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A-0091453.EP-A-0010986REP—-A-
010687 3FHEENE.

ATFREARBMNEENINRGYTHAMAFTRENSG TE,
BWimAgEida0000, AAXTHRNEPREBRANER-YrmbEY
WM. AHEEEE, ARFANSRBEFXHRE ‘R~ &8
ERSFEHHENERY.

RER, BTRADRATEREMN, BHENUARERAE
M. A ETUEZNBERE~Y; EEX (N)O)M(VI)WETHR
EZFAR®* . R2 | R® IR, ERNBEEKLEERNUBERTYET
SHOBEXREG. ARBRNERBTRLN a0 EERER L
G348

ZRVPMBENTHATHERES . MRAX&REHEHLH
BERT, EMNECHERRENEMR RSP EIRBRERT®N
B #8 B A & 0 R 3k A A -

EHESED EHANKEHTHATHERENBEEN S, Az
8, B8, 85, 85, -84 28K, 4B, €5, 8%,
ARLENKS FRLOTHEANBZRBWFIR., ZRBUELE. &
REPSETUREEN, RETHEETEQTYRYT. LLEFED
AiE K ABEEFNEI TCHREEROY R,

SHphaERBEL. R, AURRIVNIBBAETE
EH BN

REANAEONRESLBHRBICERNE, HTHhMETHESM
540. 1~15MHz iRBMERERRE, ERRFEHRAN
0. 1~10um, Bl ~7umPRHWITERFEN. AT, 8
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AW, FINFEHARPIEES O 0 umWEWERENHANE B
BEBRFERRFENWETET B

MESEME, METARREEN, AUBRRYTENME ¥
WM-EAERELE, REBRENNREFANBHERS S HEE,
Bl 1 ~500nm MBWE. RIELBERRE, TEMNBERREN S
~5 0nn MRS ZEbEE,

FAREMEERNTUEFZIAREE, EXRBRAYIZH
EAMALEXRNE. BlmEXEKE W “Microencapsulation and
Related Drug Processes” P . D . Deasy, Marcel Dekker Inc. ,
New York ( 1 9 8 4 ) MM ERERAVREIROUERD
MEELEAR.

—~HHEETHRERREAFTRFENEELERIMEP - A -
045874554, REAEEXABERMEHFSFNEN (FHu
EHEL0ONMBEFHRBERFTRRERSFILE, XeEMRH. B
BREMFEEN)) PERRSFTUEBEARGDENHEE, E84kH
(BRHEREERANURBERERN KLEAR ) PAL (HET
BHVRS) FRAIMBRRESTE, UREEREHENM (FW,
BERRBMEALTR, BT EEHEAWRENKAT ), Bt
EREVESAMEFTIHZANAE LB RME.

WML RN BRI E S A A SRR EkRE
W, REEHBE T EEPINRT, B/ HEORTEZIEE
ERFERPER, TRESFSENTEEANELR (g1 0~
LONMHEFHESRBRNSAENE ) AIRALADUENAEH=
B, B8 (BB, BEaR (BIWALDBEHES ), REZH,
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UEBEFKMEKSEBRABMBBRARY (FHURAZHE -RE4FH
BBEEY, WPluronics) . XHALFN—RAER, HYTFAEK
HHI~1 0% (ER/BB). ETEFRAYTRARBNE N ;
¥FH, BRZ-_EREAHHTUSIAUNERBRAZAN & %
RE, RAPPRTUAAURZ-®ET. EaRREHEERN,
DB AREARN  REYHE.

WEHSAN, AROBRREYEN. BROKENEER, &
HHEgEY. ZANSBERANRTEREFIHSRENSKEZ
HRsdaE; BHMERMSANREREOBAHZENMATHA
g

BE, RADTHSBETAEMFEIUEN (Flu_EHE, —HE
W, NERHME_HEFRE)) b, REHES B (H, EHBEHR
HI) FEAH (BT —HENRZAEBENRAYR
Poloxamer ) ¥, MENERHNKREGYH, NI Ra4Y THK
KURFTHR, ERFRENZARUEAY. IEOFENREL
HEINMWEP-A-04580795d. HRAEHENTERE
BEIRAYEBE, RS #HEHELTEZNBENENRRES
BE—E, EAIEEAP. RE, FAPTHEBET -HEENENSE
A (A —EEHERERENE%E ), EENERRETHR, REKF
NEAYERSE ANk EREEKARMETHE.

AREOBUUETUERFERINALEFHNELERHWO 9]
/1282 39FABMEERNE. ¥ORK, THIFTKBEHE
a9 (TXHHEN “HEY” NI ABSEREENEN (i
SEREL OABRETFHEERREERR 2 8Ls) —2AL, ®
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Bk R B FmERER 8w A R R w RS — R R R
) &5l “HRY” BLummESd, BRBREEMEEEY
FUMARNEEAR, MANRELIERRYEBUBIAER (11)
MEYTRBATTEBRNS, dmETEIRETRATRAAR
BNEZANEADNR. ATXBREAEN “BED” FINRESR
BOAaEnXBEIZAXRAEFEAEARERN LERINERY
ENO. WO 927043928,
FREMEEANTUTHEAELENES, ELEAFARATEN
EEETRBREN, ERMANECES —HoEnReRE (FuE
HAREK. EEEKABHBRLEENT O RE. DIXFHHFATUEE
MEAEHEESNBRU A S AMBOEENZRE, SRRTHAY.
WA R. EMNUTUUEIHRETHEFEREARTE, HHLE
EWHBUT, SBHNREAYNENSTLH LA, ARTHE
FEMERARE, BEfIXREREREEBEN.
THMIERMELES ARBHERE.
2
ERHETRIEFERRBURBRZBEN.
Bl APEESAMG2, 27 -BE-RTH (A1 BN )#HE|
y, &1
FERNMEN:: THfT
KAHEEE (SEC) .
& : Knauer HPLC & 6 4
R - Knauer ZR¥ITEH
i : Polymer Laboratories PLBREHEN, R4 HH 10 R
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500 AM1 003, @S um, RKEFHNH3I 0. 304
6 0cmo
w#: THF
B : REZHBIFEY (Polymer Laboratories)
REFLY: BE
%4 : Polymer Laboratories GPC/SECHH#ES. 1 0
Mw: E¥4TFE
Mn: ¥4 FE
Mw,  Mn: £4g#%
Mp: RARNBRERNMS FE

BN

Tg: BWILBAE

TBA-OH: SELmT&
TBA: PUT#
AIBN: 2, 2/ —-BRE_-RTH
S0z Clz : BBk &

EtSCl: ZHEX

DBU: 1,8-Z“#&#W*F[5.4.0]+—~ 7% (1,5-5)
MgS0. : BEMREE

THF . /g kg
DMF: N, N-—HEF®K
HSA: AIBRER
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LR —FRFRARE
a ) “HEFKBRETRKR

WEELWE®R (1. 00M, 40. 00nl)FEOCHMIPE
FRM (3. 44¢g, 40. 00mmol) ¥, WHBERLZETIEL 6
Mot FMTHRA_PERBEKE (23 0nl) FEEFREHRIAT
MAFE 0C. EL OHHAFZHEM-MERK (1. 6 Ll
20. 00mmol ) W ENBAYES O CTHELR. EFEMTH
(140ml). ENPRBENKBER (50nl)Mk (50ml)Z
B, ERET (0. 0 Sonlg ) BREBEM. AZM (6 X6 0nl )i
REKE, #FHAC(4X50n]l) REAFHZHERY, TR
(MgSOs ), DIEER, BHE2. 62g (7 2%) FELa.

'H NMR (60 MHz, CDCly): 6 1.97 (2 X CHy, @), 5.63 (2 x H-C=,
m), 5.88 (CH,, s), 6.18 (2 % H-C=, m}.

IR ( BE, em'): 2987 (w), 2962 (w), 2930 (w), 1732 (str),
1638 (W), 1454 (W), 1315 (w), 1295 (w), 1158 (w), 1100
(str), l0l2 (m), 989 (m).

b)=Z (16 -RBE+ARKEE) B
(1) 16 -ZFBHFERETAER
¥i16-8B8+XKEBE(1. 36¢g, 5. 00mmol) . =XEH
E®(1.53g2, 5.50mmol). =28 C1. 25nl)fM4 -
“HEE®RE (10, 03¢, 0. 25mmol ) IBABERKHE
HBRETRERSESTREI®R. EHE 1 6 hHE, BiEEHE
BMARENDKARPHA ZEFR (535 0nl ) I2R. BBRAOMNK
EBE®R (2X100ml). KR C2>100n]l)K%ETHIH, B
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MeSO« T EHETHREEN, BF-®HPk BB (20: 1)1

DR EERE LR TR EAHERMET S, SEXeRRNEE
&Y (0. 41 g).

Be NMR (75 MMz, CDClg): 6 24.9, 25.7, 26.3, 29.2, 29.5,

29.6, 29.7, 30 32.8, 34.1, 62.9, 63.7, B6.2, 144.5, 177.2.
MS (CI): 515 (M + H)

(ii) 1 6-ZXEREETARBMBY

WRMEXEB (1M, 0. 1 6nl)@HmBGa ExREEM 1 b
(i) BFM1 6 -ZFEFEE KM (0. 16g, 0. 31
mmol ) FEPUE KRS (1 Oml) PEIBRZY, EFIPHRAINA8 A
ik, ERETHREEN, BXYEEETH#TH 2 6. HmhREs.
BRERYSBEXK-PERBEK (1 0nl) P, FERZTER
BT 8%
({il) Z (1 b -ZFEFEE;ARRE ) Bl

¥ BB (0. 04g, 0. 1| 6muol ) IME &t LR SLiE
1b(ii) BIMI 6 -ZSFXEFLEETALBRBEEET -PEFRE
(1 0ml) PWBERZY. REBGYERSKFAPTRE 0 CTHEM
2R EERZPREBT, HEUGERUKRE2 X S5cn BREL

HAAREABE, $EYRGTRE, §IKCHRNEELEY
(0. 10¢g)o

Bc NMR (75 MHz, CDCl,): & 24.6, 26.3, 29.0, 29.2, 29.4,

28.5, 29.6, 29.7, 30.0, 34.0, 63.7, 79.0, 86.2, 126.7,
127.2, 127.6, 127.9, 128.7, 144.5, 172.5.
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(iv) = (16 -BEFTARRE) ¥k

AL B 1 b (Hil) FEIM- (16 - =ZFZHEE+
RIEBMEDRER (0. 07¢g, 0. 0 7nool ) BFHREER ( 8nl)
FHES S CHH. REZTLCHRE. | 0)PHERRERGDE
AEIKE, ErEREEE, ARBREVKBRMKESTER, BET
Fi. AEG - PEC20 1) ERBE, EERELERESRESR
EUREY, BIoCEERNEELEY.

'H MMR (300 MHz, CDCly): & 1.2-1.4 (m, 44H), 1.5-1.6 (m,
8H) 2.35 (t, 4H), 3.64 (t, 4H), 5.75 (s, 2H).

cH)Z (12 -BES-GEHE) B

¥DBU (2. Ommol)iEMBI 1 2 -BE IR (2. 0
mmol ) EDMF ( 2ml) AJE®F. EHEMCH2 I= (1. Ommol)
ZHEEERE S o, REECOCTHAREBE 1 200t A)F
EHETEREDMF, MEBRBPYBETCHCL:s (5 0wl ), HE
(10%K20C0s, 3x20ml), T4 (MegS0. )FIEER: EH
CHCls ~MeOHC 3 5 : 5 ) fERBE, EEKLEFHEAHERG
Y FRBIT SN

i

H NMR (CDCl;): 6§ 1.20-1.40 (m, 28H), 1.50-1.63 (m, 10H),
2.35 (%, J 7.5 Hz, 4H), 3.63 (t, J 6.6 Hz, 4H), 5.74 (s,
2H) .

13

C NMR (CDCl;): 6 24.62, 25.75, 28.98, 29.19, 29.40, 29.42,
29.48, 29.56, 32.80, 33.99, 63.01, 79.06, 172.53.
MS (EI): 445 (M+1, 100)
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d)Z (10 -BERRE) B

#¥DBU (4. 24¢g, 0. 02 7Tmol)MEEDME (100
nl)FH 1 0-BEEM (5. 0g, 0. 02 7mol) P 548
B, DREDMACHER (4. 08¢, 0. 01 4mol) HEE
EYEZETHH IR, WERXRRDMF, FHREYELRNKE
(100mI)MACS On]) MEH. EHIBZE, AEMN (3 X
750l ) BEEKE, FHAFOENHETE (HgS0s ) o BEEXET
BREEN, PRRauESR2. 98g(54. 9% )MFEEEY.

'H NMR (60 ¥Hz, CDCl,;): é 1.30-1.80 (m, 2BH, CH,), 2.35 (m,
4H, CH,CO}, 3.65 (m, 6H, 2 X CH,0 + 2 X OH), 5.75 (s, 2H, -
OCH,0-) .

e VHEZHEZ (EBEEPE O
(i) WERZHEBEZ (ZERRABESTFE ) B

BRTEEH (3. 24g, 0. 02 9mol ) MPINE_FE
(2.40g, 0.014mol)MDMFEF (1 00nl)BRY. ¥
BRKBBO-EHFE - S-ZE®8® (4.50¢g, 0.0 2 8mol)
mMEEEHESERP. REEM1 8 -F-6(0.23¢g, 0.87
mmol ) AR EHBEAYEEZERMKETERA4R. 2BREESBH
EWETREEN. #ddEeais (k8 ) R, 53
5. 38 g (2% )MIFELED.

'H NMR (60 MHz, CDCl,): & 1.30 (%, &H, CH,CH,), 2.95 (g,
4H, CH(CH,), 5.80 (s, 4H, OCH,0), 8.20 (s, 4H, Ph).
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(i) ¥E_—HBR- (EBESEFE 8

EO~SCHRENTE! 548AKS02Cl- (0. 73 g,
0. 005 4mol) MBBEU LA 1 e (i) HHFE_BER=
(ZEBRBEEFHE ) 8 (1.02%,0.0054@/R)H  BEEZBTR
#4550 dh. HEEEMO. Innlg TRRELSC], BIRBRERE
“E: 0. 80g (80%)

'H NMR (60 MHz, CDCly): § 5.76 (s, 4H, OCH,0), 8.20 (s,
4H, ®h).

I)Z(A-BEFEEPRE) fix

¥DBU(CY9. 90g, 0. 065Smol ) MBEDMF (325
ml) P4 -BHEEHK (9. 89¢g, 0. 06 5mol)zH.
ERFESAHEMA_HERL (8. 7058, 0. 035ml)3H#
EZERARATHRADEE IR, ERETEADMFFEEM
EHC100nl)AK (5 0ml ) RBDBER. EHIBESAR
AEG (IXT75nl)RE, AFHENEBETE (MeS0. ) . T
ETBREEN, 833. 0g (27%) MiEEkeY.

'H NMR (60 MHz, CcDCly): & 4.7 (s, 4H, HO-CH,-Ph), 6.2 (s,
2H.- O-CHZ-O)' 704"8‘2 (m' BH, Ph)-

g~ k) WMARBRETRG-BYE
EOCTREPHEFRNCHEEMABE—ETHR (20 0nl)

FRIBEENRE. £0CTRE 2 048ME25CFEE 214

WZiE, BEKEEM (1M, 10nl). BRABRBREVKER
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(1 0ml)FMAKC1 0nl) HEBERNESAY. £TH (MeS0. )
ERERZEN, SFEHRMERE.

x 1
LEt | MEMEEER M ., RoE i
1 R mmol
g , mmel ¢+ (9, ) g , mmol
Lt b T ————————
g 25.01, 194 CHy, (5.64, 176) 15.52, 194
h 15.81, 124 CH,CH-‘.' (5.20, 9.91, 124 h
113)
i 14.20, 111 CHy (CH,) 5, 8.90, 113
{(8.10,109)
3 20.01, 155 CH;(CH,)y (22.25, 12.54, 157
ﬂ 139)
k 20.02, 155 PhCHz' (15.23, 12.54, 157
141)

g I)BEEE - MREN
B aPmBETREFRATBREE

|H NMR (60 MHz, CDCl,) : & 3.98 (s, 3H, OCHy), 5.85 (s, 2H,
CH,Cl) .

h )Mz E - SHER
HAeaOHEFREFRENZIBEHNE.
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'TH NMR (60 MHz, CDCl,) : § 1.25 (t, 3H, CH;), 4.25 (g, 2H,
CH,), 5.70 (s, 2H, OCH,Cl).

D BBTE - RTER
ek EE R AT AT ENE.

'H NMR (60 MHz, cDCl,) : & 0.86 (m, 3H, CH,CH,), 1.40 (m,
4H, CH,CH,), 4.15 (t, 2H, CH,-0), 5.63 (s, 2H, OCHCI).

) BEEE - KRFER
WGP hAPRARBENZERNS.

'H NMR (60 MHz, CDCly): & 0.90-1.50 (m, 19H, CHyand CH,),
4.20 (m ,2H, CH,0), 5.75 (s, 2H, OCH,Cl).

k) BEBETE - AFEE
HEaPhAFRAPRHAOTENRS-

'H NMR. (60 MHz, CDCl,) : & 5.20 (s, 2H, PhCH,0), 5.70 (s,
2H, ClCH0), 7.32 (s, SH, Ph).

1) ~p ) BB (FEFRBBRETE ) B —RFE
BRTELHPEMNIPEREREDMFPIMBER (20 0nl)
Mo WEHMEZBE 1 e~ kBIANKEEFREMNIFEHNERES,
REFMIS-E-6FBUENEAYEEZERETHRAEF 2 4 /hat. i
BENEAY, #FEBFNESRETRE. SREDETHEH (30n1)
A AERBRBENAKER (L 0l RK C20nl) k. TH

FHHA (FMeS0. ) HEBETREBN.
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x 2

e _IFE’_, ﬁ=—=====%\
¥EELREH 18 B3 75 06 B 18-E-6 | oxr
“h‘ﬁ’%‘(q: {ml)
mmol) {g,mmol) (g,mmol)
- — e
(9.67, 78) 8.71, 78 1.01, 38 | 350 “
m h, (8.04, 60) 6.73, 60 0.6, 23 300
n i, (30.61, 13.67, 122 2.5, 94 600
122)
o j§, (30.61, 13.67, 122 2.5, %4 600
122) d
P k, (22.01, 13.64, 110 1.5, 57 550
110)

1 ) BEMEE FEABBRETEN

&Y B ERMTE  RFERAPERAHRN.

IR (KBr): 1772 (C=0, str.), 1737 (C=0, str.), 1635 (C=C,
W) em™
'H NMR (300 MHz, CDCl;): é 1.91 (s, 3H, CH,C=), 3.79 (s,

3H, CH;0), 5.64 (m, 1H, CH;=), 5.80 (s, 2H, -OCH0-), 6.16

(m, 1H, CH=).
Ba NMR (75 MHz, CDCly): & 17.95 (CHC=), 55.13(CH,0),
82.18 ( ~OCH,0-), 127.52 (CH,=), 135.02 (C=), 154.44 (C=0),
165.46 (C=0).
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m)BRBRZE FEARBEATES
AP BERBRZE  AREGEVFERBRRA.

IR (KBr): 1772 (¢=0, str}), 1736 (C=0, str.), 1635 (C=C,
&) cm’

TH NMR (300 MHz, CDCly): & 1.27 (t, 3H, CH,), 1.92 (s, 3H,
CH,C=), 4.23 (g, 2H,CH,), 5.66 (m, 1H, CH,=), 5.80 (s, 2H,
-OCH,0-), 6.20 (m, 1H, Ci,=).

Yo NMR (75 MHz, CDCly): & 15.70 (CH;CH,), 19.60 (CH,C=),
65.72(CH,0) , 83.05 (-OCH,0~), 127.76 (CH,=), 135.40 (C=),
153.82 (C=0), 165.42 (C=0).

n )RBTE - PEAHBREATER
KB ERERTE  RFREENFERBRSE.

IR (KBr): 1772 (C=0, str), 1736 (C=0, str.), 1635 (C=C,
E#) cm’!

'H NMR (300 MHz, CDCl,): 6 0.99 (t, 3H, CH,CH),1.47 (m, 2H,
CH,CH,), 1.72 (m, 2H, CH,CH,), 2.01 (s, 3H, CHC=), 4.25
(t, 2H, CH,-0), 5.74 (m, 1H, CH,=), 5.89 (s, 2H, ~OCH,0),
6.27 (m, 1H, CH,=).

BC. NMR (75 MHz, CDCLy): § 13.47 (CH,CH,), 17.97 (CH,CH,),
18.71 (CH,C=), 30.36 (CH,), 68.46 (CH,0), 82.07 ( -OCH,0-),
127.46 (CHy=), 135.05 (C=), 153.89 (C=0), 165.50 (C=0).

O HKREBEE - HERBBRATER
e RERMREE  AFERVFERBRE.

IR (KBr): 1772 (C=0, str.), 1763 (C=0, str.), 1635 (C=C,
#®) on”

' NMR (300 MHz, CDCly): & 0.90 (t, 3H, CHy), 1.28 (m,
14H,CH,), 1.72 (m, 2H, CH,), 1.99 (s, 3H, CH,C=), 4.21 (t,
2H, CHO), 5.70 (m, 1H, CH,=), 5.86 (s, 3H, -OCH,0-~), 6.24
(m, 1H, CH,=).
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Be NMR (75 MHz, CDCly): & 13.78 (CHy), 17.76 (CH,C=),
22.76-31.55 (CH,), 68.60 (CH,0), 81.90 ( -OCH,0-), 127.28
(CH;=), 134.86 (C=), 153.73 (C=0), 165.33 (C=0).

POBBMTE HEAGBRATEE
HEADBERBTE  APEHNFEAREBRN .

IR (XBr): 3077 (Ph), 1772 (C=0, str.), 1763 (C=0, str.},
1635 (C=C, str.) cm’’

'H NMR (300 MHz, CDCl,): & 1.96 (s, 3H, CH,C=), 5.22 (s,
2H, CH0), 5.70 (m, 1H, CH,=), 5.87 (s, 3H, -OCH0-), 6.22
(m, 1H, CH,=) 7.39 (s, 5H, Ph).

Bc NMR (75 MHz, CDCl,): & 17.96 (CH,C=), 69.91 (CH0),
82.03 ( -OCH,0-), 127.41 (CH,=), 128.32 (Ph), 134.78 (C=),
153.58 (C=0), 165.28 (C=0).

qQ )BRERZE - | -BHEFRBEZER
(1) BEBZE  HZEH
MEFREZAE (23. 16g, 0! 16 2m0l) Mz

(7.45¢g, 0. 162mol)E-HFK (20 0nl) FHERE,
EOCTiHRMmmem (1 2. 82¢g, 0. 162mol)o ZEO0TC 10
g#MIsC21AEE, FEEBRKAER(100nl) . KBREAWN
WHARBE®R (1 00pl)HMACLO0n]) RRBERNESGY. &
T4 (MgS0s ) BERWEXRREBN, S8 18. 58 (74% )~

M EBREIE  RZEE.

'H NMR (60 MHz, CDCl,): & 1.30 (t, 3H, CHy), 1.85 (d, 3H,
CH;CH), 4.25 (g, 2H, CH,), 6.45 (q, 1H, CH).

(1) BHMZE | -BFEARBRAZEE

BMTEEE (3. 70g, 0. 03 2mol ) BB EFE
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B(2.84g2, 0. 033mol)EDMF (100nl)+WER
M. WHBMEZEE L g (1) BHRBRZE - RZEBK(5.08 g,
0. 03 3mol) ZMBIFBMERERT. RAEMA L 3 -HE—6
(0. 61¢g, 2. 3mmol) HWRENRAPEZETHRHE I X
TERNRADHFERETHREET. REYSETFEHI (10 0l
FHABBENEAOKRER (5 0nl ) MK (5 0rl) &K AHzS0
THRENEAERETFREEN. SHEEBEH 2. 50 g
(38N ) mEEkey. (ZRIERGFEE, AREFEN
T5M4).

'H NMR (60 MHz, CDCly): & 1.30 (t, 3H, CH,CH,), 1.60 (4,
3H, CH,CH), 2.00 (s, 3H, CH,C=), 4.20 (g, 2H, CH,), 5.70 (m,
1H, CH;=), 6.25 (g, 1H, -OCH(CH;)0-), 6.90 (m, 1H, CH,=).

O FAFR(FEREBMETE ) B

BFRTEEH (1 0. 0g, 0. 09 0mol)RMPIFPERR
(7. 75¢g, 0. 090mol)®EDMF (30 ¢0ml)PMER
W XEMEHEAE? (15. 0g, 0. 08 8mol) BIEMAIFE
MEFERT. REEM18-E—-6 (1. 8g, 6. Smmol ) HE
REBEYEZEBRTRH 2R TBRERGYFERETREEN.
BREVETRE (10 0nl) S FRANBRAM AR (50
ml) AR (5 0ml ) BE&K. FAMgS0. THRAENMHEERETREEN.
ZREGEHAD 1 5. 9g (8 2%)MEA~SY.

'H NMR (60 MHz, CDCl,): é 2.00 (s, 3H, CH,C=), 5.65 (&, 1H,
CH2=), 6.15 (S' ZH’ —OCHZO_), 6.35 (m’ IH, CH2=), 7050 (m,
3H, Ph), 8.05 (m, 2H, Ph).
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s )N- (2 -ZEBEFHEEBEERE DHEFRAREBREK
() N-(2-HPEEBEEVRE ) FEFARBE
BEOCTHN-(2-BRE)DFEFABBME® (2. 856 g,
20mool )FIMEWE (1. 90 g, 24mmol )EZKHK (100
Bl ) PRIBHREMAE_ETR (1 2 0n]) PHEPREPE
(3.87¢g, 30mmol)Fo BEOCISAHM25C2 441
B, Bk (5X25nl)BRETNEEY. &S0, TREVBERSE
BN, ahEeilE (BER, SRG6)8F3. 30g (70%) /5
ik

'H NMR (60 MHz, CDCly): é 1.42 (d, 3H, CH,~CH~0), 2.0 (m,
3H, CH;C=), 3.2-4.0 (m, 2H, NH-CH,-CH), 4.8~5.3 (m, 1H, CH,
CH-0), 5.3 (m, 1H, CHm), 5.70 (m, 1H, CH=), 5.7 (s, 2H,
CH,Cl), 6.1-6.7 (br s, 1H, NH).

(i) N- (2 -ZBREFEEZEETE) BEFABRK
FEL .

BEIRE - THRER RN TBA-OHMZBMABERTH&
MZKTBA (1. 21¢g, 4mnol )AITHFH® (3 0nl),
EZEETMHEESBL XM 1 S(H) BIMN- (2 -EFE
EREEARE)PEREBBEM (0. 943, 4mmol )ETHF (10
ml) PRIBRA. WHESRE, ERETRZEN. FREVETER
5 C5 0ml ) BHAA C5 X1 0ml) BE. AMgS0. FEREH M}
WERZAN. S alE (BK, Sk ZRZB (3 :4))
BH0. 4868 (4 7%)MFEE~Y.
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'H NMR (60 MHz, CDCl,): & 1.4 {(d, 3H, CH;~CH-0), 2.0 (s,
3H, CH,C=), 2.2 (s, 3H, CHC=0), 3.2-4.0 (m, 2H, NH-CH,=CH),
4.8~5.3 (m, 1H, CHy €§-0), 5.3 (m, 1K, CHm=), 5.70 (m, 1H,
CH,=), 5.8 (8, OCH,0), 6.1-6.7 (br s, 1H, NH)

FHik 2
BMN-(2-BHEZ) PEFAHHERE® (0. 430¢g, 3.0
mmol )FIMLIE (0. 285¢g, 3. Gmmol ) E_MWHLH (3 0nl)
FRHEREOCEME_EKFR (6nl) FHEPR (ZBEP )N
(D.500¢gs 3. 3mmol)c E0ClOAMNERIRE, B
AKCLOOml ) RBEENEAY . EERNS0. TREREREBN.
EhEaEE (BR, SR/ ZBZBE (3 :4))830. 40¢g
(51 %)MBEE*Y.
NMR¥#ERLS LEAH—3.

tIN-[2- (1 -ZHMEZEERES OFAE 1 RETHBK
(i) N—=[2- (1 -EHZEEBRE )FE IPEAHBREK
FEOC, MEZEFHK (1 00n]) FHN- (2 -BFHE)H
EWRBBM (3. 158, 22mmol )M (2. 088 g,
26. 4umol ) MIBW, FME-KFHK (2 0nl ) PHEFR L -
$ZE®BC(4. 7188, 33mmol)e BEOCL OAMM2ETC
5. 5AME, AR (5X40n]) REREBAY. EMeS0. T
BERETEREEN, B834. 84¢ (88%)MEESY.
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'H NMR (60 MHz, CDCl,): § 1.37 {d, 3H, CH,~CH(CH,)0-), 1.83
(d, 3H, CH=CH-Cl), 1.97 (m, 3H, CH,C), 3.3-3.6 (m, 2H,
NH-CH,-CH), 4.7-5.3 (m, 1H, CH,-CH(CH;)-0), 5.3 (=, 1H,
CH;=), 5.70 (m, 1H, CH,=), 6.0-6.6 (m, 2H, NH + -Cl-CH~CH,).

(i) N-[2- (1 - ZHMEZEERER FE IFEFABRE

EEZRT, $EIRGE - THRESERNTBA-OHRMZEMN
FERTMHEHZMTBA (6. 93¢g, 23mmol )M THFH
HC100ml), PWOFAETHF (1 00n]) PHEEEXES
1t () IN-[2- (1 - HZEEBREE ) BE IFETEBRK
(4. 736¢g, 1 Smmol) MEHFMER . BRLIXEERE
TBREEN. ¥REYBTEH (1 00nl) F, FHKA(5X20.
ml) P FHAHANS0. FTRHIAEBRETHREEN. EREAEE
(R, O " ZBZEB (3 :4))831. 29g(25%)H
wHEBEY.

'H NMR (60 MHz, CDCl;): & 1.3 (d, 3H, CH,~CH(CH;)0-), 1.5
(d, 3H,0-CH(CH)0), 2.0 (m, 3H, CHC=), 2.1 (s, 3H, CH,C=0),
3.3~3.6 (m, 2H, NH-CH,~CH), 4.7-5.3 (m, 1H, CH,-CH(CH)-0),
5.4 (m, 1H, CH,=), 5.7 (m, 1K, CHm), 6.1-6.6 (br s, 1H,
NH), 6.6~6.9 (m, 1H, O-CH(CH,)0)

U )BREBPE - 1 -FERNEBREZER

(i) BMEE .- | —HZHEH
EOCHEZEFR (3000l ) PHHEFE 1 - M2 ER

(35.74g, 0.25mol) MM (8.00¢g, 0.25m0l) M

B, ke (19, 788, 0. 25mol). EE0C1 0%
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Bhf25C2RZE, BRHBEABER (1 00n]) . BANHRBRIY
KB (1 00nl)RAKC1O00n]) BRUENBELY . £HeS04
FREERETREEM, B3 25. 5g (74%)MEFYTR
BRETEE - 1 -HZER.

'H NMR {60 MHz, CDCl;): 6 1.85 (d, 3H, CHCH), 3.80 (s,3H,
CH,0), €.50 {q, 1H, CH).

(ii) HMPE - | -PEFHEBREZEN

BRTEWH (3. 70g, 0. 03 3mol)MBDMF (100
ml) FRAIRERBHR (2. 84¢g, 0. 03 3mo)) BE. BE
BLEEERS 1 u() MRBRPE- 1 -HZEWM(L1. 55 g,
0. 03 3mol) FMBFB/MBEIHF. RAEEM18-F~ 6
(0.618g, 2. 3mmol ), HBUENBEGYHEZETERHE 3
Re TRENBAYHEBETREEN. KREYBETENG (100
i), FEEAHRBEPKER (500l ) Mk (5 0nl) FKE
FAMgSO0. THRANHEIBERZBN. ERFCBERI4L. 46 ¢
(72%)WMEE"Y.

'H NMR (60 MHz, CDCl,): & 1.65 (d, 3H, CH,CH), 2.00 (s, 3H,
CHyC=), 3.90 (s, 3H, CH0), 5.65 (m, 1H, CH,=), 6.25 (m, 1H,
CH,»), 6.90 (q, 1K, CHCH,).

VIFZEZ (RBREFE)
BFERTHREFER (1 9.1 2g, 148. Sanol ) MAE
Bk M (0C)Z =8 (2.8n],50mm0)l ) - E_EPHK (2 0 0nl)
PEIBEBRA. REMAMRK (8. 708, 11 0mmol ) HEREME
AYEOCCTRERE I SA4HMEZETHEAE 6 At FHCIC 1 M,
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100ml). NaCO= (HEMIABHE 1 00ml) MK C100ml) ik
BERNREGY, RAEMANeS0. TR, BRHEBNB|H11. 88¢g
(96. 2% )MIBE*Y.

'H NMR (60 MHz, CDCly): &  4.48 (m, 4H, OCH,CH,0), 5.75 (s,
4H, OCH,Cl).

w) BEREBZBREFER
(i) RRBWO - ZHMETFE - S - Z X

WHEDMF (2 0pl) PHIRARBKRO —HHE - S - Z &8
(4.50¢g, 0.028mol ) MBIZMHP(2.74¢g, 0.0238
mol )ETHF (100ml) %MBET. AEEML1 8 -F—6
(0. 22g, 0. 84mmol) HHENRAVYEZRTHEH I X,
TRENBEGYHEBRETREEN. BEDEIRECHE (B,
K OR4BHT4L. 232 (85%)MirETY.

'H NMR (60 MHz, CDCly): & 1.30 (t, 3H, CH,CH,), 2.20 (s, 3H,
CH,C=0), 2.95 (q, 2K, CH,CH;), 5.80 (s, 2H, OCH,0).

(ii) ERFRZB AT

E1SHMAEO~SCHEET, #¥302Cl- (2. 43 g,
0. 01 8mol ) ZINBIBELKE 1 w (i) MRABMKO-ZHE
HE - S-ZE®(3. 15g, 0. 018ml)H. BEEZES
455, EEEM] | moHg THEREZELSCL, B REaEE.
¥ 2. 448 (89%),

'H NMR (60 MHz, CDCl,): &§ 2.20 (s, 3H, CH,C=0), 5.76 (s, 2H,
OCH,0) .
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S)ATHE S (RBEPE)

WHEHAFEEE (19, 122, 148, Sonmol ) ME1, ©
—~SZE (5. 302, 50mmol ) EZHELK (20 0nmol ) AYUK
BWH(OC)MBRP. AGHFmMMoE (8. 70g, 11 0muol ).
HUERNEADEOOCTHRT | s MEZEBTHRE S et B
B(C1M, t00nl). NalHCOs (BRI;R&EW®, 1 00ml) . K
(10 0ml)Pedk, HHMHeS0. T HERMHEN, 31 3. 2
g (9 5% )MBEE™Y.

'H NMR (60 MHz, CDCl,): & 1.20-2,00 (m, 8H, (CH,,), 4.22
t, 4H, 2 X (CH,0), 5.73 (s, 4H, 2 X OCH,Cl).

n

Yy ) ZEBHRERGR AT

BRTER®E (5. 02, 0. 04 5Snol) M BPEFEEK
(3. 87¢g, 0. 045mol)7ZEDMF (15 0m]) FWMIBEREAN.
ZMEWHRE® (4. 86¢g, 0. 045mol) BEMANABINMET
WP 18—-EF—6 (0. 9¢g, 3. 45mmol ) RBSHEMA, Hik
RENBGYEZETHH AR, dBRNEADHERETHRESEN.
FREYETEHN (10 0n) FPABEANBEBREWAKEE (500l )
MR C5 0ml ) Bk BHeSO0. TRIIFEWETRHEEN . Bl
BHMERIS. 192 (75%)MIBE>Y.

[ ]

1

H NMR (60 MHz, CDCly): & 2.00 (s, 3H, CH,C=), 2.18 (s, 3H,
CHyC=0), 5.70 (m, 1H, CHy=), 5.85 (s, 2H, -OCH,0-), 6.25 (m,
1H, CH,=)

z VBEBTE®  HHEBEEER
WRTEAH (5. 84g, 0. 05 2pol) MBAEER
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(4.47g, 0. 045mol)EDMF (22 0nl)+WBERA-
WEDMF (150n]) PEIBHEHE ] i HBRBRTE - AHER
(6. 5¢g, 0. 05 2nol) MBEIMERMBERRES. BREFEM
18—-"F—6(0. 6g), BEANRBRAYEEZEERHF 2R, I8K
MEAYHFERETHREEN. ¥REDETARG (10 00l ) HFB
WHHEBRIPABE®R (5 0nl) A (S 0nl ) . AMgSO0. T
BENWHAEBRETREEN. 2 AHED4. 57 e IFES
-

'H NMR (60 MHz, CDCl,): & 0.80 (t, 3H, CH,CH,), 1.28 (m, 2H,
CH,), 1.60 (m, 2H, CH,), 4.15 (t, CHO), 5.78 (s, 24,
OCH,0), 5.88 (dd, 1H, CH,=), 6.1 (dd, 14, CH,=), 6.45 (dd,
1H, CH,=CH-).

aa) 3, 6, 9=+ —IR-_H_-K

EIEMTRBMEBRERRBEZEH, 53, 6, I -=81+—
B (2. Ommol ) FEHREEE ( 1nl) PHFE 6 Mot WYX
AR THENEE S,

'H NMR (CDCl;): § 3.64-3.68 (m, 4H), 3.76-3.82 (m, A4H},
4.49-4.51 (m, 4H).
e NMR (CDCly): § 70.70, 71.29, 76.65, 172.03.

ab) BB 1 - (7T -FTEEARERBE ) ZE - BEE

(1) 1| —FEL B
BEZ=M(25. 0g, 0. 1 3mol)HEE(550ml) P

BREMBITEEEB (0. 71¢g, 3. 7 2nmol ) FHMHKF S 0

Co MMAER (S 0nl) FPHWFBW (14, 3g, 0. 1 3mol)os
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RERGPHERSR. @R -HEZ{r KEAILESTD P
REAFWEZ. E21PHEELITLCREMBEFTH. $RER
APRHIER, AEREEEKSET. BT BRETEN RN
MEZEK. ERBAKEHNT. KPR -BFHE L0 1) EH
BERAEEERE®RS
FEE 23N

'H NMR (300 MHz, CDCl,): & 7.35-7.31 (m, Ar): 5.10 (s,

ATCH) ¢ 2.33 (t, CH,CO): 1.62 (m, CHCH,CO); 1.29 (m,
(CH,) ;).

(i) 1 —FEIZ BB

BEeXEM lac(i) WL - FEEZHK (6. 3g, 21. 6
mmol ) BFEFEXRIE K (L 0 0nl) BHFMAF S 0°C. #HEA (20
ml) PAIBRERSE ( 3. 5 g, 1 0. Snmmol)FMEpH H 7., Eid
BHT®RIEWMBREA.
FEEE T 9 5 0.,
(iil) B 1 —®ZE - ZEH

HREMRE (6. 0g, 7. 23mmol ) EZHEFE (150
ml) PRV HEMTHRM®SE (3. 66nl, 45. 6mmol ) o TEWH
PWAHNAER. SEHMARFR I -KZEWB(6.58, 45.6
mmol )« HRNBEEYRELIE, AZEERBBFEO. 5N HCI
@Wﬁﬁ,mmﬁ%%ﬁa%%%%@:m,nﬁ%m%m%%o%
REBETHREN, BT TEHEREETF.
FEEE 9 30
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1 .

H NMR (300 MHz, CDCl,): 6 6.43 (g, CHCl): 4.19 (t, CH,0) ;
1.83 (4, CHyCH); 1.69 (CH,CH,0); 1.40-1.22 [m, (CH,),17 0.88
(t, CH,CH,).

(iv) @1 - (71 - FEEFERBEE )X - REF

BREXKEH lac(ii) M1 - FEET-BMMW(5.0g, 1 2.2
mmol ) EFDMF (150ml)H. BCEMBELES 1ac(iii)
Mm-S 2% - RER (3. 258, 12. 2mol ), EEF
MBAE (1 25mg, 0. 75mmol ) e S OCHATIEXRM. #
EBREZEN. WREVYEFE_EPRPIIFHENHEBRIANER T
B3IV, BEBAARR2K. ERARRETREBSHBERRET. &
HAEHE / ZBRZE (12 1) EREE, “OREeHEEdk.
FHE: 659%

'H NMR (300 MHz, CDCly): & 7.35-7.31 (m, Ar); 6.78 (q,
OCHCH(0) ; 5.10 (s, ATCH,): 4.19 (t, CH,0); 2.33 (t, CH,CO).

(v) 1 - (7T -REFBEA))ZE - ZEM

MABBEEN lac(iv) MBI - (7T -FEERERBLE)
ZE - ZHEB(4.08, 7.9mmol )EZE (1 5nl) PHIBEK,
MAREFESR LOEEAN (1 50ng) . EREAETHRERL
REAYShH. BRETREZH. HHERE ZBZE (4 :
1) fEBid, REDHEEHEMGFHL.
FRE: 5 29%

'H NMR (300 MHz, CDCl,): & 6.76 (g, OCHCH,0); 4.19.-(t,
CH,0): 2.32 (t, CH,CO).

Pc NMR (300 MHz, DMSO-d,) § 174.67 (COOH): 171,30 (CH,CO0):
152,68 (0CO0): 91.09 (OCHCH,).
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ac) ERFMITERAEFEN
(1) HEmH

IKOH (2. 6 g, 4 6. 4mmol YTEARCS Oml) PHIBEE
BOCHMIE® (3. 0g, 46. dnumol)FER (30 0ml)F
MEFR D, HFl TR, BdETREREK
FE: 9. 28g(05%),
(ii) RRBBO - TEHAERE - S -ZEE

¥EDMA (2 0nl) PHIRAKBO —KFE - S -ZHE#®
(4. 79¢g, 0. 03 1imol)TEMBIBEERKS1adli) MBER
(6. 5¢g, 0. 03 1mol)EDMA (S0 0nl)WIEFEET-
wEEmMmLIe-E-6(0. 25¢g, 0. 9 3mmol), WRHEERES
WEFRRAETHRE 2 208, IBRNBEAVHFERETERERN.
AidREEEE (ER, O ZBZB (30 1) ) ALRERED.
PR 5. 963 (B T%)o

o)

(9]

'H NMR (300 MHz, €DCl,): & 0.88 (t, 3H, CHy(CH,),, 1.27 (m,
12H, (CH,),), 1.33 (t, 3H, CH(CH,S), 1.63 (m, 2H, CH,CH,=0),
2.37 (t, 2H, CHC=0), 2.89 (q, 2H, CH,S), 5.81 (s, 2H,
OCH,0) .

Bc NMR (300 MMz, CDCly): & 14.1, 14.8, 22.7, 24.6, 25.4,
29.0, 29.2, 29.3, 29.4, 31.9, 33.9, 80.2 (OCH,0), 170.7
(C=0), 172.2 (C=0).

(iii) EHFRTERSETER
ELSAMAFOCHERETHS02Cl2 (1.1 7¢g, 8.65

mmol ) W IBIFECH: Cl= ( 5ml) PHBEXEH 1 ad(il) MR

BMBO - TEBREAFE - S-ZEB (2. 10g, 7. 2 2mmol)
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d, BEEFBERE TEH 1 78. £3 0°CA2 Omnllg TRER

EtSCl, B E Wi,
EE: 1. 62g(85%).

"H NMR (300 MHZ, CDCl,): & 0.88 (t, 3H, CHy), 1.27 (m, 12H,
(CH) ), 1.66 (m, 2H, CH,CH,C=0), 2.41 (t, 2H, CH,C=0), 5.82

(s, 2H, OCK,0).
Bc NMR (300 MHz, CDCl,): & 14.1, 22.7, 24.5, 29.0, 29.19,
29.24, 29.4, 31.9, 33.8, 83.3 (OCH,0), 150.1 (ClC=0), 171.7

(C=0).

ad ) BB 1 -ZBERE- 1 -FXEFE - ZHEM
() BE1-%-1 -XEFE - ZHEW
HEFRZHEE(3.08, 0.028mol ) MEHE(L,1 4
g, 0. 038mol)&T 1, 2-—ZHZix (3 0ml) P3tEWmkm
(0. 1g, 1. 28mol)WWMIBHEHANBR . HWBERES O
CHE#E1X, B (25n) %%, KHF-EHK (250l) XE
Bl AMgSO. THRAFMAENMIELE, BF3. 0g (50% )Ry
R

"% NMR (60 MHz, CDC1;): & 4.55 (dd, 1H, CH,=), 4.95 (dd, 1H,
CH,=), 7.05 (dd, 1H, CH,=CH-), 7.25 (s, 1H, CH-pfh), 7.40
(m, S, rh).

(ii) R | —ZHEE- | -¥HE - ZHEH

WZME (2. 0g, 0. 01 2mol ) MBIWA1 —H— 1 -
ARE - ZHBER (2. 50g, 0. 01 2ml)EDMF (60
ml) PHIBERY. SREBAYEZERETES 1 28, JBRMNE
FYHERETREZEN. REPEIRRAHE (BE, —€8k)
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WiTWBI0. 56g(20%)MIFEFTY.

'H NMR (60 MHz, CDCly): § 2.24 (s, 3H, CH,C=0), 4.60 (dd,
iH, CH,=), 4.95 (dd, 1H, CH,=), 7.00 (dd, 1H, CH=), 7.50
(m, SH, Ph),8.00 (s, 1K, =-CH-Ph).

ac ) ERBEPIRAFEN
(i) BRARRO -XPHREAPE - S-ZXHW

WEDMF (2 0nl) PHIRNABBRO -—EFE - 5 -ZEF®
(5.73¢g, 0. 03 Tmol)FMBIFERMHF (5. 94 ¢,
0. 03 7mol) AP, REFMBEEDMF (13 0n]l) P
18-E-6C(0. 485¢g, 1. 85mmol), ENEADEE
BTHEHFEZ 4 H. ERETRZEN. ¥ REDETEH (15 ¢
ml) AR (5X2 0nl) k&, AHeS0. TH. EFRETREEHN,
Wizt (R, B5)BHT7. 16g (81%)MNEE~Y.

'H NMR (60 MHz, CDCly): & 1.3 (t, 3H, CH,),2.9 (q, 28,
CHZCI{;)I‘ 6-1 (S, 2Hr OCHzo)' 7-3'7-7 (m; 3H, Ph); 8.0-8.2
(m, 2H, Ph).

(i) ERFREPARETR

EL1S540MK, ERETFTEO~5CHS0Ll=2(4. 0 3¢,
0. 03 0mol) MBWABRMO-FHBMEFAE - S - Z2E8BP,
BEREEEBTHY 2 i, £ZEEM 1 | noHg FTHEKXELSCl, B3 %K
ERE. “B: 5. 30g (83%),

§ NMR (60 MHz, CDCl,): & 6.1 (s, 2H, OCHO), 7.3-7.7 (m,
3H' Ph) r 8 00-802 (m, ZH' Ph) .
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L2 -Rapmiul&
a ) _REFRRBREPHENFLHBMNARLERES
EESATHS 0nl M1 % (BEE B8 TZHERBAS
KBBRBATGE 0C. ZRAMNEFTMABEL LXK 1a /)
0.20g(C1. 0%mmol) M_HFEVIK/MEEFKEMI. 80¢g
(0. 094pol)EzhEtk. L1 . 6ng( 7. 2nomol) IR
FTRESHRNO. 08pg( 0. 3muol ) IRMWAMIERREIL
HREENEALERERSIRERARE. EEVHIZEZNLER
ERNESF M. ARMAKZEERIEN1 1. 2%, XHET
HUEHG 8X. BAUMEAYARBTTHF (EARFZHHRY
BRD), TRVURAPEXH.
bYHEZ (16 -BEFTARKRE) PENC B _EBINELY
o -B_=® (0. 657¢g, 3.59mmol)E_FHE /=K
ZH(EBKHNB80: 20, 5anl) PHIBRAMBIES 0 CHBE
PLESLEHE 1 b(iv) 2 (16 -BE+AEBE)FR(2.000
g>» 3. 5%9mmol ) E_HE /ZKZH (ERLS80: 20, 160
ml ) FRIBHEP. BECO0CLANHBER, FEEEADRHI
20C, ERETREANTEIO0. 227 g a@RE.

IR(O#HY) ,cm™ = 2915(s), 1759, 1732(s), 1466, 1417(w),

1380, 1263, 1175 (w), 1105 (W), 991 (w). 798 (w), 726
'E NMR (300 MHz, CDCly): & 1.58 (m, 44H, CH,), 1.63 (m,

12H, CH, ), 2.29 (m, BH, CH,CO), 4.04 (m, 4H, 2 X CH0),
5.73 (m, 2H, -OCHO-).
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AAHEEER (SEC) : My=11100, Mp=6500, Mp
=14100, My/Mn=1. 7T
c B (1 2 -BEFTRAEBEE )P RAC B _E8INEELY
WEZB=-®K (1. 22¢g, 6. Tomol ) EZHFE /Z8ZTH
(EEHKH80:20, 5nl) PHBEBEES OCHAMIBEL LX
BH 1 cHiZ (1 2-BEFTZHEBEIBRKL (3. 00g, 6. 7
mmol ) E_HE / ZHZBH (EHKLH80: 20, 100nl)Fm
AP, EE0CBELRE, BREBESYRHT 2 0C, EWE
TEEANESIZRCHERLEGY. EdhRaiEE (B S&8
EEEGIZHZE) BATY.
ARAOHHEEHE (SEC) : My=18276, Mn=12840,
Mwy/Mn=1. 423
d)DAZ (10— RERME )FERNT _HR_EHENELY
BT % (0. 200¢g, 1. 29mmol)7ET 0CMEE
BULEWHL1 I (1 0-BESMBIBE®K (0. 500 g,
1. 29mnol ) EFE (6 0nl) PHIBRA. E7T0CL1L1 005
MEBMEZE, BFREEADRIE 2 0CHEBETEREN, &
#ZMOo. 436 gEBEKE.

IR (%8 ): 2933 (s), 1787, 1738 (s), 1650, 1465 (w), 1413
(W), 1357 (w), 1262 (w), 1164, 1098 (w), 1049 (w), 988,
906, 802 cm’.

'H NMR (300 MHz, CDCly): 6 1.25 (m, 20H, CH), 1.57 (m, 8H,
CH,), 2.32 (m, 4H, CH,CO}, 2.61 (m, 4H, CH,CO), 4.04 (m, 4H,
2 X CH,0), 5.70 (s, 2H, -OCH,0-).
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AOHEEHE (SEC): My=1870, Mn=1580, Mp=
1310, Mgy/Mp=1.138
e )M (1 0 -BRESZRE)BEGENT KASHEERED

BT -K¢0. 152¢g, 1. 29%mmol)EL3I0CHMIHAE
BERA LA 1 dB = (1 0 -BREZBE)PKR (0. 500 ¢,
1. 2 9mmol )IMEIHERM (O. 0078, 0. 00 4mmol ) 7
B (1 2nl) PEIBEAN. 2% 1 4 0°C8 4/ha B RIEE SN
BREFERMAKE, FENREAPYHT20C. BETREEM,
B3lo. 425 gEERE.

IR ( #&9): 2933 (s), 1739 (s), 1650, 1467 (w), 1415, 1360
(w), 1261, 1168, 1100, 995, 803, 724 cm’'.

'H NMR (300 MHz, CDCly): & 1.27 (m, 20H, CH,), 1.59 (m, 8H,
CH;, 2.33 (m, 4H, CH,CO), 2.64 (m, 4H, CH,CO), 4.05 (m, 4H,
2 X CH,0), 5.72 (s, 2H, -OCH,0-), 10.00 (bs, 2H).

APMHHEEHE (SEC) : RPEARBREAYD (WHKERY) .
Y- (1 0 -BERERE ) IGANCB-EWBNE4AY

e _BE-#® (0. 943¢g, 5. 15mmol ) E-HE =4
2B/ (EEY RS 0: 20, 7Tnl) PHIBRES OCHEMBABa
EXBH1L A= (1 0-REXME)FK(2.000g, 5.15
mmol ) E=H¥ ZHZHE (BHEHL80: 20, 1 20n])MER
H, 6 0CE4 3 PHBER, HERNEGYRHI20C, BE
BREBNBGIOCEHE. EdthdaBE (BK, ZHMZE) 83
0. 44 e IREDEY -

'1H NMR (300 MHz, CDCl,): & 1.32 (m, 20H, CH,), 1.57 (m,
12H, CH,), 2.34 (m, BH, CH,CO), 4.03 (m, 4H, 2 X CH,0), 5.71
(5. 2H' -OCHZO")Q
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KAHEEHM (SEC) : My=20964, Mp=12382,
Mp=22843, MysMpn=1. 693
g VMW E_HE- (ERBEAEFE BN, 6 - —EES KW
BHREAY

¥$1, 6-—EECK (0. 23g, 0. 00 2mol) M
THF (5pl)$WH=2%K (0. 40¢g, 0. 00 4mol)FEMI
ETHF 20a) p@I B E U EXBEMle GMHYE AR (ARRER
BE)E (0.70%,0. 002 R)MBRY . EREBRAYEZTRTHHASC
F. TRRNBEAYHERETERREN, FARBETEINEED.

'H NMR (60 MHz, €DCl,): 6§ 1.20 (m, 8H, 4 x CH,), 2.85-3,20
(m, 6H, 2 x NH and 2 x CH,N), 5.85 (s, 2H, OCH,0), 8.00 (s,
4H, Ar).

h YT (4 -BHEXFRE) IRANC-BR-EHEHNERESY

¥o-m_-® (1. 26¢g, 6. 89mmol)®&EL, 1, 2, 2
-~z ZEZE (EER S0 : 20, Snl) PHER, &
EOCHMIBENEXEH 1 {H= (4 -BEFEXPFHRE) Fix
(2.18g, 6. 89mmol)&ELl, 1, 2, 2-NEZKE"=K
B (EEBHKLS0: 20, 90ml) PHIBEWRZP. E60CELR
BERE, BEHNBEADRHI20C, HEBRETEREBHN, 83
2. 82 b ENRM. EENPUFREIO. 8 0smEALS
Yo KAHEEAH (SEC): My=3793, Mn=2715,
Mp=2845, My/Mn=1. 724

1

H NMR (200 MHz, CD;COCD;): 6 1.65 (8 br, 4H, CHy): 2.40 (s
br, 4H, CH,C0), 5.18 (s, 4H, O~CH,~Ph), 6.25 (s, 2H, OCH,0) ,
7,.4«7.6 (m' 4H' Ph)' 709-81 (m' 4H' Ph)-
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ID~m ) BRR(FEFHBREAFE ) ARG —BAE
¥mbREREs 1 |~ BIHRB(PEFABREPFE)RA.0

g )EDMF (8. 0g)PHIBRMMATI6 0CHEMAIBN

(0.005¢g, 0. 03mmel)o 240G, ¥EREEADLEHY,

HEFADBRAMIEREANIERS (BN ) F. IRBEAD

FHAFRMRRE, ERETTH.

i )HBREFE - PERRBREATENREGINERSD

IR (KBr): 1763 (C=0, str.) ecm’’

'H NMR (300 MHz, CDCly): § 1.00 (m, 2H, CH,), 1.90 (m, 3H),
3.85 (s, 3H, CH{,0), 5.70 (s, 2H, OCH,0).

Yo NMR (75 MHz, CDCly): & 46.35 (C-CH;), 56.55 (CH,0),
83.59 (-OCH,0-), 154.41 (C=0), 175.50 (C=0).

EZREMREME (DSCHIRYP, Tg=59. 8C, ER4BER
K242. 2Co

P RE, HWILBEENS 9. 9°C,
KAHEAE (SEC) : My=100000, Mn=59000,
My/Mpn=1. 7,

i DHBEZE - PETRABRETERVNENEAYD

IR (XBr): 1763 (¢=0, str.) cm’

f

H NMR (300 MHz, CDClg); 6 1.00 (m, 2H, CH,) 1.32 (t, 3H,
Ch), 1,90 (m, 3E, CHy), 4.25 (m, 2H, CH,0), 5.70 (s, 2H,
OCH,0) .

13

C NMR (75 MHz, CDCly): & 15.77 (-OCH,0~}, 46.35 (S-CH,)
€5.90 (CH,0), 83.50 (-OCH,0-), 153.69 (C=0), 175.80 (C=0) .

(-0CHz 0-),153.69(C=0),175.80(C=0)

r
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ERPAMEME(DSC )XY, Tg=35. 9C, ERIMEE
3260. 3C-

LSRN, EBLBEER3I L. 27T,

KOHEpHEH (SEC): My=34000, Mp=20000,
My/Mn=1. 7,

k ) HBEEBRTE  FEAGREPERIGNEAY

IR(KBr): 1763 (C=0) cm’!

'H NMR (300 MHz, CDCl;): 6§ 0.90 (t, 3H, CHy), 1.00 (m, 2H,
cH,) 1.39 (m, 2H, CH,), 1.70 (m, 2H, CH), 1.90 (m, 3H,
CH,) 4.20 (t, 2H, CH,0), 5.68 (s, 2H, OCH,0).

“c ¥MR (75 MHz, CDCly): & 13.54 (CH,CH,), 18.73 (CH,),
30.39 (CH,), 46.26 (G-CH;), 69.72 (CH,0), 83.67 (-OCH,0-),
153.86 (C=0), 175.80 (C=0).

EFHBEERE(DSCHEW, ERsBEEHF238. 3C.
(RMEFNTg) - AWM ITERY, HEPLEEH241. 7C.
KA ERE (SEC): My=60000, Mn=29000,
My, Mpn=12. 1.

) BREBEE - FERGUREFERYNENRESY

IR(RKBr): 1763 (C=0, str.) cm’’

'H NMR (300 MHz,.CDCly): & 0.90 (t, 3H, CH,), 0.90 (m, 3H,
CHy), 1.30 (m, 14K, CH,), 1.70 (m, 2H, CH,), 1.90 (m, 2H),
4.18 (t, 2H, CH0}, 5.66 (s, 2H, OCH,0).

¥o NMR (75 MHz, CbCly): & 13.78 (CHy), 22.34~31.57 (CH,),

46.26 (C-CHy), 68.70 (CH,0), 83.67 (~OCH,0-), 153.55 (C=0),
175.80 (C=0).
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EREBBERE (DSCHRE, EpsBMEBEEN 23 2. 97C,
(KRWEDTg) . MWUBLSHRB, HWLBAEH-3. 3Co

AOHEEHE (SEC) : My=160000, Mp=90000,
Mw/Mp=1. 7,

m) HEEEE  FEARREFENBINERSY

IR (KBr): 3077 (Ph), 1763 (C=0, str:) cm

'H NMR (300 MHz, CDCl,): & ©0.95 (m, 3H, CHy), 1.90 (m, 2H),
5.25 (s, 2H, CH), 5.75 (s, 2H, OCH)0), 6.70 (s, 5H, Ph).
*C NMR (75 MHz, CDCl;): § 46.26 (~C-CH,), 68.03 (-OCH,Ph),
82.02 (-OCH,0-), 129.45 (Ph), 153.67 (C=0), 175.80 (C=0).

ERABMBERE(DSC )%KW, Tg=31. 67T,
EH4MEBEENL19T. 1 Co
BUMSTRE, BEWLBEERI 2. 8°C,
ApHEAYE (SEC): My=82000, Mn=44000,
My/Mn=2. 1,
n ) HERTE - PEAAEBEFENMNBEESRRARBIMNKS
FEEREAY

BLERLHES 1 pRIAMNBMTE FPEFRHBETER (0.5
g, 2. 0mmol ) EDMF (7. 5 g )P MBARMAIE0C, B
HEEER® (0. 0015¢g, 0. 02mmol )MAIBN
(0.0025g, 0. 01 S5Smmol)—E€WMA. 24,8HE, BH
ENRAYHFERGYERAMIERANIER® (FEEH ) $.
TERAUFHPEHNARE, EBRET T8
APHHEH (SEC) : My=22000, Mp=140080,
O)BBEE . | -PERBHBEAZENNBEERS
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ETHENEXATEGOCHAIBN(0.005¢g, 0.03
nmol ) ME] B XK 1 u (ii) WERFE - | -FEABRAL
EE (1. 0g, 5. 0mmol ) ERATHF (8 g ) FHHERT
Z2 4005, RENEADSRHT20C, BRETEREBRN. K&
BHOEAYETCH: Cl: FHEFBRTHINE. BEddBAReY T
SBERE, SR

'H NMR (200 MHz, CDCl;): & 0.90 (m, 3H, CH;), 1.45 (s, 3H,
CH,CH), 1.87 (m, 2H, CH,), 3.80 (s, 3H, CH,0), 6.65 (bs, 1H,
CHCH,) .

KMHEEEE (SEC) : My=16033, Mn=664 1., Mp

=16192, My Mn=2.41. ZREBERE(DSC)H =%

B, Tg=357. 650C-

POBREBZE - | -FEFREBRAZCEBNBEERS
EFHEHEKXAT, E50CHAIBNCO. 033 g,

0. 02mnmol ) MBIBEL LA 1 5 (1) MEKEIE - | —H

EFEFBEZER (0. 504 g. 2. 4 9nmol )ERKATHF
gnl) PMBERT. BT HERENESDRHNF20C, £H

B(50nl)PUREESY, FFERITIE. BEIANReYET

THFd, 8B (7 0nl) FEEFTEZ, £EH0. 138 3

SR =R /g

'"H NMR (300 MHz, CDCly}: § 0.90 (m, 3H, CH;), 1.25 (s, 3H,
CHy), 1.45 (s, 3H, CHy), 1.87 (m, 2H, CH,), 4.15 (bs, 2H
CH,0), 6.62 (bs, 1H, =CHCH,).

]

KN HEEE (SEC) : My=26500, Mn=18600,

[ §
| p]



Mp=22000, My/Mp=1. 43,
q VHBMZE FEARBRETFERMNARRSRIMNELD
ERMU LXK | BB ZE - FEEHBRETEN
(5. 266¢g, 28. 00mmol) ZBj, W+ oHREERW
(0. 056¢g, 0. 19mmol)7EKRC20. 5ul) PHBRESR
SATHHRIE0C. BRERMES (53.4mng, 0.2 4mmol)
SIEREE (4. 38mg, 0. 0 2pmol ) IEHTERBEESRES
RM. E60C&1 6hNE, BmMidwm# (4.3 8ng, 0.0 2
mmol ) » EHWHE 2 0CZH, EE IO CHEAKATURARN S
ZHEMEAT 3D
r ) HEFRFEFTRBEAPRESINEKEAYD
ETHMNAEKATMEOCHATIBN(D.0085¢g, 0.0 3
mmol ) MBILALEHE | rMERBRPAEFNBHRAFR (1. 00 g,
4. 55mmol ) EFXAKTHF (8¢ ) dMIBERY . 2 405,
BEREREAPRHH20C, ERETHEREN. LRNE4DHE
FTZEREP, HEFRTBERR. 28, AREDP4BHPH,
/EBaEBER.

'H NMR (200 MHz, CDCl.): & 0.85 (m, 3H, CH,), 1.87 (m, 2H,

CR;), 5.70 (m, 2H, -OCH,0-}, 7.45 (m, 3H, Ph), 8.05 (nm, 2H,
Ph).

AHEMEEHR (SEC) : My=30281, Mn=11580,
Mp=32286, Mi/Mn=2. 615,
ERPHEBEMBE(DSC )%, Tg=60. 38Co
sIN-(2-ZBEFEEBRECFHE ) PERAREOREERS
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EXRAHESERT, 50 CHAIBN(D. 0138¢g,
0. 08 4mmol ) MNP BE LS IsG)MN- Q-ZHAW
EEX-BEEFE)PEFEHEHME (0. 5188, 2mmol ) EFRA
THF ( 8nl) d@IBRA. 3RE, REREZENWAD 0.439¢
I B=RR g

'H NMR (200 MHz, CDCl;): § 0.8-1.2 (m, 3H, CHy), 1.2-1.4
(m, 3H, CH,~CH(CH,)0), 1.6-2.0 (m, 2H, CH,), 2.1 (s, 3H,
CH,C0) , 2.9-3.9 (m, 2H, NH~CH,), 4.7-5.0 (m, 1H, CH,CH(CHy)=-
0), 5.8 (s, 2H, 0~CH,~0), 6.2-7.0 (m, 1H, NH).

AKOHEEAH (SEC) : My=5411, Mn=2857, Mw/
Mn=1., 894,

ERPARERE (DSC)H)%YP, Tg=52. 91Co
ON-[2-(1-ZBMEBZEEREAFEIHETNAREROBBERS
EXRAMBESHAT, #50CHAIBN(O0. 0031 g,
0. 18 9mmol ) EIOIPIMA LKL t (1) IN-[2-(C1-

CBEZEEREE DREIREFNHEME (1. 23g, 4. 5
mmol ) EFXRATHF (1 8ml) PRIBHRA. 3XE, EBRETERE
BHXl. HABAHE (SEBE, ok ZMZEB (3 4 ) FH

B )BF0. 96 gHEMRE.

'H NMR (200 MHz, CDCl,): § 0.8-1.2 (m, 3H, CHy), 1.2-1.4
(m, 3H, CH,~CH(CH,)0), 1.5 (d, 3H, O-CH(CH,)~-0), 1.6-2.0 (m,
2H, CH,), 2.0-2.2 (&, 3H, CH,C0), 2.9-3.9 (m, 2H, NH-CH,),
4.7-5.0 (m, 14, CH,CH(CH,)~0), 6.2-7.0 (m, 2H,

NH+0=CH (CH,) =0) .
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KAHEEM (SEC) : My=1991, Mn=1268, Mp=
2105, My Mn=1. 548,
ErRBHMERERY, Tg=51. 537C,
u ) MTPZEZ (RBREPFRE) ANFE_HR_-HFHENKERYD
WRTEWLE (1. 62¢g, 0. 01 4pol) MBPIME_FHE
(1.20g, 0.007 2mol)ZEDMF (4 0ml)PHBEBEF-
WRELEMRKES ! viPMEZEZ (BRMEFE) (1. 78¢g,
0. 007 2mol ) EMEFBMBEFET. ABGEM1 8 -F— 6
(0.056¢g, 0. 21lmol), HERNEAYEZRTRH 2
RAECOCHEHE LI 1R JBENEBAYHEHETRESEN. ¥
REVBTZRZE (5 0nl ) FABAARMAMNKER (30l )
ik (3 0ml) B FOAHANS0. FTH, HEBETREEM,
BEFELED.

'H NMR (60 MHz, CDCly): § 4.48 (m, 4H, OCH,CH,0), 6.02 (s,
AH, OCH,0), 8.12 (s, 4H, Ar).

RAHHEEH (SEC) : My=1938, Mp=1511, Mp=
2137, My/Mn=1. 283,

VIBRBRYE  FEFRBBREFERNBBEARIRS
B+oiERBM (1. 6X107 2 g, 5.5%X107 2
mnol ) EHAKAK (6.0 nl ) PEIBWMI —RFBWBEAHBNL BRE
RIS Onl WHEEEERT. AEBERMABTFHEEX KA (1. 0rl)
FRWMTRBEWH (0. 015¢g, 6. 7x107 2amol) ARM
AREBM EZHES ! pMIRBYE  BEEHEBETFER (2. 0¢g,
8. Ommol ) o REBEHLMMAINGE 0C. MMMREBEYFE
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MABEE (1. 25x10° 2% g, 4. 6x10 *agmpol), ¥
UERMHEHGT EASIHE. FLEARMFERAYARE N
HARREENPRE (FBEN)P. RAEIBRSY, FPFEMKK
. REBRSEE=VLERALRSY . AEHRaYUELZ,
HEESHFHTTRUBREEMEMRE. FEEEHARTRN L
MERGTRE, THAXSZEHEERESTHE. BEXEENELE
ABFHTFOLARD, EHREREBEEDT L um.
w)~z )EREBZE - - FEARBEFERSHEREBENEBEES
WERA

B EXES | mPBERZE  FEAHRE T &5 EDW
(B.Ug)¢m$£ﬁ%ﬁ%&%ﬁ¢ﬁﬁﬁ%@m%ﬁsnt,
HFEMAIBN (0. 005g, 0. 023mol). 24/hBE,
RAeDEREMIREFNTIERNG (EBEN )+, FTEFHEESH
RMRE, AEERET T




x 3

' XKD | PEEHRE | imzX - 925 KR ﬂ
2 (g . o0 e LR E R HERKR: |
mmol) in
(g , mmol)
h 4 0.73, 8.48 ©.25, 1.33 86 : 14
X 0.73, 8.48 0.17, 0.90 80 : 10
Y 0.73, 8.48 0.14, 0.74 92 : 8
f z 0.92, 10.7 0.08, 0.43 96 : 4

'H NMR (200 MHz, CDCl,): 6§ 10 (s, 6H, 2xCH,), 1.27 (t, 3H,
CH,CH,) , 1.90 (s, 4H, 2xCH,), 3.52 (bs, 1H, OH ), 4.2 (m,2H,
CH,CH,), 5.72 (s, ~OCH,0-)

k4 SHLERYERAME KT OERE

z EEHEM

EEBENR
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E: ELBMT RREELZUBRRHEANERZE.

aa ) HATHE - (BRREFE))AUYE _FR_HHNENERD

BRTHELW (7. 87¢g, 0. 06 8mol) EMBE|ME_H
B(5.66g, 0. 034mol)ZEDMF (200nl)+MEBK
o WATHEZ (RBREPE) (S8EHM1x, 9. 50¢g,
0. 03 4mol ) FMBFBNERSE . REMA18-F -6
(0. 24g, 0. 8 2mol) FWRNBGYEZBTHH 5 DM
MESICHE#I 4R TRENBEADHEBRETREEN. ¥Rk
BYBETERHG (1 00nl), HEEMHRBEIAHAER (5 0nl)
A C50ml) ¥ AMeS0. THRENHEFERETEHREZSBN, &
NEETY.

'H NMR (60 MHz, CDCly): & 1.25-1.90 (m, 8H, 4xCH,), 4.20
(t, 4H, ~OCH,CH,), 6.00 (s, 4H, OCH,0), 8.10 (s, 4H, Ar).

KAHEAE (SEC) : My=2987, Mn=1754, Mp=
3014, My/Mn=1. 703,
ETRPHMERE (DSC)HIKRHWH, Tg AF207C.
ab) HZBPEFRHBREAFRVW/ANREY

EXAMBESATME 0OCTHAIBN(0.005¢g, 0.03
mmol ) MPBZMFEFHREAFRCEAXEMLY, 1. 00¢g,
4. 5 5mmol ) ETHMMATHF (8 g ) vHjEHDP. B2 4 hHE
BENBAYRIF20C, HEBRETREEN. BEANELED
BWFCH2 Cl. HEFBPHRE. T8, WFAYTLrELTR, &
ESINSRCR il
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ERPHMEMRE(DSC)HERYE, Tg =54..997C,
A EE (SEC) : My=184678, Mn=24486,
Mp=54732, MyMn=7. 56
ac ) (10 -BEREE ) IRAF_BR_KEINKREY
BH B % (0. 254¢g, 1. 80mmol)#ES6 0'CTME
T(I0-REZRE)FK (FEXKEH 1 d, 0. 7003,
1. 80mnol ) E-HE ZHZH (FHRL80:20, 50nl)
FHERT. E6 0CHET 7ThHE, FREEAYRE20TC,
HEREHAN, BF0. 665 ghEfa. BENEE.
APHEHEEE (SEC) : My=2700, Mp=2100, Mp=
1600, My Mn=1. 28
ad) HEBBMIE - | - FEAFBEZEENARRSGHENERESY
EBRBIE - | FPEAGBREZER (ZXREH1 q (1),
0.617¢g, 3.1 0mmol)@WMAZE, E¥EKCZ2.40nl)
hE I EREY (6. Sng, 0. 02 3mmol ) FATEA ( 0.82
ml ) PEIRTHEEREH (6. 3mg, 0. 02 Smmol ) WRAPESR
SATWMHRIE0C. MAER (0. 2 5n]) PRI RER
(0. 54mg> 0. 00 2mmol ) ABIRE AR TEWHE 2 0°C
ZH, BEERATUHREARNES 0CTHT2 0.
ae )HEZ (1 2 -REFTBRE)BRAZASBGINELY
BEIS  SMoBEXZEZH (2al)FHZ (1 2 -8B E
T oBE)FE (LEE L c, 2. Jmmol YFIZXRK (0. 67
mmol ) AIBWFEG 0 CH S Ounllg THWH 3 60, KEELR, 8

FEEY.
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af YT (1.2 -BE+-BE)HEKEM3, 6, 0 -=B+—K=
BE_EWRmEaDy

BESS  SH-HFE =ZHZB (2al)FM= (1 2 -RE
+oBEIRE (W1 c, 2. Ommol )3, 6, 9 —=1}
—HR_BE_ (LW 1ab,2.0 mnol ) MIAWTE G 0°CHA 5 0 nnHe
T3 66, REEER, SFREY.
ag )EBREFELI O -1 - (7T-REFRBE)ZE - ZEH

MEFRADMSO (4 0nl ) HMEEW 1 0 (0. 65 ¢g)
BREMBETREADMSO (3 0nl) PHBE! — (7 -REHK
B )ZE RER (XMB1ab, 1. 5¢g, 36mmol). N-2
E-N’' —(3-Z—HFEXRE)-HML_-TK(0.83g, 4.3
mnol D M4 —WLEIREMEDE ( 4 2ng, 0. 2 Smmol ) «» EHBEERE
THHEZRE, AKX (25 0n) RERNBEADFH ASHTER
304, RHETHHEERESD 1. 3 ek EEamEK. E3CNR
i, 1 71. 28ppm UEM-I1HEEFEE. XLTF=H 8
BEFENAERZA. HABESPYNEHRETS.
ah ) BiPluronic F 6 SHIEFREPFREATFENBSNELY

¥Pluronic F 6 8 (9.889g, 1. 19 1mmol)Z&FH
A (TFH#E, 30nl). EMABA5CTH, EEEHERETIAZ
ZHCO0. 70ml). WNBTFHEE (4nl) PHEPHRELPTH
(LM 1ae(ii), 1. 0728, 5. 00mmol ), BESHEE
(T#%ey, 2. s5nl)—EMABHIH=ZZHE (0. 25m]). KK
BAYELSCTHES M, REESSCTHRE! 6 h8f, R
BWRHATE. EHETREZEN, SERALADETRENFER
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g )o

) )

WTHIERK (50 0nl) BIE, BFaBX (
IR(KBr): 1722 (C=0)cn*e
al M1 —ZBEE -1 —FEFE - Z2HEBMNEBERS
EFHROESET, HAIBNC(O. 005¢g, 0. 0 3mol)
ESOCTHHETHRTHEF (8nl) FHIWE 1 —ZBREX -1 -
RERE - ZHER (XEH Lad(ii), 1. 0g)RAERF. 12
PHEERETBREEN. ¥83MNRAYETCH: Cl: $HESE
MBENFERR. 38, NERTIBXBEAM/ISEHBR.
A ) N—(2-BWRE)FEFEABEEN- (2 -ZBEEFEE
HEEFRE))PFEASBRMNEREBHELERS
BN-(2-BRE)HFEWNHHEK® (0. 430¢g, 3.0
mmol ) MIN - (2 - ZBREXEFEERETE ) FERHEBRR (XhRe
Bl1s, 0. 7728z, 3. Onmol )EBETMWES%M (1 0nl)HFHF
mEl s 5°C. MAAIBN(D. 0207¢g8, 0. 12 6nmmol).
BEAPES SCEREESIR, BHEBAEE. FREBTINE®RMP
HAEBRETEKXREZEN, BFlagBERL. 33
RKAHEEE (SEC)ZHEREELAY.

3

TF: -REePRTHNE

c VEZ (REWREBRE) BRMEZHEHNRADRET
HEEATHUEEZRA 2 advmRePRAERMRE (L 3nld 5

B (1 3nl) MBS R4 0585, dETHERE, B9

E o kv

bYBEZ (I -BETABRE ) BRNC RSN Ra
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_'?

BB 2 bARAYEI0 : 1 ON-HE / ZHZHR
AYhEa . 1% (Wt /Vt) BW6. 204 g, M3 2 5alfl
Pluronic® F 6 S8ZE/KEID. 5% (Wt Vol ) W P. WEAED
(BF O BAER 148X ETRI AN, EIXAELERERN
ERRRR.
cYEAZ (1 6 —RBEFARE)) HRAC KKK A2P MK
+F

——

B ELRE 2 b RAYEID : 1 0O -HE /SEZHE
FYUFH4L . 1 (Ut VL) &WGE. 204 g, MF 2 5nliY
Pluronic® F 6 87ERTHIO0. 5% (Wt Vol ) BHF. HEAY.
FiUltra Turax T2 SHRAEM 2050 0% /S MNEBRE4 08
BB TR AN, BEdXEBHENERNCEAMN.
d)HZ (1 6-EE+ARE)FRNC_B_-_ENRADBIM
BF

BUEXme e bMRAYEID : 1 0H=HE /ZHZHER
A4, 1B (W /V)B®1 2. 408¢g, WHIS 0nldY
Pluronic® F 6 87EAFAIO . 5% (Wt Vol ) BT . BEAY
AUltra Turax T2 SEAELL 2400 08 A HEEAL 08
BARETHRI AN, XEERBENEZTHERAMR.

e )HZ (1 2 -BEF _HME )»FRANC-B_EHNERADHR
¥

BEL10: |H-HE ZEZHEAY (4nl) $HIi s
B 2cmM= (12 -BEFT-HE)PRSCBE=H (0. 40
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g )MmM® 2 0nlfy0. 59 (Wt Vol )Pluronic® F 6 8 K&BWD.
EHUItra Turax T2 SEEARERGYLL2 05 0 08 /S HIRE
BA3 086, HEO. Suulle TRHETR1640H. XZEWME
FUPEEHRRBR.
[ )MTRE= (FRETFH) AINE_FR_-_HHOERDDRT
B X2 uMEZEZ (REREPE)) AINE_RE_
WEEHTHEEYBR®R (2 2. 50l 4% (Wt Vol ) B, B
AP BERESYTHE ), FWH3 0nlfI0. 5% (Wt~
Vol ) Pluronic® F 6 8 K#EWF. HUltra Turax T 2 SIRES ¥
BaPLl2400 0% "R EREG 4L 008, FRETHRL 64
. XFRBREXVERAKE-
g ) BHEBZE FERBBRETFERBSIRADIRN
¥9ml 1 0% (Wt Vol ) RAYKEHBEW (bl LxRH 2 |
MBRZE FERHFBREFERBTENITHE ), T30
miy 0. 59 (Wt Vol ) Pluronic® F 6 8 K&EMWP. Alltra
Turax T2 SBEABKEAPL 240008 " FHEBEA40H
o, TR 6. XXEBEREXVERBARK.
h ) gBRE - | -HERESREZERUANRADHNT
BERX (Snl) PR EREH 2 o MIBBPE - | —HER
BREZENMEAY (0. 462g)mF20nl #91. 0%
(Wt Vol ) Pluronic® F 6 8kK%EW P MUltra Turax T 2 518
ARBRCYU 2050 0%/ SHREREA 3 0, HE0.05
moHg FTR&ETHR 1 6 DhH. ¥ BREXVERRBR-
I B¥EFRPEARBREAFRAIBHEAYHNT
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WrE2ml M1 0 1EHE/ZEZHEAD PO LEE 2
rIERRTERBREFRREAH (0. 45¢), WA 2 0nl
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REBINEFNSF
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Pluronic® F G & 1.0 | |

af ) HIBRFE  FEFNFBEFEREADEANEEPluronic®
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FEHREBERE PERFBSESFEBRe (ZmE 21, 0. 9
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SREBHVREE, BTHISETHE 2 408
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HENRADTHBEIRESRBEN Y. X2 EREREERY, CF
BREFSEE. UHIKERFRFEHNHERE, RFEZFL

LREBFUNFEZHERFHAKYRASA P 3. SHHz B
R, BdWEFEIEARARER I ABERE (g /nl) BFERN
BEERMEEN. HARBREISLY, RERBRASTNE,
MEHERNEFEEZRAREAJLTHRE. HAESRBIY 3
~5db/cn W, WEFAEZR. HUSHEERELTXHEMKT,
HEpTEHERMERERSEEN. REERLELOEE, HAREN
HARBENEERRTF (585NN TFHR)) NZSHAT 0. |
db/cm MIRZEHE.
a VHZ (FEFHRE ) HENRZEHEANERY RSN T8
kid:3

ZRTFREEZ (FEARBE ) AIRAEZHBERRENWEMN
ReYEBRm. BFYPERHEBENEEEEHE, $RURERRL
PR MmRER, WEHE L PTEIN.

b~i )AEARAVNFHREHY
SREBEERCMHE 2~ 94,
% 6
IRKEHA MR THEENNE. FERWENKRESE, 3
FHIE, HEEREBEEHRR 8db cn, HEMEESMEENTN

RetmkeE. ZHERRKREN, FSREEZHBA, EARKIIEN
Ak .
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5% i 1 B OF, HOF R E WES
4 LB 3, ERAR [mg/nl]7E8db/cm
b b, 0. 9% 6.9 2
(W£/¥t) NaCl ()
C Cs 0. 9% 0. 2 3
(Wt/Wt)  NaCl (k)
d d, 0. 9% 0. 5 4
(Wt/Wt) NaCl (k)
e h, i 1.0 5
f i, 7k 0.9 B
g Y 7K 0. 1 Lo
Z , | yid 0. 5 8
i ac» HSA ./ 7k 2. 5 9
LBl s —HABE
—BH %

BB IPHENENTHERAYRETESI X RERIDF LED
1 2~1 6/BTHMBEFEIRETHAIO. 99% (Wt Vt) NaCl K¥&
WM. PHEBIHIRRLA D, FEEESREERREETS K
MTHRGR LNZEHEHRTEN. RFIHREESERS KD
Ed. ERTHEESRENKBEHE. ISHNESRERBEREN, XX
BT2BHENEHIEFEERR. GEMEKPRENAERENTR
EH R
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*7

FAPRTHAEABE. FAEMESATEREN ug HTFXRERT. F5
BERFEHRM (DU IRWE.

W W& 2 B 5 K
img/ml] | [Kg/K
g] % | KB g | ¥
ouy | BE | oo | B
_“}3] [8] *
120 | 0.5
307 1.9 6 0.8
767 | 5.6 39 2.8
247 | 0.8
) 139 | 1.7 5 ]
347 3.2 | 13 1.2 70
693 | 3.1 10 2.1 | 120
136 | o.s
340 | 1.0 5
680 | 1.4 5 0.7 |
150 | 2.8 8 0.5 “
350 | 3.7 11 0.8 44
700 | 5.3 33 0.8 74
—— =
133 1.6 7 0
333 | 3.6 32 0.7 74
g(iii) 2.0 666 | 5.3 79 1.6 99
. —— .
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Kb 6 -EDBEBHE
A VEFRMPEFHBREFEEADOEELKRE
MEARMERPHE—PEREMARBR KRS Ong e
Y o(kiEs 2 r YR 200l 0. 99%NaCl KB I—TER
REMPE3.2M (NHa )2 S04 (Signa E—3128, 250U)
PR EEFOEEO. 1nl. AS—FEREMO. 10l 3.2M
(NHa )2 SOs o R FPH 3 (St ) BidHEmo . 1 M NaOH Wi 6
HS— Pl EEHBAES . 0. BIERITFMHNAOH HEERM
BhBEEX. £33 TCRALSPHE, RAE5HE—LHREAYZK
AR RE (NHa )2 S0. MBHARBHRGYZIKE
HER L 1. ESFET 0. S%NaCl FHIRGYMHRBRY PR
FEAMAB(RBE10).
% 8
ELERAYMEEME, F%FE20nl 0.9 %NaClEE®EF 0. |
ml 3. 2M (NHa )= S04 HERRF 0. 1 M NaOH HIHFEE :

ll B 4 pH Fimio.1 & naoH
B 4 R (m1)

0 8.00 0.000
100 8.00 0.080
220 8.00 0.142

355 8.00 0.239

2670 8.00 1.101

H 2710 8.00 1.105
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* 9

FEEEmME20ml 0. 9%NaCl HEWF®MO0. 1ol 3. 2M
( NHa )2'504 Mﬁﬁﬁ%q” 0. 1M NaOH ﬁﬁ?ﬁﬁi

B (4

pH H#Yo.1 ¥ Naon
EH (m1)
0 8.00 0.000
120 8.00 0.012
240 8,00 0.030
ﬂ===-4316 8.00 0.130

£ 10
EaHmME?20ml 0.9 %NaCl BETHIRSYHERBYP, 0.1
M NaOH B E :

N
ﬂ B 4 pH Fimio.1 ¥ Naon
R (m1)

F 0 iy 0

115 8.0 0.002

250 8.0 0.002

300 8.0 0.002

1600 8.0 0.002

bYd= (16 —RBRETABRE)FRACBEERANESDR
L RS
HEAREEREPHE —-4AEE, FmanixRays ong RE
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Pl 2 b )IKBEM20nl 0. 9%NaCl KEW. A—1EH
HwEmE3. 2M (NHse )= S0 (Signa E—-3128, 250U)
dREEFANEE0. 1nl. B3 —1THEREMO. 1l 3.2M
(NHae )z S04 o fEfpH 3 () EIFEMWO . 1 M NaOH T
- mmP el EERFES. 0. EFTNaOH WHERE, HEHK
BREE, B3 T7TCERL4I4)PHE, RESHEB-EMRAVZKEE
EHWAH (NHa )2 S0, IR HHMBAXBRYRI 0F. EZHME
0. 9%NaCl FHIRAPMIXNBY S, BFRAKXB (RE1 1),
*x 11

ESFRAYMT20EA0.9%NaCl5 0 . 1ZHA 3. 2M (NHs )= S04
ARMBRTPHEEBNERY 0.1M NaOH WIHER.

——

N — —
f B (4 pH Fimeso.1 u Naon
M (ml)
0 £.00 0.000
135 8.00 0.058 B
H 255 8.00 0.134
8.00 0.431
8.00 0.602
8.00 1.026
8.00 1.034

% 12
ESEME20m] 0. 99%NaCl BWFHO. 1l 3. 2M
(NHe )z SO B %, 0. 1M NaOH IS RE B -
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! B M () pH By 0.1 M Naok
#® B ()
ﬂ 0 8.00 0.000
ﬁ_ 120 8.00 0.012
240 8.00 0.030
H 4316 8.00 0.130

* 13

EEHEME20n]l 0.9%NaCl BRETH RS DA EY D, 0.1

M NaOH Wi #E :

Bt | ¢ ) pH imio.1 M NaoH
ﬁiﬂ{. (ml)
0 8.4 0.002
50 7.9 0.002
145 7.9 0.002
235 7.9 0.002
B

1. Folkmann M., Tund F.J., Synthesis 1990, 1159

2. Benneche T., Strande P., Wiggen U., Acta Chem. Scand.

43, 1988, 74

3. Stroholm J., Kopecek J., Angew. Macromol. Chemie 70,

1978, 109
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{NH, ), 8Os, c)R 4 BAY

1|2
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