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13
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AT BT AL A R P Z R 7 Mo,

RRAKRANTE, BRXORFIEIEZ AT EYVENER, 8%
TPNTE TR ZBALERETR A, RELAR AT = R s e 245 5=
FRHIBTRZ BB Z BITEY, Bl RAEEERM T,

AR TREIEGIRARR, BREARTXELIEHREE., £
5, EACEYIFORIERE PR RE, R RER b s 7,
RATEY R BRI PR ZBEE i 7 BT,

(SERER] 1)

7 60 ZF NN-"HEZBHEEA 200m! A E A SR TR E a7 iE
B IR EIZE-15 CREEREFMA 20.1(0.1mol)2-(2-4 Zomme4- 1)
A RERTVIAEHZE. ERENEEEEAET-S CEEESiEmM
13.6g(0. 12mol) TR Z B Fle ¥ R AR AIREAR ST 0 C.

FTEIRRIRY 2-2-F e 4-55)-2(Z)- R @ BT S 3 7 Budiat HPLC 434,
KIFLLEER 99.00%, §H 40, 2-(- S Etrnk-4-30)-0-(F)- Fa st T AR 7.
BRATE 3 0.09%, T —HEm 7 PRI & 0.10%,

RETERIFRIAREARST 0 CRIREETSRALEST 3 /Nt RS 8RR
BRI 200ml B 13K s, HE R 200ml 786 Z BEEEERT IR, IS BUR &
FEA 100ml B F3Eukitik 4 ARG RERBR Z 88 7 85 5 A 100m]
ShrLAd BT R AR .

FHREIRIRIABETI#EE] 23.6g  2-2-FURZ B A A 4- 1) 2(Z)-
FEETVHEZR. ™EH 85.1%. BEHNYRETHEREEIECVEEE N
HPLC)434f, RELLERE A 99.80%, & 75 /BN, 2-(2-F R Z BR A F A 4-3)-2-
EyRERETVEEZENIER 0.05%,MEAZBEE B Z BATEYNE N
0.07%. TH,EA 0.02%HIBEF 2-(2-FFEM-4-2)2-(Z) PERETEEZ M.
(SEHEf] 2)

5 200 ZF+ Z BN 45.9¢(0.2mol) 2-2-F Bk 4-)-2-(Z)- PE B
WEEZBRZERFFT 250ml  IN EEHHVKERPIESAEZE THHE 15 /)
FHESEIRRT. BEINRSARA 10%EBEYE pH E 70,8 EXRZ I,
KERZ B Z BEeiR A 10%E8TH pH Z 2.8 0k HI PRt ITIE R
ik,

14
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AR R IR SR\ ZBR B 58155 22.9(Fo28 57.0%)2-(2- S A
4-3)2-(Z)y P ERVEE L. 155007=Y5EiT HPLC 4MF R ELEREE A 98.20%,
RGN, 2--F RN A2 2-(Er FEETERZ AR N 0.23%, 71—
M Z BEATEYIRIR A 0.20%.

i 20.1g(0.1mol) 2-(2-SEIEM 4-2) 2 (Z) FEBTERZ M BT S
LHERY | AHRIRE R 455 23.5g 2-2- U Z BEE A 4- 1) 2 (7)- T
FELE. TR 84.7%. BEIBFHET HPLC M7, R ILEER Y 98.60, 84
FBRBD, 2-(2-RRZ BRI M4- B 2B FER T SR Z BHIEH 0.11%,
MR Z B E: — s 7 AT YIRS 0.13%.

(SEHER 3)

ER S5 2 AFRRLERE AR 2-Q-FEEu4-2)-2-2)- FE R T EE
ZERFBRIERERHFE] 23.6g 2-2- R Z B RS B -4-20)-2(Z) B ST 45t
LB SR 98.90%, B A, B, 2-(2-F X Z Bt AL Hmko4- 25)-2-(E)- FR 4 5L
WEEZEEAIRF 0.10%, TR ZEBE mE 7 BHTEYIR R K 0.02%. WA,
ERFLIEPIREN 2-2-FERM-4-2)-2-(Z)- FER T EE 7 Buit HPLC
ARG R 98.83%, A HMEEN, 2-(2- S -4-1)-2-(E) FE T & 5t
ZBRRIE S 0.11%, T —WEME 7 BRATHE D B 2 0.03%.,

(SEHER) 4)

' 58.3g(0.2mol) 2-(2-FFEWA-2)- 22 FEE T HH 7 BOEBBAT 3
FZERZ BRIEEMA 145g  10%Pd-C . HESYEZRTT 20kg/em® HES,
FETHHEREL 4 /N, RS AERMBERTIA 3 F BN, @i
BUEMRGHBEINEIER 600ml &7k FEELESR, L 242975 60.1%)RB15E)
2-2-FAEWA-2)2-(Z) FEETER L.

Frisay™=yndid HPLC 204, REAE R 97.13%, A 0.55%HI B &4 2-(2-
k42 0By REETEEZ B, BARNE| g7 ATy, it
Fi 20.1g(0.1mol) 2-(2-E{FmEm-4-30)-2-(Z) PR BT EEZ B #1175 5LHE 1
HRIERE MBS 233g 2-C- AR ZBEEERRA-2)2(Z)  FERTEREZ
B, 3R 84.1%. FrRMIF-YnET HPLC 1M RINLRE S 98.24%, L 027%
HERHE 2-Q- TN ZBERIERA4-5)2-E) FERETEHEZEK L, 0.02%5
B SARRZBE T mTEY). |

15



(RGBS 1 6) |
R ST | R ERT TR | ML AYIERRL 2R | iR
LAY, HRTTR .

SKHES

5

&
Rl
(HPLC)

1
Hin=4)

EtR=
IS

B
3

2H{2-F -

4By I L

FRETEE

i

N1%EH
0.34%# E4fk
F1 0.12%89 =

Y

2T B

A4 )

2HZyZEHET
FHEH

99.8% A
0.18%E~{k
F10.09%—

Y

84.6%

22

42242y T

FETEEL

i

993%&H
0.58%##) E-{%
1 0.10%89=

)

2-2- AR B

FEE4-FE)-

-2y THEET
HEZE

98.7%EH
0.30%E-{k
1 0.08%—

L)

84.5%

s (SSHEM) 7 #0 8)
B 5300600 | FFERTIRERTRTE 2 S SRR Z BN, 42
RRTFE2 &,

* 2
SCHEf | MACZEBEEL| BT Bir=9msE | =%
ik
7 | FURZEET | 2-Q- T2 B RE | 994% 57 0.05%H | 84.2%
B 4 H)-2-(Z)- | E4AFD 0.09% — IR
REETVTREZR &
8 FURZEBR | 2-Q-F VB EE | 99.0%EFH 0.05%KH] | 84.9%
BRI A-35).2-(Z)- | B4k 0.15% — 5
FERETEEZ& 7

1o (SRAESI 9 = 11)
ERSLEG] | RIEEERRTR 3 RIS RAWER SLEHR R AR
HIRTRI . RRTR3H.
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# 3

TR REEA | REAHE | EREMMAE | Bt
&
9 INN-T"HHE| 12/p8F | 98.1%EH 0.49%R E- 84.1%
=2 550 0.15%9 — B4
10 [INN-—ZE| 5 /T 99.8% &% 0.10% E- 85.0%
ZER% {F0 0.11%B0 =54
11 [N-FREMME | 12 /8 [983%EH 0.30%E-{A&%0 84.2%
e 0.10%¢ — 54
(SEHER 12)

H 1.74Kg(8.65mol) I F3LAtefA 1 FIRNEERY 2-(2- S EEnd4-30)-2-(Z7)- A4,
BEEZELF 5.2 F+ NN-ZHEZBIAERSFFMA S0-FHR S, 4
HIZ-12 'C. WHIEIE | /NeaIEISARRREM 1.17ke(10.35mol) AL ZBER, 3
REAET-10 C,

e REEARRT-8 CHRIPRHT 5 /Nat. RIEZESERUS LR EIA 5
FGE AR 5 RIS FEI carlcolumn 31 B B(HE 2 Rahtr =),/ 20
FZ B Z BEEBUAIE 4 FH/NDED 30 FOKGRIERE 7 A/ NDBHTHR-REE
B |

5B Z B Z BRI E R AE B A 8 A—EFRIBAYTE0 C
HEE 1 /et BRI 4 ATRPRUREETREE] 2.16kg  2-2-84
Z BRI A- B 2-(Z) FERTEE LR, R 89.9%,

BrigRrP=4i@it HPLC M4, RIREERE K 99.81%, S 500, 2-(2- 82
Bk 430 2B PEETEEZBIER 004%. 2--FHmmw4-
Hr 20 PERETEEZ BN SR/ T RBEHRR.

(GEREf) 13)

210.1g(1.04mol) 5ZEHEG] 1 FrFERIAEIE] 2-(2-FAEm4-5)-2-(7) FERT

45 7.5.300m) POk 145.6g(2.5 1mol) BFEPI SR BEA B S RIE T

- AUSETRER AP HHE 5 C. BHGE | /MRIEAERE

I 235.9(2.09mo) R ZBEE ENEAFET 12 C. BNEREHHNEARE

17



Bk 20 CHHTRAY 20 /Nat. REHHBEFE 50 CRELHE—5#4T 6 /Nt

RAVSERUE BUEZES 130m] MUk, SRRk R TA 350ml
TR RENHERSEE. MESEREE 170ml ZRRRRETIR
HIRETHREE 2319g 2-Q-FRZEBEFEEWR-A-H)2- (2 FERETER

5 ZBR. I=FH 80.0%.,

P HPLC s34 RILAHBER 99.74%, E A BN, 2-2- F R Z B A X
A H)-2-E)y FRENTRZEHIRN 0.02%,MERZBE_EMEZ /R

FHAEAIG R 0.02%,
(SEHEH 14 F 16)

10 ES SR 13 AR 2 (B AV Sk E R R A R S AR =
R Z—MATRTR 4 BB-HENMARRZBREER TR 4 FWREGERE

MR RZEHERIRAF T AT, SRFTER 4 .

#* 4
e | BRANERSIRN| BUVIRE | RVETE | BAREEeeE | e
yiig (C) (/i) &
14 |E4EZR 20 20 980%EH | 75.4%
/5.0eq. 50 7 1.00%E-{&50
0.03% =4
15 34-—4- 30 30 04.8%EH | 64.8%
2H-HET 50 10 1.00%E-{A71
/15eq. 0.05% B4
16 |12-5F8ET| 20 20 98.1%EH | 78.8%
5 50 6 1.38%E-{kH0
0.02% = 54y

15 (SEHERY 17 #n 18)

EE 53] 1 AARRIERR EANA 60ml FUSIRmE{E 60mINN-—FEZ,
BAL SRR ZBRAEE 02mol FFMARTER 5 PRBR-FHEN.

18



® S |
SCREG| BEENIA | RIVIR | REZES | BRCHRGAE | BT
B B(C) |8 B
17 |INN-—F#! 0 10 [98.0% & 033%E-kF 83.8%
Z B/ 4eq. 0.09%_FE4
18 |NN-—F#| 0 10 [97.7%&% 1.00%E-4F1 81.6%
FA Bt/ deq. 0.11% 5
(SEHEf] 19 F01 20)
EE SIEH] 13 AR EHRMARHEEL 2 — AR THE6 F

5 BVEHUERIAER TR 6 PRIRISIRBERI RS A H & F TR, 45575 F

%6,
# 6
SCRER | FYUERE| REGRE | RAVATE | BARFEEIL BEREEMrE
FhaK (<) (“aY) E e
19 PR 5 21 98.0%&H | 80.8%
1.33%E-{&
#10.05%—
Y
20 LB 7 By 5 5 97.7%&% | 81.6%
1.04%E-{%k
1 0.02%—
5L
(EHEf 21 Z 28)

EH 53000 13 AR ERRRIARER A2 —HARTRTH

10 FIEMZBITEY. SRATRT P

19



i
1

R

JFRIARE
(HPLC)

ER4

Sh i
iy

Bix
i S

21

2-- R

4+8)y22)Z

FEUREZ
13

WI%EH

0.34%E~-&5n
0.12% Y

2-2-FNLBeE

FEEEA-R)-2-

O ZEEW TR
LB

N9.7NEH
0.16%E~{A&F1
0.03% 54

85.2
%

22

2(2-F AR

4822 E

EE- 3% <P
L

98.5%EH

0.45%E-{4F0
0.10%_4Y)

2H2-FARZBE
SALE-A-TE)-2-

@) ERERETE

2B

92%EH
0.21%E-{4F1
0.03% 4

84.1
%o

2-(Q- -

4-H)24Z) 5

FAETRE
78

98.0%EH
0.42%E~{&F0

0.11% 5%

2H{2- R B

FARENE-4-5)-2-

@OrRATETE
B

99.0%EH
0.22%E-{&F1
0.04% 4

83.3
%

24

2. B

4-3£)-2-(Z)-IF

TEEVEE
LB

93%EFH
0.58%E~{44n

0.10% %4

2-2- 2 Br

SEgEe-4-2)-2-

ZrETHEETE
H7 B

9BB5%EH
0.30%E-{&#fn
0.04% 5

84.3
%o

25

2(-ERI

42y 22y 5

TEEEE
78

98.0%EH
0.33%E-{4F0

0.09%_FEH)

2-2- RN B

FELEMA4-3E)-2-

ZrFRTEETR
IR

98.1% R H

0.20%E-{&Fn
0.02%__ %)

82.1
%

26

22 A

4 E) 22}

THETEE
75

975%EH

0.11%E-{&Fn
0.03% _F4)

2-2-F AR LBER
FARE4-F)-2-
@R T FETE

2B

RB22%EH

0.06%E-{&F1
0.01%_3&#H)

80.2
%

27

2 (2 E R

4222 %

FELTERLZ,
B

9B.0%NEH
0.21%E~{4F0

0.03%_F#)

H2-FNZBE

TR 4-F)-2-

O FEETRE
ZE

9.0%S5H

0.15%E-&Fn
0.01%_FY

83.1
%

28

2 E A
42242y =
ERFEET

FRZE

97.2%EH
0.11%E-{&Fn
0.02% 54

2 FRZBE

SR 42

O =HEPEE
TERZ

20

RBSUEH
0.04%E-{&F01
0.01% 5%

80.2
%
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(SEEER 29) |

# 60.3g(0.3mol) SILHEA 1 FHIFIRY 2-(2- BB 4-50)-2(Z)- F E E T HH
ZBR.90ml DU RAAEHN 41.82(0.72mol PRI ABLE HiFE ss FE FE M ALAERY
THRER) 300-EFHUFEIBEERPRHZE 0 C, AHE,E | /Pety/EL 818
/0 67.8g(0.6moly T LZBMAENEARATT 12 C. BNMEREBREAEE
25 CEITIREL 16 /N, REREBEAZE S0 CHHITRE 3 /Nt REZFEH,
J&JBE T & 30ml DUk,

FEFTRRIRIRIUMA. 100m] SABEIEETE 0 CHtRE 1 /. A/ Lit
IEPLT BRI A 100m] RABRSERFIUCEUE FTHREE] 599 2-Q-FftZ
MR B 4- 2022y PERET SR, 738 71.9%.

FendEit HPLC 734, RIREEH 99.63%, 54 2455, B, 2-2-FURZBE &
HEn4-3)-2(E) FERETEEZBINERN 0.01%, MR B ek 7 &
TSR 5 0.01%,

(SEhER 30)

' 60.3g(0.3mol) S 3EFE] | FEIF)EI 2-(2- ST FTEnk-4-5E)-2(Z)- A I Ak
Z.B,90ml TUZERRAEFT 41.8g(0.72mol) FF RN LA iRk aS A Fe AL 4580
FHER 300-ZEFH U IRLEMRAHZE 10 'C, B HEE 2 /NT8IEILA 128
i 67.8g(0.6mol) R Z B EPIES 20 CERET 25 C. iBInFERUE H4M

BE 25 CiHTREE 16 /e, RSHIBEFE 40 CHEIHTREL 2 /M,
R SERUE JUE F 25 39ml THEnkm,

TEFSRNIRARERIINA. 100ml RABEIERE T B {TRR EEBRAER
FlFL. ZRLERRE S 49ml [EEF 95ml R, FAEMBRAYIFE
A 100m! RREEIRESYFE O CHERE | /Net, F/NE LSt i dbik 36
100ml RARBLBLEFIEBET TRES 7228 2-Q-FRZ B EHEEw4-
B\ 22 RERTERZER. %K 86.6%,

FenEsE HPLC 24, RGN 99.46%, 35245, B, 2-2- B ZBLEE
HEng-4-E)2-Ey FEETVEEZBANES 0.02%, A ZBE k7 i
FTEPRIE A 0.04%, :

(SEhtf 31)
B 5hf) 21 ABRIKEAE(BAERE T 7R 45ml USRS TEE

21
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R REEL

HERI5E] 588z 2-C-ANZBEFEEWA-F)\ 22 FEETEREZ
B, FEgEh 70.6%.

FidEi HPLC 73047, R A 99.66%, S5 245, B, 2-(2-F R Z B
HEv-4-55)-2-E) FRETREZBNER 0.02%,MEAZBE w7 &
FHEHIRIR Y 0.02%.,

(SCHER] 32)

BER 5L 21 8RS, (BIERE T 2% 27ml SRR AR T
KERAE.

HiR15E] 6528 2-2-FANZBEEEREWA-F)2-(2)PREETELREZ
. FEEE 783%.

PR HPLC 734, KA R 99.73%, &4 45, B, 2-(2- B Z B
FE4-2)- 2B FEETERZBRWER 001%, 2B 7
RIS 0.02%,

(SERER 33)

BEH 53050 21 AHERSTEBIERET &L 53ml DSk 285
RER R .

HR15E| 64.72g 2-2- WA ZBEEEEEMA4-F)2-(Z) FERTEREZ
B, =38R 77.6%.

FEMnE T HPLC 437, RIAE 4 99.58%, &4 245, B, 2-(- B Z.Bhats
HoEng-4-H)2-E)y FRETTEZEIED 0.01%, MR ZEBE _EwZ K
YRR A 0.01%,

(beARSERE 1)

1% 60 EA=Z 3B 200ml B E A RS TR E AT SRR 318
HAHZE-5 CREHEFMA 20.1g(0.1mol) S3CiEf 1 FrEKAR 2-(2-5%t
HEn4- B 2-(Z) FERETEREZ B AR BRNEERST 0 CHAERSH
fi0 13.6g(0.12moly X Z B, REHIRAYINEE | /N, RIS e
GBI REEERE. FZEmRY R EHET HPLC M4, REREE b/ g
RAE 94% R 2-Q- R Z BB E A -4- 5022y PR ET S X7 MY E
JNEIR A 7.80%. |

22
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(ELBCERER 2)

H 42.02(0.21mol) 5 3LHER) 1 AEIRY 2-2- S BB A4-K)-2(Z) - RE BT E
F 7 FR,60ml FUFARAEFI 39.9(0.50mol) BN A BLA B S FE A F 4B T
BEER SO0-ZEA UFZIFLEMP A HIE-S 'C. B HEAE | /eS8 818E
i 28.5g(0.25mol) A NZBERLENIBAE T 0 C. BTG REE 0 C#1T
R 18 /Net, @it HPLC 7347 3RBA RS REE4E A 49.6%, T LAY B R4y 2-
Q- BRZEBET RN 4522 FEETVEEZE N 42.1%. Rif,Ft,5
PR 2-2-F A Z B RS R 4- 1) -2-E)r FERETEEZ BN E S
3.1%.

T R ATR R ] B 2 8L B T 28 B NS, SREHIR SYIARA
%] 600ml ZEBRZ B HEHE 2 FRIFR, REMA 200ml 375K, 8
T BRERR OKIETER . IR ITIER aa . FriSarAA 200ml B4 pH=I
HEHEHZE 5 CHR/KBIRIRRMK, REBERLE ZMZEFMA 200ml
TR, MBS B IER sa k.

S8R0 E THRMSE] 233z 2-(2-B A Z B sbmnk-4- 1) -2 (Z)-
FERETRBEZE. 735 40.0%,

FrisaIr=4nilid HPLC 247, RIEERE 4 90.1%, &6 225 B, 2-2-F R 2Bk
T REN-4-F)-2-(E) FEETEEZBIEN 6.9%, RN ZBE w7,
ERATEYIRE R 04%, [FRIREBRE R 2.0%.

(bLBEsEREf) 3)

4 60 ZF NN-"FFEZ B 100m] iR 3RS H1E-15 C,
SRIGTINA 45.9g(0.2mol)2-(2- BB 4- By 2-(Z)- FE R T ERZ R ZBE. ik
BRESHEZERET-S CZEMAFRMBBENBEEREIDT 0 C,AaE+iEmn
27.1g(0.24mo) TR ZBER. RIsREAARANEEARB 0 CHRMHT 3 /b
B, SRJEREREIIAZ] 200ml BF3HuK A 200ml 2887 BE2EEH
K.

ZEBURR 100ml B FACBuK SRR R L 2B 2 B5 I 100ml 2457
AT, FHSEIRISIRBET ISR 48.0g 2-Q-F N7 BrEE i 4-5)-
HZyRERTERZBE . FERR 78.5%, BEIRFYLE HPLC S0
HRER 99.87%.
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14 100 ZEFZ B AL 30.6g(0.1mol) iR 2-(2-H L Z BRE A oy
4527y FERETEERZEERFT 125ml  IN EEAHUKERIFEING
WA YEZIE TR 15 /Nt B 10%2a8i R RS pH A% 7.8
R ZE. KR ZEZ B eiRS.F 10%Ehm0H pH 0 276045 F i
. TLUE R E .

RSB B A, F R M Z B B S 155 8.20(F5E 29.6%0)4T 5,
BRI 2-Q- R Z Bt S 4-35) 2-(2) HE R T EE 2 5.

FHBIFYEE HPLC 4947, R BN 81.21%, S8 REH, 2-Q-Z 8%
7B 41 2By F R BT EELBRNEH 17.10%, @iTEREm
A 30ml Z B Z BEF0 0.95ml EF3HukF 1.00g 2-(2-F Hmm4-3)-2-(Z)-F 4,
HETER7 BAMR, RSEESTMA 30m DA R SYAEIE-25 CiEitE
££ 2Bl 0.52g F=4).

[EIEIP=4i5E HPLC 4347, K ILHEE ) 83.01%, &4 79/, B, 2-(2-Z 8%t
Z B A3 0(Z) R E BT EEZ BIRAE 16.11%, RFENEEE
TEESIRE,

(ELARSERER) 4)

14 30.57g(0. 1mol);@it ELARSEED) 3 BT IS AU 2-Q-FUR Z Bh st
W42y PARTELZBZEBAET 13 AZEFBEHENAEITE
28.00g(0.5moly HEALF AT 250ml B FAT oK B EIRIVR. B SYESIEH
2 /N

RS Z B CE LA TA 250m! 7k 35 300ml ZAEZ BEskiR. RSk
J2F 10%EREEVETHE pH E 2,80 40ml Z B ZBEEBEK. HEBBEIE
PR ARUREH TR, REHLIEREE] 9553 34.1%) E A4k
B 2--FRZ B4 K0 (2) RPEETERZE. ISt
HPLC 447, RIGEEER 80.03%, A 7B, 2-2-Z 8 &7 Bt aamm4-
)22 B ERTEREZENEN 1781%. EidERESA 30ml ZEZ B5f0
0.95ml BFATHUKI 1.00g 2-(2-EEEM 4-50)2(7) FEETE 7 BEHE.
SRIEHEECFAIA 30ml 4RI SYHAHIE-25 C BT B S ER 0.50g =4,

EF=Et HPLC 4347, 8 BILHREH 8129%, &7H 74 B, 2-2-Z 8%
ZER R E R 4-5)-2(Z) P E AT EELBIEKRE 1642%. FFAA6EHE
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