥k (3 X 3mL) , FF W 4 , 15 21 B 8% 2 A, 9 ¥ 5 1 3% 38 L IR (227 . Tmg,
0.5389mmo1,53%) .

[0135]  'H NMR (400MHz, #-de) 87.32 (td,J=7.4,2.9Hz,4H) ,7.15-7.04 (m,4H) ,7.04-
6.87 (m,10H) ,4.85-4.70 (m,1H) ,4.43 (d,]J=5.6Hz,2H) ,2.04 (s,6H) .

[0136] 3P NMR (162MHz , #—de) 5-13.21.

IIWeSMe
[0137] Q:N/)\N i i Q: \/©
Ve H/\© MeCN, 0 °C
[0138] K 38 ' () Mt T A € E PP (O AR AR (3.698g,13.002mmol,1.0024 &) FIEtsN
(2.894g,4.00mL,28.604mmol ,2.20245) ££ Z 5 (130mL) A ¥ TR E T UK/K I o 304044, 4R
J& — VR DN A4 AgNOs (4. 528,26 . 654mmol , 2. 054 &) . tHE (500rpm) 27N f5 , B O 4
(150mL) s N4 22 48 v AR S ARR A 0, B2 g (1000rpm) 273 B, A Ak e - 88 4hE , ¥k
p 2 2910mL, BE— 25 e (50mL) #kE , W48 2 41 10mL, B iZ il FE i 2 =R PARBR L5 I
O B S AR ARTR A9 F ¢ (50mL) Fike , FRE 8 = 8 dhug , ik s , 159 31 B —
MV fi% , VIR IR B PR (1. 781g,7.536mmo1 ,58%) - NMREZREH 4 =4,

[0139]  'H NMR (400MHz, 5 f/i-d) 87.39(d,J=4.3Hz,4H) ,7.35-7.29 (m, 1H) ,7.00(d,J=
7.9Hz,2H) ,6.93 (dd,J=8.5,6.3Hz,1H) ,4.55 (s, 2H) ,2.26 (s,6H) .

[0140]  '3C NMR (101MHz, %5 fj-d) 5138.04,136.34,134.33,132.32,128.67,128.07,
127.62,127.50,124.27,50.57,18.84.

[0141]  7E23°C N & thyEST a8 LLZ I 77 2 m) F i F R e (2.000g, 1.85mL,12.252mmo1 ,
1.0048) fFEt20 (125mL) A #EE (500rpm) VAR P A N4l %A% (1.313g,1.34mL,
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12.252mmol,1.00 2 5) - 12/NF J5 , ¥R 46 VI 1 T €8 4 W, 19 2R IR , S8 2K B £ [ 44
(3.310g,12.252mmol,100%) - NMRZ B 4l ;=4 . [ A4t iR e 75 it — P 4l AL BT B T f5 8z
IV

[0142]  #£23°C F & yE S 28 1A B Ik (3.285g,12.149mmol,1.004 &) FEEtOH-CH2C12
(100mL, 1: 1) 3+ (500rpm) ¥R H 8 In2E it B 4% (6.898g,3.10mL,48.596mmo1 ,4.004
) o 12/ J5  FI I ANINaHCO3 7K ¥ (100mL) HH RV T (1) 3% 35 €1, 28 J5 R IMNaOH /K 1 9
(15mL, IN) , BIZUHERE (1000rpm) B HHYE 490253 8, (RIN 0 WRIR 2F 40 FF , F L FINaHCO37K
W (3 X 50mL) Peid A WL, FHCHaCl2 (2 X 25mL) MK /2 A REEUER B A WL, & 9F, P 44
NazSOaF-J& , (kT , F-He 4 , 15 20 H L IR , 99k 3 €l 44 (3.450g,12. 149mmol,100%) »
(01431 HH HH 2 SRt JOR 119) R AR 2504

[0144]  'H NMR (500MHz , 5 1/i—d) 87.36 (d,J=5.5Hz,3H) ,7.33-7.27 (m,2H) ,7.04-6.98
(m,2H) ,6.87 (t,J=7.5Hz,1H) ,4.74-4.46 (m,3H) ,2.45-2.34 (m,3H) ,2.12 (s, 6H) »
[0145]  '3C NMR (126MHz, & f/j-d) 5152.80,146.31,138.75,129.32,128.63,127.90,
127.55,127.45,122.71,47.09,18.07,13.80.

[0146] BRI FRAEE S :

[0147]  'H NMR (500MHz , & 1/j—d) 67.65 (s, 1H) ,7.32-7.27 (m,2H) ,7.26-7.22 (m,3H) ,7.16
(dd,J=8.5,6.5Hz,1H) ,7.10(d,J=7.5Hz,2H) ,5.72-5.54 (m, 1H) ,4.85 (d,J=5.4Hz,2H) ,
2.26 (s,6H) .

[0148]  '3C NMR (126MHz, & fj—-d) 5181.26,137.63,137.30,132.68,129.04,128.67,
127.63,127.51,49.17,18.10.

[0149]

Ph,PH, n-BuLi @\/H
LD
Q\/"*‘C-. R, NY’N
N THF, 22 °C

PhyP

[0150] 7F22°C FEERSHEAMKFEH T, [ 2R (0.756¢,0.71mL,4.064mmol ,1.00
&) 7E oK i S THE (5mL) H B 9838 o (¥ i b s ik T 244 (n-Buli) ¥ ¥R (85. 0L,
0.2032mmo1,0.054 5, 7F Ok i 12 . 40M) o K B AE £0 R (78 it £E (300rpm) 14341, 4R
S DA I R 1 7 2B — T (1.050g,4 . 064mmol , 1.0024 &) £ETHF (15mL) H (1 ¥4 - 1
F (300rpm) 48/INK] JiT , 5 I AE ) B EA VA VAR 4 , s AE e /K B 48U 2K (BmL) e, Wi, K i 15
BAYRIFAERFZE GuL) /b, 3Rk 48, EE Z R UL L B TR SRR/ F 25 BnL)
JAI 2454 (1000rpm) 2438, 4R J5 3830 . 4A5umPTRE TV {5 3ok 3 28 ik ik, FHFP 28 gk (3 2ml)
4 A3 BN ZNT, 9T 2 T EMA (1.682g,3.784mmol ,93%) . NMREZE 5 3¢ B P4 2 4l i)
[0151]  'H NMR (500MHz , #-de) 87.53 (dd,J=8.0,1.2Hz,1H) ,7.47 (t,J=7.6Hz,2H) ,7.31
(dtd,J=7.5,4.8,2.5Hz,5H) ,7.25-7.21 (m,1H) ,7.16 (ddd,J=8.1,6.8,1.3Hz,1H) ,7.13-
7.05 (m,6H) ,7.03-6.96 (n, 1H) ,6.95-6.87 (n,7H) ,4.79 (t,J=5.5Hz,1H) ,4.55(d,J=
5.4Hz,2H) .

[0152] 3P NMR (202MHz , —de) 6-14.13.

[0153]  'C NMR (126MHz, —de) §157.58 (d,J=37.3Hz) ,149.04 (d,J=12.4Hz) ,139.28,
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134.48,134.35(d,J=3.9Hz) ,134.11(d,J=20.4Hz) ,130.28,129.16,128.66(d,J=
7.5Hz) ,128.01,127.59,127.09,126.96,125.64,124.36,123.63,118.55(d,J=3.1Hz) ,
46.11.
[0154]

H _N
N N AgNO3, EtsN O/\N,,C
Y -
MeCN, CH,Cl, (1:1)

SMe , 23 °C

[0155]  {E23°C I, [m] 78 k- i B o i 1 FH S i (1.473g,4.807mmol, 1.00% &)
EtsN(0.535g,0.74mL,5.288mmol,1.104 &) 7£ L FE-CHzCl2 (90mL, 1: 1) AL B+ —
UL N 44 AgNOs (0.857g,5.047mmol ,2. 0024 ) . $iikE (500rpm) 1.5/Nit 5 , BhE IRy
FHYE A FH 25 (100mL) Fs, B ZUBERE (1000rpm) 24340, F kv = H i , YR 45 & Z10mL,
WRINF2E (25mL) 5 BRIk Y B 41100, B Z R R L _ELARR £ 5K 1 2
CH2C12, FHAIF 5 % BRI AR A4 26, K45 20 1 22 o JE S AHVR & 90 F R 2K (25mL) # , 1 i ik 7
TG hUE, H IR, 15 B R G SRR T A (1.084g,4.200mmol ,87 %) - NMRZ B
Y& B IR E A A R,

[0156]  'H NMR (500MHz , 5 4/i—d) 67.79-7.76 (m,1H) ,7.74(dd,]J=8.7,0.7Hz,1H) ,7.72-
7.68 (m,1H) ,7.48-7.43 (m,1H) ,7.43-7.38 (m,6H) ,7.36-7.31 (m,1H) ,7.15(dd,J=8.7,
2.2Hz,1H) ,4.62(d,J=0.5Hz,2H) .

[0157]1  'C NMR (126MHz, & fj—-d) 6137.87,137.46,137.38,133.95,131.03,129.21,
128.85,127.89,127.68,127.47,127.14,126.52,125.20,123.14,120.66,50.63 . HRMS
(EST) : C1gN1aNo [M+H] 113841 51259 .. 1230 5 SZME A259. 1222,

HN i g:lNgls 23°C @\/H
2. Mel SMe
CH,Cl,, EtOH, 23 °C
[0159]  #F23°C Nl VESF 28 1m)2-2Z5 % (1.104g,7.250mmol ,1.0024 &) £ECH2C12 (50mL)
PR 0 R R Il S5 B R s (1. 082¢g,0.96mL,7.250mmol , 1. 004 %5) « #HE (300rpm) 247N
I 5 P 1 33 28 I AR i, s i AE H R (25mL) Hh, in k22 el g, s BLAE [ VR 55 R I
OB ETA A2 23°C, KA B HE AR AV E T UKAE (-20°C) HH12/N8F, ¥ Hhjg , T3 194
S [ RO R RIS (3 X BmL) L UREE , FF B T, 3 2R IR (1.544g,5.280mmol ,73%) o
[0160]  {E23°C T [a] i R £E CH2C12—EtOH (100mL) = ) ¥ 4 E 3 A VR & 4 v s n ik B
(2.998g,1.30mL,21.120mmol,4.004 %) . Hi+ (500rpm) 20/NE} f5 , F 7 AINaHCO37K ¥ ¥
(100mL) H FIYREE (0 1590, B 24 EE (1000rpm) 24344, BN W0R F 4, 20 FF , AL FINaHCO;
IRV (2 X 50mL) PG ML, fd FICH2C12 (2 X 20mL) MK JZE FR 2 B3k & 0 WLy, & 5%,
NaoSOa4 [l 4418 , (i I3 4 , 45 2K H LB AR,y 2B €4 [l 44 (1.473g,4.807mmol,91%) «
FH 1 AN S () i AR 75 3k — 25 4l Ak B AT T 5 22 [ 8 o
[0161] 'H NMR (500MHz, 444/i—d) 67.79(d,J=8.7Hz,2H) ,7.75(dd,J=8.2,1.1Hz,1H) ,
7.46-7.29 (m,7H) ,7.18(dd,J=8.6,2.1Hz,1H) ,4.82 (s, 1H) ,4.59 (s,2H) ,2.31 (s, 3H) .
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[0162]  '°C NMR (126MHz, 551 —d) 6147 .14,138.43,134.43,130.20,128.75,127.78,
127.67,127.59,127.10,125.94,124.07,123.37,117.98,47.38,14.13 . HRMS (ESI) :
CroH1aN2S [M+H] 11 &4H 307 . 1224 3 SZE 307.1201 4

PhZPH, n-BulLi PhoP
f0163) O\/” /O AL @,\NAN
< H
Csn THF, 23°C

[0164]  #£23°C FAERSHEAKTER D, H) —F K (0.174g,0.16mL,0.9332mmol , 1. 00
M5) 7R oK i U THE (BmL) A (1) 78 3 T ¥ Wi H 8 in—BulLi (20.0mL,0.0467mmol,0.054
T, 78 FF 2R 2 12 . A0M) , A RTT ARV AR P T 2 L BB (300rpm) 2438 , LA
PR 123 11 5 RN BB — V(0. 200g,0.9332mmol , 1.0024 ) ZETHF (5mL) H VAR - 9t
PEAS/NIY 5, B iR & S VR RO 4 , B AE Te K R e (BmL) o, e 4, BB Z I RE =R A
b BE R & B AR SRR AE C b (LomL) R, B2 RE (1000rpm) 243 8, 3B320. 45
um V4K PTRE S 8 285 8, F ke vse (3} 3mL) , FH IR 4i , 15 2 ik 24 I, g v 375 1 9 7 €
B (0. 355g,0.8864mmol,95%) - NMRFEBH 411 1) 2 AR IR G4 25 (%) FIRIK
B
[0165]  'H NMR (500MHz , %-de) 87.46-7.36 (m,5H) ,7.16 (t,J=7.7Hz,2H) ,7.07-6.88 (m,
8H) ,5.04(d,J=4.6Hz,2H) (4.47(d,J=5.3Hz,1H) %) ,4.25-4.16 (m, 1H) (4.16-4.07 (m,
1H) %) , (4.26-4.17 (m,1H) %) 3.96 (d,J=7.1Hz,1H) ,1.92-1.78 (m,2H) ,1.74-1.63 (m,2H) ,
(1.45(dd,J=11.1,4.7Hz,1H) %) 1.34-1.20 (m,2H) ,1.15(dtt,J=13.1,9.8,3.3Hz,2H) ,
1.01-0.86 (m,2H) .
[0166]  *'P NMR (202MHz, % —de) 6 (-14.96%) ,~16.83, (-18.56%) .
[0167]  '3C NMR (126MHz, #-de) 6155.40 (d, J=31.5Hz) (153.09 (d,J=32.3Hz) %) ,
142.74, (140.28) %, (134.91(d,J=14.3Hz) %) 134.28 (d,J=13.3Hz) ,134.03(d,J=
20.0Hz) (133.91(d,J=20.0Hz)*) ,129.10 (129.00%) ,128.79(d,J=6.7Hz) (128.69(d,J=
6.7Hz) %) ,128.17 (128.07%) ,127.93 (127.51%) , (126.56%) 125.90, (59.90(d,J=
33.1Hz) %) 55.28 (d, J=34.8Hz) , (49.05%) 45.92,35.37 (32.38%) , (26.01%) 25.74,
(24.79%) 24.16.

1. BaNCS, #RJiMel

NH;  CHCI, EtOH (1:1) ,
o &5 2L o

2. AgNO3, Et;N
MeCN, CH,Cly, 23 °C

[0169] @iy 5 25 1h) AR B UL 1 (2.250g,2.00mL,15.079mmol , 1.0024 &) 7ECH2C12
(50mL) H RIVA TR R Nt 3R O % (1.495g,1.70mL,15.079mmol, 1. 0024 8) . 7 23°C FHikk
(300rpm) 2478 J& , ¥ INEOH (50mL) , 98 J& s A ¢ (3.211¢g,1.40mL,22.620mmo1,2.00
M) JAE23°C N PE24/N} 5, FHOAINaHCOs 7K ¥ ¥ (50mL) H FHVE /5 1) v 35 E 7 T, SR e
N MNaOHZK ¥ (15mL, IN) , il ZU45 1 95 AR &4 (1000rpm) 24386, B30 2FH , 20 7T
A L4 F M FINaHCOs 7K F R e 5 (3 X 25mL) , {5 FICH2C12 (2 X 20mL) MK 2 FR AL B 5L B 1A
LA, & 9 ANz SOa 158 , AT , 3 W 4 , 45 2R Y 2 S B 0K , 9 P60 4 0 0 TR A
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(3.740g,14.252mmo1,95%) -NMRZE B 4 =4 LA S i A4 (1) B AR 6 A7 AE KL =) o 7 ik,
RIAT T a2 R M o

[0170]  7E23°CF [l fEMETFFr tati 1A S iR (3.740g,14.252mmo1, 1.00245) FELN
(1.586g,2.20mL,15.677mmol ,1.1024 %) 7E ZfE-CHoCl2 (150mL, 1: 1) HF VB TS & i VA IR
b — YR PR R D0 45 AgNOs (2.542g,14.965mmol , 1. 0548 Fi+E (500rpm) 27N J5 , B H 4
2 L OARMIR G, T e (100mL) Foke, B 24+ (1000rpm) 243 8, AR E - 24l
FHE e rhit (3 25mL) , IRAFZE Z910mL, s N e (25mL) , KR 38 (o ik 4 22 24 10mL , B &2 1% it
FEPR IR UL b DARR 2R B8 (1) £ 16 < CHaC Lo, FHHF BE B B B AR A4 38, 1415 2 B iR s AR B E S A
BEYIHC b (25mL) Rk, it e - S g, T et (3 X 25mL) , Hilk4s , 15 2 B —
WV , R VE T R 3 (o IR (2.510g,11.712mmo1 ,82%) NMRZE B4 74

[0171]  BRARAI AL -

[0172]  'H NMR (500MHz , 5 4/i—d) 67.39-7.27 (m,5H) ,6.16 (s, 1H) ,5.79 (s, 1H) ,4.61 (s,
2H) ,3.84 (s,1H) ,1.94(dq,J=12.6,4.0Hz,2H) ,1.64 (dt,J=13.8,3.9Hz,2H) ,1.56 (dq,J
=12.2,4.0Hz,1H) ,1.37-1.27 (m,2H) ,1.14 (tt,J=15.3,7.6Hz,3H) »

[0173]  3C NMR (126MHz, % 1/i—d) 6180.54,136.88,128.92,127.92,127.54,52.96,48.38,
32.69,25.31,24.51,

[0174] WAL SR B BRI AL -

[0175]  'H NMR (500MHz , % {/i—d) 67.34 (dt,J=14.8,7.6Hz,4H) ,7.23 (t,J=7.3Hz,1H) ,
4.49(d,J=79.8Hz,2H) ,4.04 (s, 1H) ,3.64 (m,1H) ,2.38(s,3H) ,2.09-1.80 (m,2H) ,1.72
(dt,J=13.4,4.1Hz,2H) ,1.62(dt,J=13.0,4.0Hz,1H) ,1.37 (q,J=12.5Hz,2H) ,1.20(q,J
=12.2Hz,3H) .

[0176]  '3C NMR (126MHz, 5 {/i-d) 6150.83,141.74,128.23,127.35,126.42,54.16,50.70,
34.61,25.81,24.92,14.44 . HRMS (EST) : C15H2oNoS [M+H] "1+ 518 A263. 1577 ; SLM{E A
263.1655.

[0177] B — W AR SR ALE -

[0178] 'H NMR (500MHz, & 1/i—-d) 67.38-7.24 (m,6H) ,4.35(s,2H) ,3.15 (dp,J=8.3,
3.8Hz,1H) ,1.72(ddt,]J=56.9,13.0,4.0Hz,6H) ,1.55-1.48 (m,1H) ,1.31-1.09 (m,6H) .
[0179]  13C NMR (126MHz, 50 1/j—d) 6140.72,138.70,128.55,127.68,127.43,55.68,50.72,
34.68,25.37,24.48 .HRMS (EST) : C1aHisN2 [M+H] {1548 215. 1543 ; S 215 . 1536,

[0180] & RMCI-1
Me Me
Zan4
[0181] Ph;P a ‘z PPh
,©/ PPh:©\ PhMe 27 °C z _< Bn’Bn 51'}— 2

&

Me Me

[0182] ZE27C FAERSHEAM FEM T, mIBEZAN (26.0mg,0.0637mmol ,1.004 &) ££ H
K (1.5mL) FHEIBIE L AP IR NZrBns (14 . 5mg, 0. 0319mmo1,0. 50 24 5:) 78 B 2 (0. 5ml)
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WV VR B4 (300rpm) 37NN Ji5 , K A L MR IE I 0 . A5 um P AHOK I S8 48 1 U8 , K e 37 2%
Ay R R e (3 X 1.0mL) , FFi4 , 15 2 AIMCT- 1, AIRER IR (30.4mg,0.0279mmol ,
88%) o

[0183]  'H NMR (500MHz , #$—de) 87.49 (d,J=7.7THz,4H) ,7.42 (t,J=7.6Hz,4H) ,7.16 (ddt,
J=8.4,6.6,1.5Hz,9H) ,7.09(d,J=15.5Hz,3H) ,6.99-6.95 (m,3H) ,6.81-6.72 (m, 13H) ,
6.70(d,J=8.0Hz,7H) ,6.64 (d,J=8.0Hz,9H) ,2.54 (s,4H) ,1.98 (s, 12H) .

[0184] 3P NMR (202MHz , ZK—de) 5—4.04.

[0185]  'C NMR (126MHz, %—de) 6183.73 (d,J=59.2Hz) ,144.08 (d,J=101.1Hz) ,134.62
(d,J=21.9Hz) ,133.44(d,J=7.6Hz) ,132.52,128.95(d,J=9.6Hz) ,128.80,128.15,
128.06,127.93,127.55,124.91,121.89,79.26,20.49.

[0186] & XMCI-6

Me Me
Me—( >——Me
Me Ihz)mj MeMgBr, HfCl, ?l\ /N
[0187] PhyP Hf PPh
Me/LH SN Me PhMe, -30 °C ’ ﬂéiﬂe\|3>_ a
Me—< Me
Me Me>_

[0188] {ER/SIHAM TER T, KHECLs (17.2mg,0.0536mmol , 1.00245) 7EH % (1.0mL)

H )BT T30 CUKAE 1 L/NINE, SR f5 5 iiMeMgBr (0. 12mL, 0. 3485mmol,6. 504 & , 7F

Et20913. 0M) o i& 5% BT, SR G 1E2 00 Bl 5 i I BE A (33 5mg , 0. 1072mmo 1, 2. 00 4 &)

FEFFZE (1. 0mL, ph95:3 X 0. 5mL) A FAA ) (=30 °C UKFE 1 /NI VA0 o 45 BV VA UK AR i

4/J\H¢,ﬁi‘$)§i&éﬁ/m:.%,%m“ Cobt (1.5mL) W IFIR AR o 1 1%k 15 P 3 2 PR I LU B Bk B 1)
gEh R BIRAER A (1.0mL, k3 X 0. 5mL) 71, 3@ 3E0 . 45umid 28 UE , FEWRAE o AT

532 A Mg sh it — 2 I et S (3 X 1. 5mL, FEAERRHR IS NG e 4e) » SR8 e =27 AE F 2K (1. 0mL,

PPE3 X 0.5mL) W, B0 . 2umid JE AR U, WG, 15 2 Y, A A A (40. Ong,

0.0480mmo1,90%) »

[0189]  'H NMR (500MHz, #-de) 87.61 (tdd,J=7.5,1.5,1.0Hz,7H) ,7.10-7.03 (m,8H) ,

7.02-6.95 (m,4H) ,4.58-4.36 (m,4H) ,1.14(d,J=6.4Hz,21H) ,0.75 (s,6H) .

[0190] 3P NMR (202MHz , %—de) 5-20.00.

[0191]  'C NMR (126MHz, #de) 6177.72(d,J=57.7Hz) ,133.43(d,J=16.2Hz) ,132.22(d,

J=18.3Hz) ,128.66 (d,J=5.8Hz) ,128.46,50.30,49.92(d,J=17.8Hz) ,24.67.

[0192] & RMCI-4

Me Me
Me4< )—Me
Me PPhy; Me MeMgBr, ZrCly
[0193] Me*NA\N Me  PhMe, 27 °C thp_« ))—Pth
H Me—( MeMe >_Me
Me Me

[0194]  1E27TC FEERSERMFEEL+, M ZrCla(11.2mg,0.0480mmol, 1.0024 &) 7F H
(0. 5mL) HFEIFEEE (300rpm) ZVF R s iMeMgBr (0. 11mL,0.3121mmo1 ,6.50 24 & , fEEt20
th3.OM) . 208 J5 , Vs N Bk 2L AT (30. 0mg ,0.0960mmo1, 2. 004 &) 78 B 2% (0. 5mlL, Ph 3 X
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0. 5mL) W AR - W IR AR B0/ SR A BRI I R4/ NS SR JE KR S 3850 . 45umid JE 2% g
Wi, BIFAEC ) (1. 5mL) HH IR Ge K IR A R AE O (1. 5mL) HH FF BRI IR, 2R G &
FFAER R (1. 0mL) A, 3@ 30 45umid JE 28 1 U8 , 1 S5 4G /N 2R b (3 < 1. 0mL) , 1 85
Wb AT % B8 Mg Eh it — 20 FH U e i BE (3 X 1. 5mL, FEAE RS NGk 48) , 98 5 BT
FOR (1.0mL) #3830 . A5um MV AR I 8 25 1 98, K 27 VR A R 2R b (3 X 1. 0mL) , 1 8 5
WAR - IR LR, 13 2729, i sl 4 (28.9mg, 0.0348mmo1 ,73% ,90% 4f) -
[0195]  'H NMR (500MHz , #-de) 67.63 (tdd,J=7.5,1.6,1.0Hz,8H) ,7.09-7.03 (m,8H) ,
7.01-6.96 (m,4H) ,4.37-4.22 (m,4H) ,1.13(d,J=6.4Hz,24H) ,1.03 (s,6H) «

[0196]  'C NMR (126MHz, %—de) 6178.20 (d,J=58.2Hz) ,133.67,132.14(d,J=18.1Hz) ,
128.67 (d,J=5.8Hz) ,128.38,50.06 (d,J=17.2Hz) ,44.79,24.56.

[0197] 3P NMR (202MHz , %—de) 5-20.22.

[0198] & RMCI-7

MeA( Me
Me PPh, MeMgBr, ZrCl, N
[0199] Mej\ )\\ S »  Ph,P ( ) PPh,
Me N N Me PhMe, 27 °C N
H _/ Me Me
Me Me

[0200] 7E27°C FERSHEANFEM S, M ZrCla(14.9mg,0.0640mmol,1.0045) 7F F
2 (0. 5mL) H A HE (300rpm) B s inMeMgBr (0. 17mL,0.5120mmol, 8. 0024 &, ZEEt20
H13.0M) 20 J5 , U AN e LA (40 Omg, 0. 1280mmol,2. 004 8) 78 FF 2K (0. 5mlL , M3 X
0.5mL) W AR - W IR AR B0/ SR A BRI I R4/ NS SR JE RHIR G 3850 . 45umid JE 2% g
W S U6 B N 25 A% F R R gl (3 1.0mL) , 198, ¥k 4, B e e (1. 5mL) , HIR 4 TR
EYRIEAECKE (1. 5mL) HIF FIRAF N IR, S8 e & AE L. OmL FF 2R b 3 1L . OmL FH 2R g =
R IEIL0 . A5umE K IS Y8 2% 1 U8, FE R 48 AR AT 5k B Mg 3h 3k — 20 F L b it S (3 X
1.5mL, FFAERFRIN NG HRAE) SR e BIFAE R % (1. OmL, PPE3 X 1.0mL) H, 3@ 30 . 2umist €
Ak g, ks K Z I R EE RS2, Nk s A A (25. Tmg, 0. 0345mmol
54%) .
[0201]  'H NMR (500MHz , %-de) 87.64 (m,12H) ,7.11-7.06 (m,5H) ,7.04-6.94 (m,3H) ,3.51
(q,J=7.0Hz,4H) ,1.64(d,J=1.0Hz,9H) ,1.64 (s,3H) ,0.84 (s, 3H) ,0.50 (t,J=6.9Hz,
6H) -
[0202]  '3C NMR (101MHz,%-de) 6178.82(d,J=68.6Hz) ,131.61(d,J=17.5Hz) ,128.70
(d,J=5.7THz) ,128.17,53.73(d,J=3.9Hz) ,44.83,42.21,31.65(d,J=12.9Hz) ,15.22,
[0203] 3P NMR (202MHz , %—de) 5-13.52.
[0204] & %MCI-S8

Me PPh, MeMgBr, HfCl, N N

[0205] Ml UG~

Me” “N” "N” “Me  PhMe,-30°C N7l

i (
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[0206] {ER/SIHAMTER T, KHHECLs (22.8mg,0.0710mmol , 1.00245) 7EH 2 (1.0mL)
H B CE T30 CUKFE R 1/, SR 5 U8 iiMeMgBr (154 . 0ul.,0.4168mmol ,6. 5024 &, 7F
Et20913. OM) o Ji8 4% =V, IR S fE253 % o, VN I IR ST (44 . 4mg , 0. 1421mmo1 , 2. 0024 &)
FEFFZE (1. 0mL, ph95:3 X 0. 5mL) AT T4 ) (=30 °C UKFE 1/INI) VA0 o 45 B V7 VA UK AR i
/NI IR EREIR A 0BT 0 . 2umid JE AR VA T U8, Ik 4, B AE O e (1. 5ml) HR IR 4 R A
W IRAE e (1. 5mL) W IR FIR G IR, S8 5 B AE 2K (1. OmL) A, 330 . 45umid yE 28 i
JE, FH R (3X 1.0mL) , FE 4 AT A5k BE Mg b it — 22 FI et B (3 X 1. 5mlL, 7
BRI JE W 4E) 2R GBI AEH K (1.0mL) H1, 3@ 30 . 2umEROK I JE 28 1L 38, B 2R ke
(3X1.0mL) , Jf H#4s , 19 BE5 AL FIMCT-9, Sy H (li] 44 (51.3mg,0.0585mmol ,82% , il i
'H-F13'P-NMR 995 % 4f) .

[0207]  'H NMR (500MHz , #-d¢) 67.61 (s,8H) ,7.11-7.06 (m,8H) ,7.02-6.98 (m,4H) ,3.56
(d,J=7.4Hz,4H) ,1.65(d,J=1.0Hz,18H) ,0.59 (s,6H) ,0.46 (t,J=6.9Hz,6H) .

[0208] 3P NMR (202MHz , #—de) 5-12.74.

[0209]  '3C NMR (126MHz, -de) 6178.72(d,J=67.8Hz) ,133.96 (d,J=19.8Hz) ,131.70
(d,J=17.5Hz) ,128.69 (d,J=5.8Hz) ,128.23,53.63(d,J=4.7Hz) ,48.47,44.47,31.82

(d,J=13.0Hz) ,28.39,15.18,
[0210] & REKMCI-5
PPhy MeMgBr, ZrCly
\ /
0211 O\ ,O Ph,P
[0211) N)*“N PhMe, 27 °C 2_(( )>_Pph2
H E MeMe

[0212] fERSHAMTESR T, [[17ZrCls (12.9mg,0.0554mmol , 1. 00248 7E 1 2 (0. 5mL)
R RE (300rpm) B VE TR F Vs MeMgBr (0. 15mL,0.4432mmo1 ,8. 0024 &, fEEt2013. 0M) .
20F0 5 , S Nk L FEAT (43 . 5mg, 0. 1108mmol,2. 0024 &) 7EH 2% (0. 5mL, 733 X 0. 5mL) H1 )
VR o PR RR €/ R B PR MR FE A/ NN, SR 5 IR A Wi i 0 . 45umid JE AR 1 U8, 4 R aa 45 48
FHFAZR (3 X 1.0mL) Mse , Wi, & ¥FAEC L (1. 5mL) o, IF HIk 4 IR GBI b
(1.5mL) F3F FIRAE WG Ik, SR Ja B IFAE 2K (1. OmL, AR 58 hE3 X 1. 0mL) o, 383130 . 45umilY
ORI JE RS I PE , IR 4 ATl i B B 3h 3t — 20 H e B8 (3 X 1. 5mL , FE7E RIS N
JE 4R ARG BIFAER K (1.0mL) A, 38340 . 450mi ek o e 28 5 ik, A 48 ok (3 X
1.0mL) FEk4s K 1z PR EE — IR, 5 2L FIMCT -5, Jv v o8 (A [ & (28 . 9mg,
0.0348mmo1,73%) »

[0213]  'H NMR (500MHz, #-de) 87.69 (tt,J=7.5,1.3Hz,9H) ,7.11-7.07 (m,7H) ,7.01-
6.96 (mn,4H) ,3.92 (tq,J=10.1,4.8Hz,4H) ,1.87-1.70 (m,17H) ,1.57 (d,J=13.2Hz,10H) ,
1.42(d,J=12.6Hz,4H) ,1.11(s,6H) ,1.05(tt,J=12.5,3.3Hz,3H) ,0.95 (tt,J=13.0,
3.7Hz,6H) »

[0214] 3P NMR (202MHz , %¥—de) 5-20.82.

[0215]  'C NMR (126MHz, #—de) 6178.46 (d,J=58.2Hz) ,133.93(d,J=16.2Hz) ,132.11
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(d,J=18.2Hz) ,128.67(d,J=6.0Hz) ,128.35,58.09 (d,J=16.3Hz) ,45.50,35.23,25.75,

Q O

[0216] & REKMCI-2
PPh, MeMgBr, HfCl, N N
\ o
[0217] O\ O PhyP PPh
H’JQ“N PhMe, 27 °C P~ 2 ) 5

NMe

o le

[0218] {ER/SIHAM TES T, [MHECls (20.4mg,0.0637mmol , 1.0024&) 7EH % (1.0mL)
R RE (300rpm) B VE TR F Vs MeMgBr (0. 17mL,0.5095mmo1 ,8. 0024 &, fEEt2013. 0M) .
305 , Vs B R EE AN (50. Omg, 0. 1274mmol, 2. 00248 78 H1 2K (1. 0mL) H [ VAT « B o8
(0. 5mL) e /N NTH] , 545 159 21 10 % 35 (0 BT i £ 4 /i), SR J5 1830 . 45umid JE 3% ik
JEIREW), FHPhMe st (3 X 1.0mL) RIS I N A 2% , W4 » &% T b (1. 5mL) H, FF 4 - 4%
R EIEAECHE (1. 5mL) W I ARG IR, 28 5 B A8 FE R (1. 0mL, 3 X 1. 0mL) 1, 3
0. 45umid JEAR I U, IR BT A BR B Mg 2hilt — 2 F CUe i BE (3 X 1. 5mL, FHAERRIK
WRINJEHRAR) SR G BV AE 2K (1. OmL, 763 X 1.0mL) ) 1, 3830 . 2umick 6 285 ik , 3R 4
A FMEALFIMCT-2, A7k 35 (A& 44 (70. Img,0.0608mmo1 , 86 %) -

[0219]1  'H NMR (500MHz, %-de) 87.67 (ddt,J=8.4,7.5,1.3Hz,8H) ,7.11-7.06 (m,8H) ,
7.01-6.96 (m,4H) ,4.09 (td,J=10.7,5.5Hz,4H) ,1.88-1.69 (m,16H) ,1.57 (d,J=13.1Hz,
8H) ,1.42(d,J=13.1Hz,8H) ,1.13-1.01 (m,4H) ,0.99-0.88 (m,4H) ,0.83 (s,6H) .

[0220]  '3C NMR (126MHz, #—de) 8177.70(d,J=57.5Hz) ,134.20-133.50 (m) ,132.20(d,J
=18.2Hz) ,128.67 (d,J=5.7Hz) ,128.44,57.97(d,J=17.0Hz) ,50.62,35.33,25.75,
25.56.

[0221] 3P NMR (202MHz , %¥—de) 5-20.58.

[0222] & %MCI-3

Me
Q Q ZrBn < ) Q
[0223] ———— P—(( >z n"a}\ ))—P\©
N N Me < )

H Me
[0224]  fE27°C FAERASREARTEMF, M BB (45.4mg,0.1597mmol ,2. 0024 &) 7F
CeDe (0. 5mL) FH A+ (300rpm) VETR s InZrBna (36.4mg,0.0798mmol ,1.004 &) 7ECeDs
(0.5mL) HH ATV - 27NN J5 K B s J R A8 0 . A5 um I oK et i 28 1 38, R 2R prhide (3
X 1.0mL) , W4, 15 2L FIMCT-3, 4 3 4 il 44 (67. O0mg,0.0796mmol,100%) «
[0225]  'H NMR (500MHz , %—d¢) 67.48-7.43 (m,7H) ,7.38-7.35 (m,4H) ,7.33-7.28 (m,4H) ,
7.11-6.95 (m,15H) ,3.32(qd,J=7.2,2.0Hz,8H) ,2.49 (s,4H) ,0.79-0.74 (m,12H) .
[0226] 3P NMR (202MHz , %—de) 5-20.11.
[0227]  '3C NMR (126MHz, #$-de) 5180.29 (d,J=58.1Hz) ,145.39,134.13,133.34,133.13
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(d,J=19.1Hz) ,128.91,128.72,128.66(d,J=6.6Hz) ,121.21,72.78,43.63(d,J=
15.4Hz) ,17.02,

“a)a: H\“a)z‘e ZrCI4 MeMgBr Q Meme Q
We \ Me P_« /;\ )_P
@, “PhMe,27°C @ :::?3 \O

[0228]

Me
[0229] E27°CTE§ﬁiE}EE@$§$§q:,rnﬁZrc14(15.8mg,o.0679mm01,1.ooi—qi)EEﬁ
2 (0.5mL) HF A HEEE (300rpm) B VF R inMeMgBr (0. 18mL,0.5427mmol ,8. 0024 & , 7EE 20
3. 0M) o 15805 , TR INBERE L AT (50. Omg, 0. 1357mmol , 2. 0024 &) 76 H 2K (0. 5mL) H (R VAR
207N S5 5 FHRER VR A I8 0 L A5um P RCK I E 2 (R R 3 X 1. OmL) ik 8, W4 , &
FFAECBE (3.0mL) A, ¥4, FF 20K, BIFAEH 2K (1.5mL) , 3810 . 45um VoK i 8 25 3 )8
(FHH 2R3 X 1.5mL) , FF AR Rz 8 I 72 F B R IR DU B / B 2o AT ok RE I BE 2
FH HAEAAE J - NMRZ 7 HH SML A= (2, LA RIS TR 220 5 - (2, L] AR IR &) - K ik
G R RV VR VA MR AE B 2 (0. 5mL) Ik (BmL) H, FFAE VR TR AR 218 4% )2 o 4 W2 P B
TUKFE (=30°C) H s ANEIRA8/INI , SR J5 44433 1 €6 [l Ak VA HP & i R KV AR 120 . 450
mP A I 8 A PR T A AT / 08 4 e 4 1 [ FVA e et (3 X 1mL) L 3 38, K it AR vk
1) 5k B [l A 35 A AE HR A% (3mL) H, 5 AN EE &85 it R R O B B A & 3, ik 4, 18 2R (2,
LMEALFIMCT-16, A97% 4 78 € i 44 (10.8mg,0.0126mmo1,19%) oN.
[0230]  'H NMR (500MHz , %—d¢) 67.69-7.63 (m,8H) ,7.08-7.03 (m,8H) ,7.01-6.95 (m,4H) ,
3.67(s,8H) ,0.99 (s,6H) ,0.93 (s,36H) .
[0231] 3P NMR (202MHz , %—de) 5-23.10.
[0232]  3C NMR (126MHz, ¥-de) 6175.62 (d,J=60.9Hz) ,133.94 (d,J=15.7Hz) ,133.55
(d,J=20.0Hz) ,128.72(d,J=2.8Hz) ,128.68,60.59 (d,J=17.2Hz) ,48.38,33.49,28.12,

[0233] & KMCI-9
Me Me
Me\( Me
ZrCl4, MeMgBr Q Y Q

[0234] Me P Me PhMe, 27 °C P_<( / fF ‘\ )>-P
Me/I\N)QNJ\Me OMe”‘( " )‘*M\O

H Me o
[0235]  7E27°C FEERSHEAMFEM S, M ZrC14(10.8mg,0.0463mmol, 1,004 ) 7 TG
Kt S PhMe (1. 0mL) A #1435 (5001 pm) =35 ¥ H s JiMeMgBr (0. 10mL , 0. 3006mmo1 ,6.504
&, fEE 209 R E 1) 3. 0M) o 1080 5 , ¥4  4< (30. Omg, 0.0925mmo1,2. 00 &) fEPhMe
(0. 5mL) V8 VRV N 21 LAE IR KR (B W - 20/ 5, TR & 4738340 . 45um PTFENE.
WOKIL JELS 1L U8, FHPhMe bk (3 X 1mL) , k%, BV AEC e (5mL) W, k4, F EE 3K, R )5
= IFAEPhMe (3mL) 1, 3830, 45um PTFEI 84514 8, FHPhMe e (3 X 1mL) , FFilk 4 o F 4 3
o AR B VAR Okt (5ml) R 4E , TR 3K, AR 5 B 7 AEPhMe (3mL) 97, 3330, 20um PTFE
AR B2 U, kA, 19 2 A 7], ik o Al A (32. 1mg, 0.0417mmo1,90% , i it
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'H-NMR , 90 % 41i) - NMR 758 P20 481 155 20890 % , S a1 R bk B 2% o o 52381 AT B Bl M
it gt MeaSi  PhMe B AR H B 45 i SR Bk 25 Ui 9 T50 A% T P AR e £ 77 76 3 6 9 77 Fh 1
N AN

[0236]  'H NMR (500MHz , %¥—ds) 84 .81 (m,2H) ,4.02 (m,2H) ,2.25 (m,4H) ,2.14 (m,4H) ,1.79
(br d,J=12.5Hz,4H) ,1.76-1.68 (m,4H) ,1.69-1.61 (m,4H) ,1.55(dd,J=11.0,3.8Hz,
4H) ,1.48-1.34 (m,34H) ,1.27(t,J=12.0Hz,2H) ,1.23-1.09 (m,8H) ,0.93 (s,6H) .

[0237] P NMR (202MHz , #—ds) 6-6.82.

[0238]  '3C NMR (126MHz, %-de) 6182.82(d,J=59.0Hz) ,49.59,44.42,35.53(d,J=
17.3Hz) ,32.86 (d,J=23.0Hz) ,31.48(d,J=11.9Hz) ,26.67,26.58 (d,J=5.5Hz) ,26.08,
25.00.

[0239] & REMCI-10

o O
[0240] @\/H ZrCl,, MeMgBr ,, wMe

) e O~ ~n

Ph,P : ;Q, Z
[0241]  [A)ZrCl4 (14.5mg,0.0624mmol,1.0024 &) £ Jc/K i & PhMe (0. 2mL) A7 F 5 £ 1
(300rpm) ¥R A AE AR &) h Es iMeMgBr (0. 12mL 0.3745mmol,6.0034 & , fEEt20H A
ERI3.0M) B FEL0FD J5 , LA PR 1) 77 2K il 2= AL 4 (25 . Omg, 0. 0624mmol , 1.004
&) fEPhMe (0. 87mL) H F VA VRS N 2 IR AE R VR A R A 0 i bE2 /N = ¥R & d il
0. 45um P AICKPTFE JE 283k 8 , G /K i R P (3 X 3mL) , ¥4 , =i AE e (3mL) Hh L 9K
95, T3 B 3UR AR 22 5R BE (W E 20 FIRIF BB BE 28 , W 15 21 1) v o A [ R VR &5 ) B V7 A2 2K (5mL)
e, JRIZU A EE (L000rpm) 24384, 830 . 45um LMK PTRERE JiE #3338 , FHIE /K B R phide (3 X
3mL) , Wi, &IF T Okt BmL) L Wi, 15 3R LARR 225k R I E t20 FIBH B 5 26 , #4145 21 (1)
R AE AR SRR C b (Gml) H, BIZIEE (1000rpm) 2438, 18330 . 45umE K PTRE
IR AR g, IR A ke e (3 X 3ml) , Ik 4, 15 21 K E@%mﬁ@%JﬁﬁEﬂﬂ
4> 0 AR IS AR AE ZE (3mL) A, 3 AHIE A0 . 45um VAWK PTRE S JE #8828 Pk (3 X
3mL) , Ik , A5 FIMCI-10 (23. 3mg,0.0253mmo1 ,81%) -
[0242]  'H NMR (400MHz, #-de) 87.54-7.49 (m,8H) ,7.29-7.26 (m,4H) ,7.07-7.01 (m, 4H) ,
6.99-6.88 (m, 14H) ,5.01 (d,J=2.8Hz,4H) ,3.59 (ddt,J=10.9,7.1,3.6Hz,2H) ,1.59-1.35
(m,12H) ,1.32-0.92 (m,4H) ,0.89 (s,6H) ,0.87-0.72 (m,4H) .
[0243] 3P NMR (162MHz , %¥—de) 5-19.67.
[0244] & HMCI-11
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H\/@ HICl,, MeMgBr Q—_P}FN/\Q

N‘a, ‘\Me
[0245] NN —_— SHE
U ‘Ih PhMe, 23 °C O*N>C_| Me
2
O+ O

[0246] 7E23°C FAERSEANFES T, AIHLCL (8. 7mg,0.0272mmol, 1.0024 &) 7F LK
i 2 PhMe (0. 5mL) H K] ¥ B ta 3R X ARVR & 4 Vs iMeMgBr (75.0ul,0.2178mmol ,8. 0024 &,
FEE 207 A 2 11 3. OM) ¥ W . Fi F (300rpm) 1080 f5 , LA PR st 2 35 1 77 =X s Ik 2 A
(21.8mg,0.0544mmo1 ,2.0024 &) fEPhMe (1.0mL) H (I - it FE (400rpm) 2/ I, KR 4
s EIARAIR S S K A S b (3mL) #8 , Jil 2445 (1000rpm) 243, 3830 . 45umE A3
KPTFE JE AR yE , T b (3 X 3mL) , W4 , BIZAEC bt (3mL) W , W4 , W% =07/ W 4
o B R 3R AR £ 5k B I E t0 FIBE B BE £ 1S B R M R &M B E D b
(3mL) , BIZUHEHE (1000rpm) 14344, 3@ 3F0 . 45umV MK PTFE S JE 25 3, FH O ke ik (3 X
3mL) , W 4E , FER AR /o PR AR S LR DS 2048 B 2 T 46 IMCT-11 (11 . Omg,
0.0109mmo1,40%) , 47 & T3 - NMRER B 4l 7= 47 .

[0247]  'H NMR (400MHz , %-de) 87.52-7.46 (m,9H) ,7.32-7.27 (m,5H) ,7.10(d,J=1.3Hz,
5H) ,7.06-7.01 (m,5H) ,7.00-6.86 (m,16H) ,5.05(d,J=2.8Hz,4H) ,3.79-3.68 (m,2H) ,
1.79-0.69 (m, 16H) ,0.65 (s,6H) .

[0248] 3P NMR (162MHz , %¥—de) 5-18.98.

[0249]  '3C NMR (101MHz, %¥-de) 5180.51 (d,J=58.7Hz) ,141.96,133.00 (d,J=14.4Hz) ,
132.66(d,J=19.1Hz) ,128.60,128.54,128.16,127.76,127.51,126.03,57.14(d,J=
9.2Hz) ,53.00(d,J=20.8Hz) ,35.34,25.55,25.52.

[0250] & MCI-12

(02517  Me N _N £1Ch. MeMoBr iPr=New, | wMe
—’.
\r -~ PhMe. 23 °C I-PI'*-..N, | \MB

- O
O

[0252] #F23°C FEERSIHEARMTFESF, MZrCla (8.4mg,0.0361mmol , 1.004 ) 7FETE/K
Jii A PhMe (0. 5mL) H (1) 1% 8%t AE Y AR VR A 0 Vs iMeMgBr (80.0ul., 0. 2347mmol ,6. 5024 &,
FEE t20 M AT 2 193 . OM) ¥ W - fi 4 (300rpm) 10D Ji5 , LA PR T4 I 3 1 77 2 Jn 8 2% I
(26.0mg,0.0721mmol,2.004 &) #FPhMe (1.0mL) H AR - B EE (500rpm) 37N J5 ik 4
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FREIAEIFIR S A /K A S b (3mL) #8 , Jil 2445 (1000rpm) 243, 38380 . 45umE A3k
KPTFE AR 38, T bt (3 X 3mL) , W4 , BIZAEC bt (3mL) W, W4 , W1 =07/ W 4
AR E A 3R AR 22k B M E t0 RIA B 82 £ 115 B R s R B W) B £ O fe
(3mL) , BIZUHEHE (1000rpm) 14344, 3@ 3F0 . 45um VMK PTFE S JE 25 1, FH O ke ok (3 X
3mL) , Wi, F % i /i Bk AR E 1R, DLAS 30 B B 2 DI R A0 FRIMC T - 12 (26 . 4mg,
0.0314mmo1,87%) , NEARELIEER NUR =) H A IR 2 24

[0253]  'H NMR (500MHz , #—de) 87.53-7.46 (m,9H) ,7.23-7.19 (m,4H) ,7.04 (t,J=7.6Hz,
5H) ,6.98-6.89 (m,12H) ,4.93-4.83 (m,4H) ,4.17 (pd,J=6.4,4.5Hz,2H) ,1.02(d,J=
6.3Hz,12H) ,0.89 (s, 6H) .

[0254] 3P NMR (202MHz , %¥—de) 5-19.83.

[0255]  'C NMR (126MHz, %—de) 6180.41 (d,J=59.2Hz) ,141.98,132.96 (d,J=14.3Hz) ,
132.61(d,J=18.9Hz) ,128.61(d,J=6.6Hz) ,128.51,128.17,127.93,127.74,127.31,
125.97,53.14(d,J=16.5Hz) ,49.64 (d,]=14.9Hz) ,47.38,24.62.

[0256] A REMCT-13

[0257] —r H HfCl,, MeMgBr I-PI‘—N |Mg
_— Hf
Y PhMe, 23 °C l-Pr—N’ |"“'Me

T Q-f‘h@

[0258] fF23°C FAERSEARK TFESE T, [mHFCl4 (8.9mg,0.0277mmol ,1.004 &) FE /K
It 48 PhMe (0. 5mL) A {13 3 (2 3 Y AHVE &9 s iiMeMgBr (60 . 0ul., 0. 1803mmol , 6. 50 4 &,
TEE 209 R4 2 193 . OM) ¥ - B #F (300rpm) LOFD J5 , DA PR T4 IZ 3 1) 5 =X a8 o 1ok 2= U
(20.0mg,0.0555mmo1,2.004 &) 7EPhMe (1.0mL) HH I - i bk (400rpm) 2/NE 5 0% 4
s AR AR S S K A S b (3mL) #8 , Jil 2445 (1000rpm) 243, 3830 . 45umEA3
KPTFE JE A8 38 , FIPh-H/ bt e (3 X 5mL, 1:1) , W4 , &IFAEC St (3mL) H, W4i , ¥ 1%
VW AR TS R E A 3UR DARR 22 5% BE I E 20 A B B 2 L K45 210 v o VR & ) =2 V7 AEPhH/
cE (5mL, 1:1) H, BIZU45HE (1000rpm) 14384, 18330 . 45um IV HCOK PTREE JE 2% 3t € , FPh-H/
COREMPE (3X3mL, 1:1) , ¥R4A, 4 %Ik 4 /i JE ik A2 75 5 52 1R, 19 185 Wl 2 T 44 £ 77
MCI-13 (25.0mg,0.0269mmol,97%) , ik 5 €4 T0 78 T i34 . NVRZR BH 26 74

[0259]  'H NMR (500MHz , %£—de) 67.48-7.43 (m,7H) ,7.26-7.22 (m,4H) ,7.03 (dd,]=8.4,
6.8Hz,4H) ,6.98-6.88 (m,12H) ,5.00-4.90 (m,4H) ,4.30 (pd,J=6.4,4.4Hz,2H) ,1.02(d,J
=6.3Hz,12H) ,0.65 (s,6H) .

[0260]  3'P NMR (202MHz , %—de) 5-18.98.

[0261]  'C NMR (126MHz, %—de) 6180.48 (d,J=58.4Hz) ,141.90,132.77 (d,J=14.2Hz) ,
132.68(d,J=19.0Hz) ,128.61,128.56,127.73,127.54,127.32,125.99,52.91,52.77,
49.46 (d,J=13.3Hz) ,24.55.
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[0262] & EKMCI-14

PhyP - C
N
. H\/@ ZrCly, MeMgBr N>.(:| wMe
[0263] N . #we
\Fl:,h2 PhMe, 23 °C >, ")"=|~|| L

[0264] 7FE23°C FEERSHE AN FEES T, M7ZrCls(21.9mg,0.0940mmol,1.004 &) £ L
7K B PhMe (1. 0mL) = [ 3% 85 L B3 AETR &0 V5 nMeMgBr (0. 20mL,0.6110mmol,6.504
B, EE 0 R E [ 3. OM) VAR Pk (300rpm) 10FD J5 , LA BR824 1) 77 20 7 g 4=
(83.6mg,0.1881mmol,2.0024 ) £EPhMe (2.0mL) A (VAR - £ (500rpm) 2/ J5 5 B iR 4
FREIAEIFIR S /KA S b (3mL) #8 , Jil 2445 (1000rpm) 243, 38380 . 45umIE A3k
KPTFE JE AR 38, T bt (3 X 3ml) , W4 , BIZAEC bt (3mL) W, W4 , 1% =07/ W 4
AR E A 3R AR 225k B M E t0 RIA B 82 £ 115 B R e IR B W) B AR O Ji
(3mL) , BIZUHEHE (1000rpm) 14344, 3@ 3F0 . 45um IV MK PTFE S JE 25 3, FH O ke ok (3 X
3mL) , W4 , FF A %K 4 /i R I R B R 1K, 49 BB B A TR A6 FIMCT - 14 (66 . Omg
0.0653mmol,69%) , A& KRl A . NMRZ BH P24 & A e % S A AR LA S A N IR B I AN [+
AL R R C At

[0265]  DAFANHIH 3 E4k A %

[0266]  'H NMR (400MHz , %—de) 87.46-7.40 (m,2H) ,7.30-7.22 (m,10H) ,7.22-7.16 (m,4H) ,
7.16-7.13 (m,4H) ,7.13-7.10 (m,8H) ,7.05(ddt,J=10.7,6.1,2.2Hz,4H) ,6.89(dd,J=
5.0,2.0Hz,1H) ,6.72-6.63 (m,10H) ,6.56 (td,J=7.4,1.7Hz,1H) ,4.63 (d,J=2.1Hz,4H) ,
0.96 (s,6H) .

[0267] 3P NMR (162MHz , %¥—de) 5-10.11.

[0268]  '3C NMR (101MHz, %¥-de) 6180.99 (d,J=58.9Hz) ,145.17,144.36 (d,]J=3.2Hz) ,
141.23,140.54,133.73(d,J=7.6Hz) ,133.49,133.33(d,J=20.1Hz) ,132.61(d,J=
11.5Hz) ,130.64,130.61,128.43,128.24,128.16,128.09,127.52,127.29,127.20,
126.47,125.75,125.48,124.08,121.91,121.89,53.20 (d,J=12.4Hz) ,50.96.

[0269] 4 FRMCI-15
e,
PhgP

pom

Me r
. HfCls, MeMgBr  Bn—N., | e
[0270] G: S > /"ffs

N

° Bn—N
PPh, PhMe, 23 °C
Me

»=
8

[0271]  7F23°C FEASHEAMFEEH P, MHFCL. (15.7mg,0.0488mmol,2. 004 &) 7EC
JK 4 PhMe (0. 5mL) H ) 3 B €6 AE S AHVR &4 ¥ iiMeMgBr (80 OuL 0.2440mmol,10.00%Y4
B, FEE 20 A 2 13 . OM) VA W - P kE (300rpm) 20F0 5 , LA B8 32 35 (14 77 = s 0 i 24
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(10.3mg,0.0244mmol,1.0024%5) fEPhMe (1.5mL) H I - T E (500rpm) 2/Nit &, B0 4
FREIAEIFIREY A /K A S b (5ml) #6088l 2445 (1000rpm) 243, 38380 . 45umIEA3
SKPTFETS 36 #8520 8 , FIPhMe—CL e Pk (3 X BmL,2:1) , Wk4s , B IRAEC 4t (3mL) 1, W45 , 4%
BV R TR EE SR LR E R Bt 0FIAT B &, BRI MR E R SR EFT
PhMe—C bt (5mL,2:1) o, Rl ZU45 4 (1000rpm) 15384, 1830 . 45um IV HCKPTRE S Y& 23k g, H
PhMe—CL e (3 X 5mL,2: 1) , ¥#k4H , F 2k 4 /i SIS 12 15 B 5 1K, 15 2055 B 2 DT f
A FMCT-15 (17.2mg,0.0217mmo1,89% , ~90% 4f) , A4 F (Il Ik - NMR 3 B P4 4l B 40 N
90% , A D EAR I,

[0272]  'H NMR (500MHz, #—de) 67.36-7.28 (m, 11H) ,7.17(d,J=7.6Hz,4H) ,7.08 (d,J=
7.6Hz,4H) ,7.02(t,J=7.3Hz,2H) ,6.82(ddd,J=4.7,2.6,1.5Hz,9H) ,6.74 (s,6H) ,4.68
(s,4H) ,2.16(s,12H) ,0.54 (s,6H) .

[0273] 3P NMR (202MHz , ZK—de) 5-7.28.

[0274]  13C NMR (126MHz, %#—ds) 6183.54 (d,J=61.0Hz) ,144.27(d,J=5.7Hz) ,140.63,
134.07(d,J=21.2Hz) ,133.78,132.48(d,J=11.7Hz) ,128.96,128.32,128.26,128.17,
127.93,127.06,126.25,124.72,57.40,52.17(d,J=4.5Hz) ,19.76,19.72,

[0275] B 5A Ul B, 15 W A i 7 AR 38 A A s S I SR A5 I 44 R AR o 7K H 2R
Lt~ DU SR i AT 2, Tk 2 ph 3l 3ol 3 v 1 S A B R a4, O B — s il & il it Q-5 B
Yiskatith . Fl TR AT FER B 3T I SLI0 A FE L AT 4A 4 70 A7
T 33E— 25 158 o P T 1000 P R I N7 ) 5 30 s LA A6 P A 7E B A6 PR T4 7% . EVarian 400~
MRFNVNMRS-5006 1A% _E1c SRNMRYE 1% . i F HWaters 2424 ELSEZIZS Waters 2998 PDA
¥ 25 AWaters 3100 EST 46 IS BREEH I Waters e2695%) B A HeHE T LC-MS/3#7 . LC-
MS/r B fEXBridge C18 3.5um 2.1 X50mmAE_FiFE4T , f# H5: 9542100 0 £ & 5 /K86 5, i
FHO. 1% H R A e B 7 o A 5 7 A L i 25 FL B Agi lent 6230 TOF B iS5 A
Zorbax Eclipse Plus CI8 1.8um 2.1 X50mmfFHJAgilent 1290 Infinity LCi4THRMSZ)
Bro'H NVRECHE IR 25 0 R A2 F (2 EE (br=58, s =k, d=X& , t = =g ,q=11
g, p=TLEHIE, sex=/NEI§,sept = JLEIE Mn=2Z FEIE) , B FHHD 'H NMRELIE
A ZE A A% FH A 35 DY HH e ot (TMS , 845 2) 1) I3 %% 2 8 ppmit 5 , 488 FH i AR 77 b 1 5k B
JRTAE NS °C NMRECE F H 2800 5 , ¢ AR T4 B TARIAE I AR B R E N 5 %,
A Z A5 7 DAY FR B RE S (TMS , SHR ) R 3% % 211 ppm ik 75

[0276]  PPRyfi& S50 ) — MAE P

[0277]  ZRIFIEMEALTRIE 7E =l B P AT R A NS (PPR) RGH AT .PPRAG H EIETES
AT B HI48A 5. TT (6 X 8KEFE) S5 S A% FE 21 A4 1 o B AN B T e £ B A A, AN
B TAFE AR AR L N 5mL o BN B 6 B A AL ) & 35 ), - LA800r pmit B4 +F o B E J A 1t
BH , 753 DU 44 A 7RV VR A FR O rp ) 6 o JBE ML S N S S S I B A i (RIS 77 1 0 B 2
PR T ANMEEAL TR o 38 SRV E N R ISR (BY 208 Ho) « FERHRISAT Z 7, 5
LB ZES0C , F Z WA HHES

[0278]  RHN—F4)r Isopar—E, ¥ [ M 28 IR 1B 4TI Z , 4R 5 B 20 s 238 24 psig.
SR HE DL I kR i) B R (1) BB 500nmo 1 7B FR FHIMMAO-3A 1 -3¢ 1 5 (2) &1k
A (B A1 B AL TR -258) 5 (3) ik,
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[0279]  FRIRAREN N D& Tsopar—EiB ER , VAT 75 B R M1 5 5 38 2 5mL I e e AR TR .
ISR IS » PPREK AL T G W DA B0 1) T 77 o 3B 75 1 s Yok 2% Lps i T FF IR 1T A2
JE F1ik %) 2psi LB OGP SRIE R TR IS I IR SRR YRR IR 1 (FEZ12-6psig) o 5 T
IEAT )RR SN 8] B F 0k B B B R AE, BT 70 N B RENC SN 28 1 TR 85
R, TC R BN S R AR AR SR 8 T R R AR TR LG R N A 1 40-50ps 11 45 1R i N
10% — A IR IF S24 70 B RV KRN [ o “VE KN TR T, A A TR BTG R o O 1 B 1R 7E AT
] &5 52 14 B G HP O it 2 1 SR B, FEIK BT IR ISR P G F-120°C Iz 17 2&50psig
ST F150°CIg 4T 2 75psig) » I KRN  fEFTE RN 857 K G B eI HZET0°C AR ERK S
ATHES, RS A5 50 BDABR 2 — S 0B, TFBUH & 7 AR 5 R SR 7 B D75 R %
HIETOC N T AR 12/, BREE LURf 2 A7~ R IF AT IR £ 45 N &) FIGPC (5 T &)
I3HT

[0280]  SymRAD HT-GPCHr#ft

[0281]  J&# 1L EVR & Symyx/Dowha & AL 45 N il B Af R vy Tl 46 Je 5 i €4 35 X (Sym—RAD-
GPC) FHZr Mk tfisE 4> T B3 . @it E160°C FAEL, 2, 4- =52 (TCB) 1 A 10mg/mLI¥)
FE #1207 BRI AR 5 A W0RE i, @A E 3 79 2300 (ppm) 1 T JE 40 F2 2 H % (BHT) £2
5E o IR S5 1E B AT ST 250uL 25 A3 R B BE B 2 BTN RE S B 2 Tmg /mL » GPCTRE 2% 5 PR A
Polymer Labs PLgel 10um MIXED-BAE (300X 10mm) , 7E160°C T ¥iid 2. 0mL/ %3 & o A
PolyChar TRAK WIl#% DAy 4a 155 Xt A7 A5 b A I o 38 FH A8 SRR 2005 (PS) A b 1) 3 FIUAR HAE
FEZAR FE N FITCBHR PSHIPER B 41 5 7 il Mark—Houwink) ZRECE 0 B AT £ 4%
2% (PE) o

[0282]  1-¥JHHBANEIRSHT

[0283]  FH-FHT-GPC/ HT(HIFF it (K38 AT 2 T IR AT o 15 A8 FLHT Rk iy AR AN 40 AT A ik 1)
1-F BN TR, T & 2 A 8IS AE N 160°C , RFEEN T /h T 8056 1210
G305 WA B T INFAE i DA R 2 A MEGPCH B , FRAEJ-KEM ScientificMARMINLEE NIRSN
B IR R B AR S TE 8 F Tecan MiniPrep 753AR S AL R I ARRE 5, 3F
HAE160°C NIER AR TR, 2, 4- =F R WU A & FLHp 28 & 41 {3 FINEXUS 670
E.S.P.FT-IRTEHTEE M v EadEAT 124 4t o

[0284] Jr#tR N AR AT

[0285] A3t/ MBS A AE2L Parr ™43tk N % A HEAT o S N i I L N AVE ind, o B
IS VA EN K P 0 IE ) A E 5 VA o I N B AN AR/ VA H R G R 2 i i Cami 1e™
TGIEFETHSEAIL 2 1) A0 W o Sz 87 218 JE 300 28 TC A gt i) , JHLH S B 8% N & W HE S B T 72 A
AT K G VAR GEH 5mL Trgafos/Irganox/ H IR A4) HANES S0t A b o s vt HE
TR 300 B HETS BE B R EE AR S . BT 3R A s A 75 1 4 1 BT A v R s 4T
3 I TR A6 A AT DL R 24T 4] 1 8 R 5 A 1A 4% 5T A 13 I A Tsopar Bl it 24N 4, 55— A
SHAEIER B A S QS A LIRIEIL 2, B — A A204 AR FI4A BEAR IR,
“ANEHQ R A T B N 5 A204 040 ER 4 A BERITANQE I BN o
[0286]  H 4 fz J§7 92 47 4, 1 2 AT BE & A TsoparE Va7 F1 /85 1 -3 4 100 bE Ak il 35 28k e S
% o I I AE FH 22 25 R AL FE 1) S 06 2 R PR R A RS S 78 31 47 B 8 R AE TN IS 1R 2
S o SN A I AR B SR A iR B 8 R o AN SRASE FH 0, AR A T4 4F I B e 0% 8 R ) S S
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JEE IS LR D021 S R 28 o £ 0 D Bl I i Shii & vk Bl .
[0287] {4k AN E A0 51 5 08 X B ) 44k ORVR A, DAIRAS BE R IR SV W - fEfB &
e A T A R RS AN A G A R S 8 b I ELIN R L 8 B Ak kA R L Bl S
FH R PP 3R BFIR BmL o FE U8 IR AL TR S SE RN T GBI AT THIN 28 - i SR & 0 , B J5 @ i
Camile¥is N &4 LAGERE [ b 2% IR S B ) BERE R IX LR Bz AT 1073 8, SR 5 45 1 4 4
PR FEFT T IS 1] LAKs S5 37 24 N 25 0 HE 25 BIM05 B o B itk B A A RN B T30 00 =
T PR HH R FE A S A 3 XU b 2 A IR R B R S B R R IR A I FE R R R
FIE M, 76 M LR EUAS R AR 140 °C DA 22 AR A7 58 43 15 7] o FEFL A4 H B3R 5505
2 E, BT a8/ MEREREY, FFHT AN,
[0288]  HEELFEIETE
(02891 [ 1 ¥ 1AMy 2 A1, 1 MBI M A4 7R A B 2 2 e 00 7 B DX T SR I IR kAL 75 R 51
() — AN BT T o M4 TR ) B e 2 e 0 B A1 i ie AT e v o038 B 2 AR 7] (CSA) 7K1 BA W52
ERRAE AL TRITAT) 70+ & R B AIPDT AR 28 103 sl R VEAL « FH B A O R I8 28 4R 7 1038 )
[PIAEAL T2 AR B 3R S W0 7 1 X CSARI IS Db B 22 I SF LRI = AR R G =
UK AT Mayo) 72 7R L) #3R 1 BEFE A% 75 2 an ] MAEANAF AL BE L 72 5770 1) 155 0 T 1Y
FARBOHEEK (Xn0 ) WRAINBIGHEK (Xn ) o 7R 25 5 12 W B Ca s SN BE 6 1 AL 4
TR A L i RO K 2 B I KB A m A M AR IR R AR N Rk A, TTRE3
AT ER B B TUAMn o Moo A2 7E I A BE ZF AR AN BB DL T AL AR R AR 7> T8 M R EH BEF R
IS DL T LS 20 7 8 (FEBRA BE F AR BIEOL N Ma=Mno) o FRATTHR U 7 FE 3 200 1 L
REBAAS N SR EER K Tk, R e 00E T 228 AT, Wifi 4 FIMCT-4 MCT-
5.MCI-9,MCI-10FIMCI-12,

11 kelgggesssl

[0290] %, 7 % " TRl 42 1
C ke

[0291] =z F422
s A | [CsA]

[0292]  #m = g T COz 7 F42 3

[0293] 1 e fEALFIMCT -4 FIMCT -5 1 B ARG 2 , £ FHO .50 F1200 =2 BE /R ZnE t2Lh K 1
2.4 10 A1 15 =2 BE /R MM AT U EVE B BT A I B 3548 AL . 2 24 & 1 Bh A7) - 1A s 4k
A AE120°CHI50°C R, FET6 22 136psi Ik S T AF 11, 18012, 1g M5, 56g8k57g 1-F 4,
M528g8555¢ IsoparEdEAT#HE & I1& 3. fd FH 7 FE3THE R IR IZAT I Ma, ff FMicrosoft
Excel R 23401 & CaFiMuo 8L , LA fpe /M BT FHRR 58 MR AL R IR 32 AT I 46 AN SE 56 43 1 B 30
Z BT 75 i 22 o AL FIMCT-AFIMC T -5 M Xt [CSAT i B B R TE I 2vp , B35 /R AR H Ca )
e R FOL 1B RO Ma XoF [CSAT F A 5t ) 2% o %85 5 20 A AR AIE SEMCT -4 FIMCT -5 & A= B 5 4R
FIr 7% B Al W B FS o SR , B B CSATRE M OBE I E 5022 BE R, PDT ) B A2 fHE AL FIMCT -4 AIMCT -
5] LA 5 2 B AT T I B B R AN AN ] R BE R R 1A A EE U

[0294]  Lui iy i BE V& R BTl R SR AL R AR B — R B R A8 R A AR
N o NS5 BT A SR G B P S 51 3R 1. 2. 3F4
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[0295] 1.0 &%

[0296]
AR T HE
BE | W | HZH (g) FE | (R4 | Tm ¥
& % i °C) Mw |Mw/Mn mol%
24 | pmol C) | (g) [(C) i | e () %/ 0l%
g 2hk)
MCI4 1 120 300 2.6 46.1 12.6 19.8 217,048 132.831 357,591 2.186 1
2.75 150 300 3.0 43.1 164 17.7 70,556 128.847 84,994 2544 0.5
MCL7 1 120 300 1.6 461 33 6.8 74,542 12598 248,051 2.133 0.7
2.75 150 300 0.6 43.1 1.8 3.9 15,546 122.337 62,772 2.489 1.7
MCL8 4.5 120 300 1.3 46.1 135 4.4 5,478 122.99 63,144 2.250 0.8
15 500 300 07 431 32 4.6 1,718  123.785 14,388 2.773 1.9
MCLS 1 120 300 2.7 46.1 B9 153 167,719 133.184 421,722 2.504 1.2
275 150 300 3.0 43.1 222 233 92878 130.386 100483 2316 0.5
MCI-4 4.5 190 300 0.6 442 1.6 2.6 6,334 128.137 21,592 3.637 1.4
MCI-5 10 120 56 2.3 1.2 5.1 9.0 9,866 123.099 86,317 2.243 0.7
10 120 56 2.2 11.2 109 164 17,978 125284 19,132 1.533 1.3
MCI-6 5 120 300 1.1 46.1 0.6 4.4 4,930 130.4 115,318 2.57 1.0
12 120 300 0.6 46.1 1.2 4.7 2,194 131.6 125,443 2.67 1.5

(02971  *EhfEALFI-1M91.24 &=

[0298]  skMMAO—-3AN10FUEE /R

[0299] sk g N IN [A] 9 1043 4

[0300]  ZR2: LR A E R B AL

[0301]
AR i o A%
®AE | W | ¥ | DEZ (g) FE( GRS | Tm | | Mw | g
9 I o mmol | . i °C) Mn | ol
%4 | umol (°C) un:ﬂ} (°C) it | i (2) g:;) ( ol%
1 150 12 2 0 0Ll LT 57 &484 1252 450541 G5O 1
2 G 24 B e T a8 64 250v8 | 130T 135458 436 13
4 190 48 LB 0 1.l 48 g 25040 1310 124608 268 05
A toesa e 20 48 24 50 111 106 184 50425 1310 343001 253 OR
4 B8 48 Bl 200 Ikl s 135 A500T 1278 1841 530 1B
oM  J RAS  JNST  TR TR°F. S S T ST M T R L
15 e R e S B 88T REAE 138 a5 A8 | L]
15, /1501881 208 121 1od | 4 16931 1856 1550 608 | 91
4 196 A8l L 4R Iny | Snees 1Mle 157g8d 28117
MCI-5 4 120 48 21 50 11.1 95 168 46323 1320 18979 141 04
4 50 48 LR %00 DLl 48 08 26909 1ZER S50 LS 18

[0302]  «fESRGHIT AL Ho o Ik J1EH 224K
[0303] s Sz MV INF [H] Ay 1073 4

[0304] s/ sz N HEVR TP A 1022 BE JRMMAO-3A
[0305]  R3: LA BB A VAL
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[0306]
Bk . Mw/
AR A =& CSA ¥ #H%E Tm Mn Mw o 5
(g R&

24 P L u B oy 2 B () e O mol
K K K - %
MCI-9 1.5 | 1.8 120 19 138,852 115 112,693 263,701 23 1.2
MCI-9 2.5 | 3 150 21 92,081 115 30,962 72,172 23 0.0
MCI-9 3 1 36 150 DEZ 0 11 40,194 118 18,254 42423 23 0.7
MCI-9 4 | 4.8 150 DEZ 95 11 30,146 117 16,590 34,158 2.1 0.5
MCI-9 4 | 48 150 DEZ 380 13 35,627 118 13,447 22968 1.7 0.6
MCI-12 0.10 1 0.12 120 2.0 43,848 130 83,205 1,354,200 16.3 4.1
MCI-12 0.30 1 0.36 150 4.0 146,160 132 92,252 506,104 5.5 4.1
MCI-12 0.30 1 0.36 190 1.0 36,540 129 25460 133,883 53 23
MCI-12 030 1 036 150 DEZ 0O 1.2 43,848 134 65,774 216,212 33 1.4
MCI-12 0.35 1 042 150 DEZ 50 1.5 46,980 133 33974 99,144 29 04
MCI-12 040 1 048 150 DEZ 200 1.1 30,146 132 8,931 31,444 3.5 0.5
MCI-13 040 1 048 120 1.0 14,006 137.5 104,822 385,021 3.7 0.6
MCI-13 0.60 1 0.72 150 1.0 9,338 132.6 43,265 129,399 3.0 0.6
MCI-14 0.10 1 0.12 120 0.9 98,658 135.5 199,712 827,957 42 0.8
MCI-14 0.30 1 0.36 150 1.7 62,118 133.5 98,344 285413 29 0.6
MCI-14 0.50 1 0.6 190 0.8 17,539 127.6 15,047 104,842 7.0 1.7
MCI-14 040 1 048 150 DEZ 0O 1.0 27,405 132.1 38,260 109,646 2.9 0.6
MCI-14 045 1 054 150 DEZ 50 0.9 21,924 131.3 14,324 47,138 3.3 0.5
MCI-14 0.55 1 0.66 150 DEZ 200 0.6 11,959 129.2 4,681 21,582 4.6 0.8
MCI-15 040 1 048 120 0.9 12,606 135.1 137,166 369,794 2.7 0.6
MCI-15 0.60 1 0.72 150 09 8404 1325 23,609 74,572 3.2 04
MCI-16 0.10 1 0.12 120 0.9 98,658 132.9 156,018 823,499 53 0.7
MCI-16 0.70 1 0.84 150 0.5 14,918 128.3 132919 775,490 58 0.7
MCI-16 0.60 1 0.72 190 02 3,654 128.8 51,808 290,422 56 1.3

[0307]  *fESR G W ITHAIA]  Ho o 1k J1EA 24K

[0308] stk g IR ] g 10434t

[0309]  sokfsi AN [ AL VR A5 1022 )28 ZRMMAO—-3A

[0310] Iy AT ids , Bk A4 a8 — P AR 28 A WD ) — N REAE R AR N AL TR S S 5 — 0 R
(DEZ) BEAT HEFE RS DL 7= AR I I ik B AL SR W, oF HLBE 6 7% B A bh JHL o ol BB AR 590 B s PO R
[0311]  F4.PPRESHIE
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CN 109963884 A Ww B B 38/38 Tl
[0312]
L7 22 L N N PR vy e
ZAR | pmol | &AR | umol (mg) (PDI) mol% #)
01 1 ]015 005 22105 216370 9.79 45 180081
0.1 1 015 0052 26528 225247 849 4.6 1800.82
01 2 05 0017 - - ; - 1800.21
01 2 05 0017 ; ; ; ; 1801.02
02 1 03 0051 24041 119552 497 46 1801.05
02 1 03 0035 24273 97,039 4.0 47 1800.90
vy 02 2 10 0021 20575 4709 229 54 1800.52
02 2 10 0014 - - ] ; 1801.53
0.1 1 0.5 0059 24217 221291 9.14 42 1800.31
0.1 1 015 0062 17.856 232445 13.02 42 1800.40
02 1 03 0043 24928 140547 5.64 4.6 1800.42
0.2 1 0.3 0.051 23,909 128,976 5.39 4.4 1800.40
0.1 2 05 0025 3263 35367 1084 45 1801.02
0.2 2 1.0 0.028 2,236 28,418 12.71 4.7 1800.41
0.1 1 0.15 0.058 46,515 157,127 3.38 0.7 428.4
Mo 01 1 015 0053 44842 118240 2,64 0.6 3919
0.2 1 0.3 0.061 44,970 108,364 2.41 0.7 171.81
02 1 03 0056 42799 100,195 234 0.6 198.8
0.1 1 0.5 0084 45,182 394.860 8.74 32 2007
0.1 1 0.15 0.076 45,460 449,971 9.9 33 201.7
02 1 03 0091 34685 453563 13.08 3.0 130.9
vens 02 1 03 009 54851 439217 8.01 32 125.1
015 1 0225 005 15605 175660 11.26 32 1800.8
015 1 0225 0048 14805 168944 11.41 3.6 1800.3
03 1 045 0075 20364 210,102 1032 32 1801.51
03 1 045 0071 21440 215625 10.06 3.0 180.23
[0313]  Jeaf AR IR B0 24 U S AR B A B i r0yE s, 9 HAE120°C F e B

E & (KF300,000g/mol) A 22 23 B I BB I 18 o« 3 T AL FFIMC T -4 AIMCT -5, 3% St H:
W XS e AR L T 5 — R AT B 8 IX 2 — R AR FEE R 8 0 4y

T RN, I B2 0 SR BB R i) — R R PR .
B AR 3 MRS 75 A U B A5 FBOM SR A5 o (R AR AR Y Bl 0 2 O P9 28 S B g B

[0314]

TV A 5 O F A A b o R AR AT A 2 DL B O

[0315]

ARSI BARN GURIE A , 42 AWt B A i 5K DR (1 2 AU A Ao A9 BB 15 00 R

AR SR B ST A7) REAT B AN S AR o DRI AR 5 B 5 15 A 308 5 A SCPIT 1) % A s i
BIRME IR S BT 3R 2 X RAE SOME A i N TR BUR 3R A5 K A5 A
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