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B7
o R (R
= 2
B FE 1B 3 B (%)

1 16.7
2 20.4
3 21.9
4 20.1
5 20.5
6 20.2
7 20.4
8 20.5
9 19.6
10 19.5
11 21.9
12 20.2
13 19.9
14 18.0
15 19.3
16 19.4
17 18.5
18 18.3
19 18.1
20 18.0
21 18.6
22 18.4
23 17.9
24 17.8
25 » 17.4
26 17.5
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B7

£ BEWE ()

fER 206 R B (2) % - #ATWZ 'Sn-NMR 4 #7 >
mARBEALENX () CEREBLETE - &-170ppm
£ -500ppm & M B H B EBE (B 2) - X HPTEK (3) &
KB ZWAET "Sn-NMR> #HRBERX () AR EB L
G > H-170ppm E -500ppm Z M KB HEHEE (B 3)

TB O(3) FEHZAKITER % 1 X 0.27ml- 8 2

R 0.24ml~ % 3 X 0.22ml~ % 4 X 0.24ml -

& it pl 3

FREB2-Z2E-I-CEHEEECERESBLEY)

B = T E & # (% B - Aldrich 2~ & #) 105g
(422mmol) K 2-Z F -1-C B (F B - Aldrich 2t A &)
277g (2.1mol) Jf A 500ml 7 & B2 g oF - DL & B AR R EH %
 FI AR 2 e A #EHE (HA - EYELA QN FAH) MK
B - W s MR E 180C c XA T HAREE R R
FHEW - 30 o#E®K  FMHEEZHEE (HAX - L£KkE
ZANAR) RAZEMS (BA - M RMERHE) LI O3
/INEE - B 80.7kPa fRAEVKNE E 68.7kPac DI EKK D &
-2 FE-1-0F - EXATEBELOSOR  BaEBEHWAERN
30C > BUA REE®BE H/HHEHE 2-2&E-1-CEEEZCH
MEBLAYH 2-2&E-1-CEB® 310g B ZE HKB
< '’Sn-NMR 0@ 4 Arax > -l4ppm B HI X (1) A HE &
BfG®WIE > -172ppm ~ -184ppm B H X (2) A EE

Q

AR R BE A BB KARAE (NS ) Ad3AE (210X29720 % ) -53-
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A HREY ()
k& iE (B 4)
S B (1) HEF2-Z2E-1I-CEEEZEHESEBLSG
) - HEE R _ S ik WERKR - FE -
B Epr B AEE 2-2F-1-CEEECEBBESBILS

M 2-ZKE-1-CEBW% 148.8g (&4 Sn £+ 202mmol)
K 2-2 % -1-CfE 86.4g R A S00ml & B & (HA -~ EE

TAAEH) BFLHEXRWEAFTAR HEBREFSH
FIFH W% BB E A 3MPa & fkilix - B EHERESEB#HE

& FE E 120C 0 f# AR 3.5MPa Z iR T K IE 4 /N
% BEBAWHE 0CHER &AMk HAXKEREE
Z 'Sn-NMR 1@ 5 frm > Hep o X (1) CAHEB K
G E®W L > -170ppm £ -230ppm B M E (B S) - B GC
SMBHKER TRE=-2-2E2CH) B 25%-

" il 4

GREFLZCE-I-CEEAEZCAERKEBLEY)

ACE M 1R 200ml = B (HA > ®REsEBLFA
) tREREBLKED

S B (1) HEF 2-Z2%-1-C %
Mk — B AR ESEHREKE - (Q2-ZFCE)

B LhitEs B ARBMAR BHeBAESSMNMHK
BRI A SMPa & fkilxk - BHHEBEHER  BeEHEEAN
£ 160C r FHEAERBREARLELEKRER  FARBRR
19.6MPa 2 jR R&E T X ME 2 /NHF R - 9 B = & Lok -

EeAEKEBLS

AR BB EARE (CNS) ALK (210<29720 ) _54 -
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SH (2) MAWEETEZE G  HBBR T ES
TR

BB (1) R LR EL M T AR R
(%@ - Aldrich 4 & 8 - Bk ) 75.5g (2.4mol) - B I
FEM G E RS LS EREES 120C - HFEBR
2 NE e MERERBRE S EREEBR FE - ¥
TOM W R e A DU IR R K E - E IR TS
B FE R 20%
B3 AR (BE) EREBRAEY -

¥ 2-2 HE-1-2 B (E B - Aldrich & & &) 75¢
(s76mmol) WA S (2) EEMFBE AN - LAWK
NE B BB WM E 192C c THEBRER > % E
T35S NEEHWEAR 2-ZH-1-C - ¥ KT EELH
B LAMAWEAR  BEERBAEL 160C » B4 H
H2ZE--CEAELERSBLE YR -

SH 4 FE 3 ZHREMERSE (D

58 (1) MAE2ZE I CEAEZHERGELS
MBS BN ERE S (2-2Z %0 8)

M B S EM A W BAES . WhHEALR
BARE A BB BB S 19.6MPa 2 AR T KM 1
NEE R R A

BB (2) MAFEETETE G S BBRE P E

23

\\_E

RSB (1) % B HE (EXE - Aldrich v 7

AR R AR P B BEFARE (CNS) AdRAE (210X29720% ) _55.

(m i o ot o i B N B sk B e 3k )

R Y S



A7
B7

A AR ()
K ) 75.5g (2.4mol) A DLAE M Z Bt m B T
- HEFmAERBRMEBRAE  UESEBEHREES 120C - &
BRI RR HERERRERFHTERKRRE - FE
EATEBELOBRRS A DARRERE LKE - & &S
Wik —FEHAR 18% -

"/ i B S
(HZTEESHWHAOHEUESZERACESEEZCAREE L
a )

T X & f#$ (EFE - Aldrich 2 & &) 24.9g
(100mmol) K © F (3% B - Aldrich 2 & & ~ i K #&)
51.5g (500mmol) fit A 200ml & B4 (HA - RE&ELQ
AE) Fo ELHERUEANARSESHRK > HHBERPED
BB 160C - 7 30 A HEAITNHERER HEEBEHZIS

BRABABHRALVEZWREAE  HEBREHRL 2 /NFHEE
AKECOHE % FPESHSE BaBHBaEH 30C
HETT '""Sn-NMR 40 #F - #8245 11> 3> 3-Ig T &

3 -DEEE-Z-HEKYH 4Tomol 0 R T EH =2
HE LYW 6mmol -

T8 (1) HEAECEE ECAEKESEBLKEY ~ =
ik R CEREKRK - C 8 -

B LB EECCEEECERESEBLEYD BA
200ml & FEEA R - 0 AT B (EFE - Aldrich 24 A% ~ B
KH#H) 61.5g (602mmol) % &E L#HE - BN FH SUSE KM

il

AR LA P EBE AL (ONS) ABLAE (210X29720% ) _5g .-
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I~ AR (5%

gERMSEH Sk aBREASN 2 XEBERER
SMPa % T > B S kxS A S BHE - ## 105 #
HHEK RHEERALASEBROERK BEEAFAE 180T -
BERFE KB 7.5MPa- FZIRETXRIE 6 MNEF®R > waAlE
1 030C - FHERERFEFBHFER Z ALk > REER
%o ZUHRERFTRERE —_CEBIKERE 14% -

T O(2) BE 1% KkzCOEMASZE (1) EKE
WML BEEBER SR FMHEAEBELDRE OB -

EHREE (1) %> FAHE 1%kZ2COBE > HEHFEA
B B 30 pEBELES - THSESR G
HoEipaE o F B EES (HA - ADVANTEC X® ¥ 4 A #
+ H020A142C) #WIE A AREELR > DLCE 20ml %R FHG
EEEY 2 R - BB EWEBEA 1 FMEEES > LB HE
150C ~ 1kPa JU#AZK 8 > O KBcBR _CREL% - M
B UMK EERRE 13%-
SH Q) AR (BF4E) ERsBLAEY -
BEALSH 2 HEACEBY R > #HKE - CHE
BRENBERE KB ®RE > BHRA 20ml & EBH (HA
RS BEAAS) - mACE (EFE - Aldrich & & #
B KR 51.1g (S00mmol) ®E EME > LA NN & B
W HHEBEE S LMBAE 160T - f5 30 4 8# % 75
GEBRMcERESR HeBRMcasRBRRESSRADESR
WA BHEBREHRL2IEHEEZAARDE - &% 7 8HH
Ho®k BaBEHwAMEY 30C > FHEAIT '"Sn-NMR 4 47

KRR P B SRR (ONS) AL (210<2970% ) _57.
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B7

F~ BB ()
c AERAERK 10103 3-WT E-1-3-Z-CHEEAE-Z-%
A 47Tmmol > K Z T EH _EE LYK 6mmol -

T B (4) BAELE ) g EFEHEETHE (1)
T () BEHZEH ) FeEREBLeY  H
BEITLE (1)

# o B (% Bl -~ Aldrich 2 & & ~ K H ) 61.5g
(602mmol) J1 AF B (3) AR ZBZIEBHF » H L#E
%o BN HE SUS BEERMEEZNRSEBB L — & kBa B R
BASBWN 2 RBEER SMPa RITHKE - B S ikEA
SR B 10 SEEHMNE FEERASEMT &
BEFE 180T - LLEEM KB T.5MPA - FZARET RIE 6
IR wAlER 30C BEHERERTFHF R Z &L
RAREE B  -fMAERZZEZHRERS > kB ZCH K%

K 14% o

N

T O(2) FE 1%wkzcBENAFTBEETSEK (1)
e REBRZHERBEEREX >  FFAHAZAHSHEDKEZC B

BHRESE (1) FARE 1%KkZ2CE 8 10g> HEHFE
ABmB#EGf > HHEH 30 2 ERELRF > JTHEBRHRSG
HERE® - LEE S (HA -~ ADVANTEC X ¥ & 7 ®
HO020A142C) BE AR R - LLCE 20ml KB HGOE
Y 2XxX - BB EBEE A 1 J a0 20 Bl 2 & 8 > 8
HoEARKE —CB®& > MEEKR _CREKRERRE 13%-

AR R A P BB FARE (CNS ) AdRRAE (210X2972% ) _gg_
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s - T HE & kB (F B - Aldrich 2 " &) 12,
e (% B - Aldrich & & # - Ji K &)
=4

(50mmol) ~ T
soml ~ Z FF X 100ml R ##HBEETHRAMNAE A

LHEHE RS OKEZ 200 ZF A BEHF > BT > LU
MIMAE_FRERBEZCRE  PHMNARR 4/NKR
RHTE T S KB EH 0.8ml 2k o BT % E RS
B FIA - MABEE_FRXARCOE > FIREXHH
BROE SEBAEIHRE UNARKRBHRRmA > BE
"USn-NMR 4 #7 o # £ -134ppm HER T EH D E A
W) {5 % ~ 177 R -187ppm WX L& 113> 3-IT X
3-Z-DEEE-Z-HEKE R -

S B (1) m-THEH - CEELDHEEER - C

B Lt fr e E T EH O
MK 2.2 (BIAEZ T HEH _CEELY Smmol) RO

HEnMeAERKEB LS

5g

TH

7K
%
17
f

-1

L

AN

(

% @ -~ Aldrich 2 & 8 ~ g /K #H) 25.5g (250mmol) 0 A

100 27 & B (HA HPESEBELAAHR) » EFL#EE
KA E SUS BRMEENS BHZ - ALk B R

RBEW - XRBHFEH 4MPa BRITHM > K &S LKREAS

e o ¥ 10 SELEHER EEREBASEST K
EAE 1200 c HEBRERERESE S LB ERF

*®
(i
=

itk

i

AR LA BB F A (CONS ) AGLAE (21029724 ) _59.
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A~ B ()

RN RSB 4MPa - FZARFE TR JE 100 NEFTR 0 W
AEMH 30C BFHERERTHFERKR Z & & KAKEER
BB ZHNER Hbf BRI CEUKERE 18%-
TH (2) #BE 1%kzcBEMALZER (1) fEKRIE
WEEEEERD  HABBLHKR _-CE -

MRS HE (1) RFAHNE 1%KZCE 10g HF @ik
AfBH  HER 30 082 ELRRE  ITHEESAST S

o s o DL E % (H A - ADVANTEC ¥R ¥ & A ®
HO020A142C) #WE 0 &R %K > LCOE 20ml P HGHE
By 2R - BEWBA VIR BER P MAKE - 84
B K ik BR Rl MTBIE _CEBIBUERR 17% -

T ) ak (HE) A BLEY -

PA B B v AL Rl OB R E K & 2 100 27T A0 B KR
M BRESHKE () MEDAEBY REERRZCE
BBEBETREE CEERER > MACE (XB - Aldrich
A AEBL S BKAR) 20ml s ZHE 3oml REHAERT
BT o DHBNAE_RFBRRAZIBE  HMWABAER 4 /N
R DLl EE 2 KEHEEH 0.1ml Z ok - BT # %

ERrokER A -—BRABEEZ__FFRDE > BB
RE@BHBE LB I COE  SHEEAZHRE - DABRED

H

[;;J

al > F#TT '"Sn-NMR 4 #7 > & R -134ppm HER = T E &
“—CESKMES > -177 k-187ppm R L E 1 1 3>
3-p T E-13-Z-CEAE-Z-HEKER -

SH 4 HBHEDHLSE G MeERcAEHREE

R R A T BEEARE (ONS) AdEE (21029T0% ) g0 _
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&Y o #EATH K (D)

LB () HERHLER G FEEHREBLEY B
BETS R (1)

S B 3 FEBE&E_TEH _CEE ALY ZERSE
Bhomiy 228 (B-THH-CERLY Smmol) BT
B (€ B® - Aldrich 22 " 8 -~ K #) 25.5g (250mmol)

oA 100 E2F EEM (HA RESELAR) B#E L

ME - BNAE SUS BERMEERaEBES I — &S kS B
FHEABN 2 XRBEHRES 4MPa RITHM - K - A LikE

ABEEBHE S ®E¥ 10 2EEHER - -FEBHRT > K&
EFAE 1200 BHEREREREFEL & Lk FAFE
O SENE JIR B 4MPa- KRB E 10 /R R
Ef T FHERERFHFR _SALKUERE R
- G EHKRERT » RE _CEEEXRR 17% -

S B (2) BEH 1%kzCCEMAZE (1) 5 KIE
WHrBEEBAS  HFAEBELERRER _-CB -

BERLSE (1) BFAEE 1%k 2O 10g HF ik
AGEBHT > BRY 30 p@BELEE FHHEGEH
B HGBIRMEW - LREE (HZA - ADVANTEC R HE Q&
A Bl HO20A142C) @M HBHGMREHL > U 20ml 3% # 4
EEY 2K - BEWEBA LA B P A EE o
HOoEERBEE _CBEZ FEBEBKERE _CHEIUERRE 16%

FEA AR ¢ BEFAA (ONS ) AGlAE (200X2972% ) _gq -
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A7
B7

EA S E L N
BB 7 (& Rk BB H EE)

SH () BH_TEH _FECY R FERDSRR -
HEg e

= T & —H AWk (£ - Aldrich & 7 )
1.48g (Smmol) ~ H fE (H A - 0 # 2 20 7 &~ KR
1.6g (50mmol) KRB MHH SUS WA KK AWML 10
Z2F & B K EZH (X B - Thardesigns N A W) % > Pl
K-ZEHREHFBAWEL-68C - HR&EH SUSEE kM -
HEBRABASEMNBRRBRETHEA 2MPa S/ E Z A f
o A ZSE ALK 2.0g & BRRESFSEER 150C H®A
FRE 15 NEE c R BBREZHAEH 20C > HER
B —EABAREE R SNXE®R - ZBPEER_-H
B o W HE R 30% -

S Q) BaAaKZHEEMALSE (1) FHKER
AT E MR 0 LU R DR B AE

& 10 EE QK Z BE 2ml jn A bt & K E® F
C EWB| (K 20C) THXREHEKS 5 o8 THKES R
B HARERER - MAH S0 Z 71 BEE K G R R
MBAEE  WBEHFERKE _FEE > FEHERRKR_-HEBIK

ERE 29% -

"B 8
(FlA#BEEBEBRKBE - TEEAALEXAFEREIEEB T S
& ¥)

AR R B A P BB R 424 (CNS ) Ad3LAE (210X 29705 ) _62 -
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B AREASLER ( 99)

B = T E & 4 (EBE - Aldrich A A &) 2.5g H
(HA -~ ks T (B) AaS - R 3208 Lok
(B A& ~ FIb e T % (B) AR FHK) 100ml jI A E
BREARKM AMEZHEAHEERZREMFEZ 200 27
SEOREBERS > UERFEANER - LIARR 80T KL

MW MBEE S/ BABRHBEIZIOKKTEEER
FEHAMAEHREWERMEERNEECCRETEER AR
M BEREMRE - MARXER  HHEHMmAE 30

C BNARBAEAMEABEIRORABMNZFTE > 2
B K5 8 v& 88 - ''"Sn-NMR 4 #7 & > -174ppm ~ -180ppm Hi I
(E
SH O() mMAREBERFESE Sk T ET
BERFFEBERSBLEYW B R 0.66g FE 1.6¢
B EEA SUS IMEBRBRANERZ 1027 & B XIE
#% (% B - Thardesigns A A &) o > DLz K-Z B & KX
EHRWwAMEH-68CH  REEERK > FABREBBRHES
BREBAESRFHFEA 2MPa S /M E — S MLk 2.8g & X IE
REBERKR 160CHBTRE 15 INRBR  BREG@AE
1 020C - B R BR S B UAEREEE G5 6RH
MRIE®R » Hf > kg _HEKERE 6% -
T (2) o EEURER OB -
B HE 1oml F EMFESEAREMNA S0 E T
B - DA 0TC A K ML EERKKE-H
SR - HRECKERE 6% -

ul

2t
[

jie=; |
mi

KSR B B FAA (CNS) AGLIE (21029708 ) _ 63 -
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AT T N O 3 O o e B Y

AT
B7

% s (90)

SHB O3 aK (B4E) EeBLew -

GBS B O(2) BHEBRE _HFEBECBHERBRBAEZR
BERBMZBEEZILA s HERBEREEZ 100 2 J = @ O
BEMT > B A#ESRE#EBT - O 30ml & HE 30ml
c B TEALNER - UMKRIE 80T ZMmwmh#HAE 4
INEE e REBRHRBEHBLZIOKKAFEEE B EMNHARER
MEHBERR AMHERBECOCRERFERE  BRERF
— E o R MBAEKEEK > BEMWAE 30C - 75 HK
BEAEERECKEBR S FE  SEHKEME®K - "Sn

NMR & #f & » -174ppm ~ -180ppm H K & -

" Bl o9

SH (1) B TEH - TELYKREBERSEKRKRE -

BT E#H T S 4% (F B - Aldrich 2t A &)
1.48g (4mmol) ~ T fE (H A -~ Fot# % 4 & 8~ B KO
2.22g (30mmol) ~ Z EE (H A -~ FIo6 4 % 4 7 & -~ oK
%) 1.38g (30mmol) KRB MMLH SUS HHKKAWS
W2 10 27 & B X & (X Bl - Thardesigns 2 A &)
o DEIK-ZEBEREF DN EH-68CHK - KA SUS K
Bk MHABRBEGBSRBERABASEPTHIEA 2MPa & i
B S fefiki 2.0g BREFRERN 150C W B F Ik &
22 N BREHWAEREH 20C 0 BHKR S KEKU
BEER  SFEHBRARARXE®R - Z®T > kRS
W RE 25% B TEREIKEXRR 10% KK - 2 &

AUIRRE A PR B RAR%E (CNS ) AdRAE (210X2970 K ) _ g4 -

(3D oS ot o it B B B o 3 )
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A7

#~ EERThER (B
LW HERE 6% -
B O (2) A EIREE

8 S0 Z 7 A B S E (1) E K ERRBRRE
AW WU TERKEE  FSREET  KERZ

ETEKERSE 23% BE - TESKE R
M ZE Y KRS 5%

s 8% 0 fix

BEHE 10 (BT REMCHEN  HMAEKELN 8 25K

(1))

LB () MAFRERFES ST ET

AERG 8 MEBECEREBLKESDE®R 1.1g-

MR BB SUS 316 LW ER K AN B K&
ez EKRKESZ (FHE 8ml 4 & 12.

B g 2.6¢g
(SUS 316 #I)

Tmm » & &

2.1mm Z SUS 316 &) dv» DlEzZ K- BB KEZR®DANE

H-68C % »  RABAKEKEKK MNHBERKRHES

N R

FRIEAN 2MPa G E — &Stk  Z _SUEBKEARR

2.8g BIRESHEEWN 1S0OCHB PR 12
REHMME 20C > BEER AN Z Z S kK

INEF R R
[ Q-1 A 8

BHABRRRRKE®R - oM &  GERR _-FEILE

RITF 5% -

e gl 11
(BT EELHE X n-cBEREAEFOE
BLE?)

AEZERE

AUSR R # A P BB F AR (CNS ) A4 (210X 297204 ) -65-
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£ B (62)

= T H &M (FBE - Aldrich L F ) 24.9g n-
o (HA - X% TE (R oAE- fFHR) 409g
FOEE O (HAK -~ e M % T ¥ O (KR) AFR® KK
1soml f0 A fff A w88 Kol &8 E 5 K& 300 2
MgEMR S > LB FHEBPOEE > DLAERE 120C 2B 0
BNER R 12 /NEF o BB W AN E 80T & - FI A K B K B I
MEBRE -CFE BE5EHESBRAEYE 7518 Sn-
NMR 4 #7 1 > -130ppm (X (1) 2 FHEBLE )
-177ppm K -186ppm (X (2) 2 EHEBLEYW) HHE

SH (1) RAFRBR - ShBEtdAREEBLEYR

Mt B RS OERK WE B Z R A®E (H K - VIDRE 22 A &)
mAMAEWANEZ 2O0BBERN > BN ABEBRRE®RMARS
T eoRALRSE (1) FEEABEBLEHWE 0.75¢
B on-Co B 41g % > 8B G2 BB IR IE &S L 100ml/> Z ¥l &
AEME Z®f ik > FREREWR 130CHAEFMmHBERES -
288 /NHE R - Tk BR “CEEMERE 40% -

T M 12
(Pl AR KB TEEAG REBECEREIERC &
& 1t )
B TS i (R - Aldrich A #F &) 5.1g - &

OfE (BHA - fitmmETx (R) 2FRH - k) 80.1g

FHAR AR P EBRAE (ONS ) AL (20529708 ) _gg
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B BOZE O(H AR - Mok Mg TR (KR) &R RFR)

C300ml A E R ES BB T E S S KRS 500 B

Mg R > BB TFEABAOEE > LLEIR 130C Mm%
BB 12 NEE o B BE M A E 80T & - A M K R K B IR
HEBERZBOE /B4 1528 CEABEBLEYH
"USPH-NMR 4> #F 1 > -176ppm ~ -190ppm (FH (2) Z H ¥ &
Bfha ) H B E -
S (1) MABCE®ZFELZE -8k T RS
B — 3 C M
B ErFrEaEHResBLEYWHR 0.86g WO E 1.0g
K ik By M ¥ A SUS 316 B A KK AKEE (SUS 316 &)
Koz & KK ESH (AHE 8ml- 4 & 12.7mm ~ E &
2.1lmm 2 SUS 316 &) #% - DL K-Z B X JE & w dl £
f-68C > BRAEEEERK FMAREBRGO SR RERSH
TEEAMH 2MPa Z S ki c Z SR EAER 2.0g
c R ERBFEN 130CHBERERE 14 NER B KIE
BHAME 200 BREBRBF < _EHBEUAEEHERE > 7
BHBRREKIE®R - 2%k FREE _BRCEZIKEXE

B 40% -

fix

(aff

"B 13
G HE L
SBO() HHKEEEALD - —HALkK > HERKZE

HERRKRT E Z B

AR R R T BB FARE (CNS) AdRAE (21029704 ) _g7 .-
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