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= WMEAAE ol WRRAT. WE LEZE 0 WA 0007 HEASD, T HASAL 20 WA 10T
ofth. W AIZLE 103 WX 48A17o] whgFA S, B vk SIS 308 WA 24A%belh, AgEE B
e F%, AZY, FF A, ARA, 49 AREadY, 294 FF 5 FAFEOR FAT = ek
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[0211]

[0212]

[0213]
[0214]
[0215]

[0216]

[0217]

[0218]

[0219]

[0220]

SS=50ol 10-0988733

Wiy 9
Il ——COONOZ
(b1) (d1)
0O —
NS E_&_NE EN N7\ 0 /TSN
N ¢ “~ o
(hl) (i1)

A7) B (b1, shehd (D1, 34 (W1, 3hehA) ()19 skl
W= Cl, Br 3 I=5E AEE 230 o).

(3484 (a), 384 (k)9 A=)

8AJzte] H}%‘Jﬂﬂ LAS, H}EW*M = 308 WA 12A]7L oty HrSeE E

H7Ig BRI ES, FAEUESR, SIFAUER, o EAT
7] ?371—% FujA AREE 4= k. Fufe] ARG B[S 0.1 WA 50F
, B kg g s A= 0.5 WA 20FF0olth.  ol9f o] MAEE e (k)9 AEAAE A
71 AAFTo R FAT F o R thy HNkEel AHEE 5 Q.

o]t} N—o}OFEAWﬂﬁOMEQ} A}

(3ksha] (g)7t sk ()] A=

~

S8 pE B, SPIEUED Fo SulFA FABHEF, FUHAE Sl F WG Fow s, ol
YUEY F& WHIA HEQAS e F, eESdeln Sold Yol BekE Srhsil UE)) &
WSS ANFE A0 3 ()9 FUAE £EF £ dvh. UEAAES £5F go] #7] G719

g EA o, FFE poll diske] 0.01 WA 505 %%t viEAsith. ofa€RUEY F
3] SA WA o, sFE po] Tl diste] 0.5 WA 5] FEFo] wigkAstar, Bk \p
T W9RE WgAI7IE Ao] Hh uighAsith, Ed, ol FYRUEZHS Sl 3
= -50 WX 100C7F vpEkAela, ®Hul updAsiAlE -20 WA 60Celth.  whe-
HBAsta, By upEHEAE 308 WA 24A3teltk. AL YELA Y Fa

2]

A7pEgo A o] HES Sl whSo] ol P fujold B3I IAEA @gon, ulEFEAE=

EFooltt. U k= ZEbE Fujo ARE B]ES 593 AR gon, YEHA I thste] 0.05 WA 30

Zegpo)n, A A= 0.5 WA 205F%o|th, ¥hE L= 20 WA 200C 7t vrEASa, wul ulgA s A=
4

50 WA 150CeIEh, kg ARk 108 vhA 48AI7te] w4 sta, wuh wiAsAE 308 WA 24417k0lnh,
Fage 2 WA 0Pt vEAsn, 2o et 3 U4 siPaclth. =R, oFEE Bl faid we
A Fol GmlolE b gleh. GRS slshe F9el hruelshe Susl B4HA @on, 0.1 WA
10WPacl ], Btk wiAsle 0.3 WA 2Paclth. AYHE sEhEe Ae gArHoR 4AT o,

oAl B (3t Y (DE A4 (b)E
Bujol o)A ANk, gEycls] FRE SW8 @YX

a y 4
ool ALg WES B9H ()9 F thstel 1 w4 300919 Zle] s, Wy ew



[0221]

[0222]

[0223]

[0224]

[0225]
[0226]

[0227]
[0228]

[0229]

[0230]

SS=50ol 10-0988733

4 100C7h vhgrAeha, woh whgrAehAls 20 WA 80Telth, Wk ARKE 108 Ul 72417kl A,
ur} whgr Al 1 X 36A el olAl(e), ()t oxd dloln FolAl B5Ha () Phmi]o}s)
MSAAE FEE S oAtk % gAlol BelAE 5us @guA gow, wAAsE WEre, ool

otk grryoelEke sk (b)o] Whsle]l 10 WA 3005%7t H}%‘Xﬁ‘ shar, ®rh g sHAlE 20 WA 2005 %
%ol Whg SEEE 50 WA 200C7F vFEA S 80 WA 150C7F Kk wpgAsith. whE AJgke] A=
105 WA 24A17be] mpEAala, Bl v EAlE 308 WA 12417kt AR EE SEES AU)e AAF
“oz GAT 5 ).

)

T, F59 s (g9 ofls RYAAA &u e F&ul FolA e duElaby) vESAlA Heopn| =4

=, s T obAEAL Bl o EAVEFS FulR dto] #SgAl7]= 2 354 (e)e waoln

cAlE 5T 4 Ak, DEolu =gl wkgol A F4 deate] ALE v &S 53] d4EA o, 35E p
o 5& ool utghdsla, B} wEASAE 58 WX 5Zoltt. whg 2:2E 0 U] 200C7F uf

g2sta, ®Bo vl sAlE 20 WA 120Ce ok, wbS AR 108 WA 48

= 308 WA 12A17kelth. AR EE dEoluEAlE Ve AAsdes AT 4 glon IR v b

=]

ALe A dAgbgol M Wk gvils 588 AEA AN, wFA Sl B F b EAe] Wi s)
O oAIEANGEFS ARE W& 598 AEA ofon, welopm|EAle] wiste] & ool vhahAshaL,
2oh upE s S8 A 508t vk 2ERi= 0 WA 2007 vhEA sk, B vighA s Al 20 1)
Al 150Celth. Wk AJZRE 10 WA 48Agke] vhgbAshaL, B vhebA sl 30w UlH 12A1 kel A
e s 7E AAsdeR AAT v

A7) Zeleln EAlE ek (e)1vh, VIR S (@) Sk (1o okilE WA= Aerk #5%
Stk WheE WA &l Ee 78l FelA AAlsi, shet (e)1e] stEE A (o)) skt
(j)e] opulell thate] S& o 7hste] wb3AIZITE.  53HY (e)19] 3HtEe] AHS

(D 58 ool maAsa, nu HgAsAE 2 U4 5Bt W LEZE wgEsAE 0
g Aze

200, B} wpgkAEAE 20 WA 8oColth, FAEAE 108 WA 48417F, Ktk vl s
304 WA 12A1Fe|g, HESE wjoli= AFe 4 Qv AAEE SRES VIS GAFEeE AT ¢ Q)
=
O 0
Q
N—OC—Q—N |
O (el)

(3Fek4] (D)ol A=)

832 (b)E 384 ()19 oplg e} whgA A oA F5% o, A4 276A RS 2
Ashs Zow 31H (o] LHFEAE $5 & Atk 58 (D)o e Axe 79 Bk oM
23l g v gAY fulE e R FolA s (h)e] HFET 58 o, vigdaAe 5% uA
50l setd (D)1e] SFBe WEAYE ow F5EE S vk e (D1 Adahs dEEvE 3%
YEF, 55 Z4F, T2UER, FaskE, HEFASAIE, ZE-t-FSA0lE 55 ARESte] 2AE
ATk, WS 2R 0 WA 300C7F whgbAska, Hoh wpgrH el 20 WA 150Tolv. whg AR 10%
WA 48217te] ik eta, ol whgkA A 308 WA 24417kl T}
3heka] ()28 Abgdhs A9l 3148 pol 5 0152@1 RS AUE Wer dEYolER @ uhg, W%
AR BT e T FolA S ()28 5% o, MEAsAE §E WX 10089 vER wee

AANBHE Aoz oA

A 300C7F vlEAEta, Bl vz A=
20 %] 150Colt}. Wk AIzke 10

3] vlEA S A= 30% WAl 244 7Fo| T},



[0231]

[0232]

[0233]

[0234]

[0235]
[0236]
[0237]
[0238]
[0239]

[0240]

[0241]

[0242]
[0243]

SEE46 10-0988733
oha (132 Mgt A5l 3814 (a), S3H4 (b), S3H4 (), BH3H4) (), B18H4) (i) Ei 8oy
(k)ek 384 ()38 A7 Aom oEAE 53 + 4 s}8k2 (a), 3k8H4 (b)), kb (d),
SEA (), B4 (D) e A9 (08 Azl BAANE 47D arh kA (D3] WAL o
A ABIA AT, YA B Gl FoAA AAB. s @, B 0, sha
O, A (), S () EE B (0o W B (D3] T HES S o go] wgAsa,
G AL BB U4 10E0T. We SEEE 30 A 20007 WA, weh HEEEAL 0 U
150Celeh,  Whg AIRFE 10% 1A 4821%be] whrAsln, o uhAeA 308 Ul 24lztelh.  sheba
(0% A8k A3eE Ao D, BC 59 FHAS A8E £ A o opqEs v Ay
AAE vk olsh gol FEHE olABAE T AAFHORE AT & o] FAT AAHA gu
Y e dus s B A8E 4 3

o

{0

F ol

drls| =3k obAEAE 0.1 A 50%2] FE&H oz st oA ERL, QIAE, b, it o] Atem pH 1 WA
42 2% 789 FolM ThsiAA xﬂé% F Ak W 2ERE 220 WA 100C7F vk ek, Kok
BRSSO WA 0Tolth, Whg AR 10% Ul 2447b0] wharAEa, wt sl s 308 WA 10
AlZroltt.  RbE2 abgete] AAE o Qv APEE sEtee A71E AAsder GAE 5 Sl

R’ Rl OR'
MO(CHz)t_Cg ) W"(CHz)t_C\'; " HZN(CHz)t—C\gR

(f1) (£2) (£3)

71 sk (D)1 WA 8Hska] (£)3004,

R, R &2 1WA 39 &b aFolal, 242 sdsiu dold = glon A= & d4T 5 x

= 1 WA 59 Aol
(3t () o] A=)

slah2 (o) WPEAE g3H2] (b)eF Blodol 59 EolgAlel wkgA7|E Ao £53 5 k. 3}
2l (b)e] Az A71e uiek Pk, Elopst wee B, 4F, oMEYEY To §uT i T8 FolA
AA G Bl g-gote] AR HEE 3lEk2] (bl st FE olde] wpEAsta, Wt wigAsA= T E
WA 50%2] Wejolth. kS 22 0 WA 300C7F vhgAeta, ®o ulgAsAlE 20 WA 150°Coleh.  wh
& AR 10 WA 48A13te] whgtAstaL, Wk wEA S A 30 WA 24A7Folth. WEEAIT U, A4
= HolEdw9s &7y rteislstd, MAEASE £53 5 . AAEE SEES e ATdeR

AAE = v

EE, HREAE B (h)E B (D] dgh=d weAA 1d ofvleR FaNTlE AR 52 5
Stk 3k (b) e} @P'EM c1)4 NS WA i e W8 Tl AAge. Seky (D)9
ARE HIEE ek pell diste] T ool wighAsta, By wigAsAlE o= X 50=9] Welelt. whe
SERE 0 WA 300C7F vhgAsta, ®oh wiskdsls 20 UiA] 80Celth. W AIFHS 108 UlA] 484]7to]
vhgk A ehal, Bop vbgk A sl 303 WA 24A)gkelnh. Al 1 ofwlell ofd kel Wl ml A
S Ee FE8vl Told AN ARSste e oiloRe 5Ws] AHA dow, wEHsH=
hruol, widelnl, e”epnl, Zzyelnl, Reopnl, Heolnl, SAopnl, Apo]Z R dolnl, o ghgobyl,
o], FekEobul Fol gtk Fdd ol 1 obule &viEA AR & A AAHE e Y

719 AAgdez AT = o

S

1l
CH3CH20"'C—SK
(cl)
Bowgel mEw 439 FeUdd 2RSA gl st AP AA BY 2AL F5% 5 o

A B B4L A SYFSA aFHe] B 2 Afsta, B dH= 2%ow §
2R GAdHE FaEA @i e gAde] ZIdEn webA, S EYdAdd FEEFS A %Eﬁ_ &=
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[0244]

[0245]

[0246]

[0247]
[0248]
[0249]

[0250]

[0251]

[0252]

[0253]

[0254]

[0255]
[0256]
[0257]

[0258]

[0259]
[0260]

[0261]

= AdaE Aoz AAY ABel AdE A B 2% AT S ik, B owye] 4A @y 249 F
HAE FPAR 249 1919 15 Sz A BE 243 AFT F e e a5S Y 29179 3
Aol ZE|LAA FEF HF 2= At SR
& A o

ok, EF, %9 B B, Tl -

ojst, AAle] o 7|zdte] ¥ e By FAHoE dHst
NMR 3! GPCE AH&-3H31

<1H-NMRS] HA1HE>

MR BA el A= A b0 H(F) A INI-ECP400S AFR-FATH. NIR S| dAe] HEAE o] 22 o]},
(GPCe] H-2ukH):
GPC ®A o] A& GPC A| 28l o 2= SHODEX GPC SYSTEMS A}-&38le, 817 7oA A4S AAsgitt.

AR & HE#Hsol=2FT F<5: Inl/min ZH: SHODEX KF-801, KF-803, KF-804(I.D. 8mm <30cm) &
2 2% 40C AE7]: RIXS A= Img/g, 100uL
GPC SAA M= T2AH BEvEY] ARAH ETES §E34Y BT
]
=

2 Adste] AAZ =l

=
[y
S
>
)
:‘:)L_',
1%
B
W
oo
i
AN

>

Fordel 24 2 9N FEAGIES - AulebA (758/3-209)8 ALEEH], 2 WM Aloke Tajolmapul -
FEAE2, (ke A2)E AHes
(A 1)

A po] FHR= W8 1, A0, A0= Ao 12 n=0, B} ok

(AA)o 1-1)
254, HAx 94", wwrE BEFE 1000ml A Zgagz 2.2-tdd-1,3-tSEE-4-v e
Lo 231 .4g(1.2m0l), EF<l 500mlE 7}sle], dAE FYA7)
pd)
=

132.2g(1.0mol), YEFWEAI|= 28% &<

AA EFdS 1A B 7 BFAA Wees S5 AAGT. o8 9 80TE {2
SRl 126.6g(1.0mol)S A7t Zw7]E AR&ete], 2AIFbel] AA A7RAI7 v, 2A1F B3
S-S eham) FF AA(H: 93 WA 95T/266Pa)dte], 4-(HASAWE)-2, 2-t]wE-1,3-1]

539

F
2
R
=

do
B

e >

tlo

¢

i

n

J

'H—NMR (CDCly, I#-EE TMS)  §(ppm): 1.36, 1.42 (3H, 3H, s, C(CHy),)
3.45-3.57(2H, m, CH,0~C(CH,), 3.73-3.76(1H, m, CHO-C(CH,),
4.03-4.07, 4.28-4.32(2H, m, CH,0-CH,Ph) 4.57(2H, q, ~CH,Ph)

7.15~7.40(5H, m, -CH,Ph) (P h & sd agol} )

(AA e 1-2)

1L "le]Ad 1-1o4 AHAS 4-(MALA W E)-2,2-t]w|E&-1,3- @ 222g(1.0mol), & 250ml, ZFH4
400ml & AlFFste] Hsla <ite =z pHE 22 AP, Ha %?M 7AA, 98 70CE 78k, 1.5
A ZF Bk BreA)F] TS, FAMIGEF O R pHE 7.002 A, FFA Twe= 1000, (wprprFEaart
AN 7L AE A2)2N 23S &3 AEsy 28AE AA sk, -HlAdSA-1,2-Z 2R &S =553

ﬂilﬂl ﬂ
>
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[0262]
[0263]

[0264]

[0265]

[0266]

[0267]
[0268]

[0269]

[0270]
[0271]

[0272]
[0273]

SS=50dl 10-0988733

'H—NMR (CDCl;, H¥EF TMS) 8(ppm) :  3.50~3.71(4H, m, CH,OH , CH,0-CH,Ph)

3.86-3.91(1H, m, CHOH) 4.54(2H, m, —CH,Ph) 7.27-7.38(5H, m, -CH,Ph)
(AAldl 1-3)
=27, A FYdE, wNE BFS 300ml A SEade WA SA]-1,2- X 2308 27.3¢(0.15mol), ¥
57 127g, 9% UEF 0.92(39mol: 26mol%)E 7Fote], AAaE FAAIIEA 345 YEFO &3E w7t
2] ALo A wmukslgith,  o]g]d fHS 5L QEFHo|HE Tl AAH YE AA X3 E}", 100C =
£3kar, 100 WA 150C, 1MPa ©]8te] gelo = ojgal £Alol= 1473g(33.5m0l)S 7138 e, Al A7 &
e

S5
o Wkg-S A&, ez nugo) oEd Salo]l= AAE AAZ e, 60TE W¥ZEte] 85% <1 &
fdoZ pE 7.52 FAHY, FFE (p1)S 533

'H—NMR (CDCly, IEEZE TMS) 8 (opm) :  3.40-3.80(901H, m, ~CH,O (CH,CH.0),H,

CHO(CH,CH,0),H, CH,O CH,Ph), 4.54(2H, s, ~CH,Ph) 7.27-7.38(5H, m, ~CH,Ph)

GPC EA; (9 ¥=3) +=FAF BEA0n): 9978 T B ExFE(Mw): 10171 tHEAE=(Mw/Mn): 1.019 3=
5 wAEOp): 10044(H =2 AA) FHT FAZFO0N): 9865 TF H EAZFMw): 10114 A= (Mw/Mn)
1.025 I3 & E2=(0Mp): 10044

Hz?_OCHz
H(l:—O(CHchZO)mH
H,C—O(CH,CHy0)mH

(p1) m=%112

(A 1-4)

[o

<A, A S99, wvby], d-2el3(Dean-stark) ¥ 2 373
(p1)= 100g(10mmol), EF< 320gS FYstaL 7FE FFRAZIAL & TH AASIGT. A2o=w Wyrhst
&, Egdgoelyl 10.12g(100mmol), wEHAEAEZ o= 6.87g(60mmol )& 7Fste], 40CelA 6417 &<t HE
AT, 9 AE oAFfg o, A4S SEA, A F9, ww] 2 9Ads 523 500ml #4 Feks
%71, JEFHSEALO]= 28% weke & 19.3g(100mmol )& 7Fste], 70ColA 6A17F Fob wk3-A)7]

A whgA o R FAA| TuE 7004 (AATIFFFIIHEAI7|7FOIAE A XR)E 27g 7HeE ThE, 70 COHH
S wykste], o] YEFHEAEE & AYAIITE. whEdE of7dk thE, o RS 1L H]o
AstaL oM EAbAE 300g, A4t 350gs 7hete]l AA MEES AAEIT. AEE A4S 1L Hlo]A
FalaL ofAEANE 400gs 7hate] 40TColA 74 &3l s, A4k 300g 7Fstal vhA] 24 A=
sto], MER A4S AFAste] FHsta AxAA, s (p2)& TS5

F2g 500ml ¥4 E@teaw s

to ®

aéLUOlOEN{ﬂ

2 o

L 4 AL IR R
mz_ti_%
o

tio
>

O

IH—~NMR (CDCl;, W3EZF TMS)  0(ppm): 3.38(6H, s, -CHy)
3.40-3.80(901H, m, ~CH,0O (CH,CH,0), CH;, CHO(CH,CH,0),CH; , CH,O CHPh

4.54(2H, 5, ~CH,Ph) 7.27-7.38(5H, m, ~CH,Ph)

GPC #41; (H¢l 9=3) =37 Ex=F0n): 10320 == i E4ZF0Mw): 10551 THEAF=(Mw/Mn): 1.022 3=
B B=EMp): 10390(F = AA) FEHT EA0N): 10128 F% @ BXEE(My): 10452 THEARE (Mw/Mn)
1.032 ¥ = #F #A=(0p): 10390

HZCI:——OCHz—@

HE—O0(CH,CH;0)mCHs
HyC—O(CH,CH,0)mCHs

. (p2) m=%112

(A2l 1-5)
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[0274]

[0275]

[0276]

[0277]

[0278]

[0279]

[0280]

[0281]
[0282]

[0283]
[0284]

[0285]

[0286]

SS=50dl 10-0988733

A, Ak FUW, wyhy] 2 WS BAs 500m 34 Sekaaw 38R (p2)S 15g, 5% ZEbE JHE

(50% &4 A A X33 vg, WeES 300ml, AFolEZEAA 150mlE 78le] 238, 52

A 55Coll A hukshAl EFAIA 5AI7E Bk WA BRSNS A2k Wzhe oy, FebE MRS o3

slo] Blsla, A4S FEsTE. FEFqd oA EAE 50ml, A 50mlE slete] AR MEAY. F£5
ZAA, S3HE (p3)& F53FT.

o
H
(@3]
oQ
o
o - _1m

IH—~NMR (CDCly , WEEZ TMS) & (ppm) :  3.38(6H, s, ~CHy)

3.40-3.80(901H, m, ~CH,0 (CH,CH,0), CHs, CHO(CH,CH,0),CH; , CH,0H)

GPC ¥4; (HQl 93) FHFE EA=0n): 10069 FF HiF EAF0Mw): 10227 tHEAF=(Mw/Mn): 1.016 3
3 5 BxE0p): 10351(FZ AA) FHEd B200): 9860 = W B2E0Mw): 10294 THEAFE (Mw/Mn) :
1.044 ¥132 & Ex=0Mp): 10351

H,C—OH
HG—O(CH,CHy0)mCHs
H,C—O(CH,CH,0)nCHs

(p3) m=2%112
(A4 2)
Aol EA (218384 (b), Y= CH)9 SR= Wg 28, A0, A0= SAdgadl 18, n=0, B+ o
100009] 4-%-)
e, Az FYW, wwy], d-sgmy 2 Wyzwe 333 200ml 84 Zelaae SEE (p3)S
20g(2mol), EF 75¢% FYsta /MG BRAA FES Tu] AASAY. Aeow Wrtd ue, Egldg
olwl 1.012g(10mmol), HEHAFZEAIZE o= 0.687g(6mmol)S 7}3te], 40TColAl 6417k, thA] 50TCelA 1A7E

0

A3t T oAl FAA T 1000, (27 ILUTFRAIZ 7o) A A x)E

o wRksle], F AN E wudEse] EfdEelnlds F2 A A7,

NS 500ml H]o]ARZ FQIstal oM EAIE 100ml, 4t 150mlE 7tsle] 2 MES

o o] i, oMAEAlE 100mlE 7lete] 40TeA b2 &

aigk v, FAF 100mlE 7Rstal vhA] AR AES AAlste] AEE AAS oty Heta AxAlA, WA
1=

olEA(ph)E 5.

v}

IH—NMR (CDCly , EEZE TMS) & (ppm) :  3.08(3H, s, —SO,CHs) 3.38(6H, s,

-CHy)  3.40-3.80(899H, m, ~CH,O (CH,CH,0), CH;, CHO(CH,CH,0),CH,

4.27-4.44(2H, m, ~CH,0 SO,CHjy )

GPC ¥4, (W9l 93) 44 ExZF0n): 10054 T H EAZF0w): 10214 THE2F=0w/Mn): 1.016 3=

)=}
5 EAEEQOD): 10442(9) 3 AA) FHFE BEAFO0N): 9778 % Ha EAFOW): 10252 THEARE (Mw/Mn)
1.049 =3 5 #EA(0Mp): 10442

Q
H,C—O08CHj

o)
H(I:—O(CHchgO)mCH3

H2C'—O(CH2CH20)mCH3
(p4) m=9%112

(Al 3)

oA (ZEI1())) S T (R= WE 28, A0, A0= A=A 78, n=0, 222 °F 100002 A)

LA, wwby] @ Wz BEE 100m A4 SehsA e WA ER(p)E 1g(0.lmol), 28% 9FEUoRR
50mlE Tk 50TolA 36417 FeF wnbeith, A& 65TE &l 2417 HoF ARE FYATIWA,
dmyoels AAsIAY. Heow WA O, A 10ge sbEle], FRRIF ImlE FES 33
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[0287]

[0288]
[0289]
[0290]
[0291]

[0292]

[0293]

[0294]
[0295]

[0296]

[0297]
[0298]

[0299]

S==5 10-0988733
of odg the, EREEse 8 AN

3
12hS 100ml FFekel AR AL AAek, AEE AR ek Hska AXAA, o)

IH—NMR (D,0, W®¥EZ H,0=4.7ppm)  &(ppm): 3.38(6H, s, ~CHs)
2.93-3.11(2H, m, ~CH,NH,) 3.40-3.80(899H, m, ~CH,0 (CH,CH,0),CHj,

CHO(CH,CH,0),CH;)

H2C_“NH2
H?—O(CHZCHZO)mCH;;
HzC—O(CH2CH20)mCH3

(P5) m=2%%112
(AA]e 4)

uE A (1E1(£))e] FAR= W8 28, A0, A0= A=A 1F, n=0, B2 F 100009 -

(A 4-1)

2=, A4 F4, wNy], d-2gad 9@ YAas FES 200ml #A4 EEa~a2 dAdg ol EA(pd)E
10g(1mmol), EF<l 40mlE FLstax 718 SFAA FES FH AAs L, Aoz PJzAsgint. i, 2%
A, A F943, wwty], d-2g g3 9 JA43s B9 100ml A4 EEtAa R, 3,3-HASA-1-ZE2 RS
14.8g(0.1mol), 559 40mlE Fdsta 719 SFAA T8 FH AA AT, Aoz W% b 55

g} i3-S =
110Cell A 12A13F &<t §hgA 7T, §hgHg 40C7HA] W2heh b, o] 2k 0.36g(20mmol )& 7hate] 30+
b wnke ohg, 20% 2 < T35 plE 7.0052 =AY, AT
EFdEE AT de, F =) ahed, =

2 AXAA e g, EFQy FEIEES THF AASY, v5S

50mlE 7}ske] 7he e thS, A 50mlE vtele] ARG AEAIZIt. £5H
AEARNE 50mlE 7hete] 7F2 &gk ths, 4k 50mlE 7ste] thAl A4S A=
25 33 g U, 58 AAHS st He |

. 5] ohdEAY
& elskstel Asha, of

A ol¥E AHd =

Kl
o
BN
M
R
o
By
i)
—_&4
=
(@)}
tilo
-
At >
prL
¥Q
ko)

IH—NMR (CDCly, WHEE TMS) 6 (ppm) : 1.206H, t,~CH,CH,CH (OCH,CHs) ,)
1.88-1.92(2H, m, - CH,CH,CH (OCH,CH,) ; ) 3.38(6H, s, ~CHy
3.40-3.80(907H, m, -CH,0 (CH,CH,0),CH; , CHO(CH,CH,0),CH;, -CH,~O-CH,CH;CH

(OCH,CH,) , ) 4.64(1H, t, -CH,CH,CH (OCH,CH,) . )

GPC #41; (W 33) FHF EA0n): 9898 % Ht A 0w): 10
076 THEAFE(Mw/Mn): 1.018 3= ¥ E2}eF(Mp): 10215(F =2 @A) $HTF 2x=2F0n): 9297 =2 A7 24}
ZF(Mw): 9932 THEAFE (Mw/Mn): 1.068 I3 5 E21=0Mp): 10215

Hzc_OCHchch(OCH2CH3)2
HC|)—O(CHZCH20)mCH3
H,C—O(CH,CH,0)mCH3

(p6) m=%112

(A 4-2)

FEHE obABA(p6)2] 4 200m] Ho] A AFse] Hsha olLmBs 80gE teku AL FeANT The,
85% S ALgstel pHE 1.5 HAskel, AeolA] 247k ok murbgith. theol A9 166 Fhske] g3l
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[0300]

[0301]
[0302]

[0303]

[0304]

[0305]
[0306]
[0307]

[0308]

[0309]
[0310]

[0311]

, 30% FAFVER FRA0R pIE 7.002 XA, FEEXE F&
S Y EFoR AXAA AH4s g, FEEIXES TF AASH
30ml, oFAEAFIE 30mlE 7Fshe] 7k &aig oS, &t 6

FEH AAL 200ml vlo]A AFste] el B4l 30ml, oFAEAIE 30mlE sFste] e 43
gk oS, @Ak 60mlE kel AA S T AEAA oFate] Heta AxRAA, GUBEI=A () E FEBAT
IH—-NMR (CDCl, , WEEFE TMS) 6(ppm): 2.65(2H, m, _QEZCOH) 3.38(6H, s,
-CHy 3.40-3.80(903H, m, ~CH,O (CH,CH,0),, CHO(CH,CH;0),,, CH,OCH,CH,COH

9.78(1H, m, CH,COH)

o)
H,C—OCH,CH,CH
HC—O(CH,CHz0)mCHs
|
H,C—O(CH,CH,0)mCH3

(p7) m=%112

(Al 5)

100mM 14F 2R AUEF €9 50ml A AlolmEdsto]l 2 BANME R 63mg(20m) S 7hate] &3|A17ith. o]
gk & Imloll OVACALBUMIN, CHIKEN EGG A% ¢F 4%F) 5.0mg(0.1mmol), &uls]=A(p7) 100mge 7hahed,
2o 12A12F FoF msteith.  HkSAS o] 5u) 8Asle], o]#d Ao 20409 Eg]2 SDS Al
A H 20uE EFT 3, Hls T FolA 27 0= et TRt ol d Agds EdHASIHE
Zelofado e A A7 (4-20%) wABHATH. 9 (BB 9 e® AT AFAE = 1o EA
ok, 3kehA (a)= VAL E|S| =4, 382 (b)E OVARE, 3182 (c¢):= wlA (Bio-rad Broad range SDS-PAGE
standards)o]™, $I2FE Ex}=F 201000, 130000, 94000, 48600, 36400, 29800, 20600, 66009] W=2E Llehd

ot wld
|

ol A}, sehA (a)ollA Ui VA9 Wi=E ESHA Fom OVALEAE 1 WAl 157149 sk (p6) 9]
MAE e gl ddats Ak MeErp dEE,
(A Aol 6)

w2 ggh=el HAS ekl fldl shve] Bl sgtes dste], kAl was AAsksit

Ao Eglglo| =2 B EE 63mg(20mM)S WlEHS 50mlel &) ATt o
(p7) 0.5g, n-Feovl 50uE 7}slo] A2oA 18A17F ¢ wwkalgith,  wE2S
e, EZdd FRIZIEE 20ml, 20% AEF 20mlE 7}ete] A

. $£5H FREEIEZTS PYEFOR ARt o33 bg, 553U w5900 oM E
Z 7tete] 7Fe galg the, Ak 30mlE vlete] AAS AEAA o nate] e

Hlo] Ao Hatal ol EAtE 20mlE 7Fste] 7b2 &l ohe, A 20mlE Uhete] AA
Hate] Hata AxAA, SFE (p8)S F53HUT.

H
H2CI:”'OCH2CH2CH2N(CH2)3CH3
HC—O0(CH,CH,0)mCHs
H,C—O(CH,CH20)mCH;

(p8) m=2%112

(Al 6-2) 4 F7FOHE D3iAF)

S 3HekE (p8) 12mgS AlFsle] Hasla, 100mM AAF $FE=H(pH= 8.8) ImlE 7}8le], 75C F&FA 124]
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[0312]

[0313]

[0314]

[0315]

[0316]

[0317]

[0318]
[0319]

[0320]

[0321]
[0322]

[0323]

[0324]

[0325]

E=2EFH
S/

10-0988733

ol
Ntk AT % 2, 39 =A@ % 2 8
Ze) GPC AHEO|Y

oF swtalelth. AAAT W FEF, (PC EHS

R84

¢ 4
2 (o) AN AE] GPC A=, % 3E (p8)9] 7T

%
né

(H]aL FAlel] 1)

Aol Z A AdFE Y olE]|=(Shearwater Polymers, Inc.)olA F43F Ex1aF <k 107009 3¢E (p9)=
107mg AlFste] FHstiL n-Feolyl 109t FEEZIE Il 7Fste] ALoA 18417 ¢t wwtelgitt. ZFE=2

EES SH A, sF8M, 50 opAENE 20mlE sske] 7k &3 E v, 2k 3mlE Thskel A
B MEAA oJate] Hatgth, 45" AAS 100nl vlolAd Hatn oA EANE 20mlE vlete] e &
EHT:SJ-— E}S, @1}‘\} 20ml & 7}’—8}0% ﬁaxé'% Tj[‘}\] % ]74 0:““’}‘0}051 Ho}"? 74}_1\]7:]7 51'@'% (plO g ‘l:‘——:r’o}?i‘:}.
HO HO
NCO(CH,CH;0)mCHs NCO(CH,CH20)mCHs
9 3 on
CHCON CHCN(CH)sCHs
(CHz)s O (CHa)
NCO(CH,CH0)mCHs NCO(CHZCH20)mCHs
HO HO
(p9) m=2%118 (p10) m=2%118
ARG ATE (p10)S AHEF], AAe] 6-29F FUAF £2S A, (PC ZHS AUt ARE % 4, 5
A EABG. E b BEE (L0 AAA ABe GO AL, E 5= (1)) FHeF AES] GO AEolY.
£ 2,39 AFzRE £ owde] HFEL AR doluA gom £ A YEhE Aol mAH.
A, =4, 59 AAZRE Bl AA O] (plo)el A= 1/2 BARA L oF 25% A glom ek Aol
waEol Sy Zeldddl FTlFe] ddHZ RaEo] = Ao] =AH),
(ATl 7)

S%E po) FAR= WY 2F, A0, A0= SACILA 1F, n=0, EAF F 19000¢] 2-$)

(A 7-1)

AN 1-33 FU3 2oz Jgal 2Alo]l= 2850g(64.8m0l) S FYsta FE (pl)S S5
IH—NMR (CDCly , H-EF TMS) 5(ppm): 3.40~3.80(1733H, m, ~CH,O (CH,CH,0),H,

CHO(CH,CH,0),H, CH,OCH,Ph) 4,54(2H, s, —-CH,Ph)

7.27-7.38(5H, m, ~CH,Ph)

GPC &41; (W9 ¥=) I EAF0Mn): 18521 T Ho EAFw): 18758 T =(Mw/Mn): 1.013 ¥ =

-,

B B=E\Mp): 19108(F = AA) FEH BEA0N): 18403 F% @ BX}EE(Mw): 18913 THEARE (Mw/Mn):
1.028 =3 5 #A=E(0Mp): 19108

Hzc]:_OCHz—@

HG—O(CH,CHZO)mH
HoC—O(CH,CH,0)mH

(p11) m=%216

(AAle 7-2)

Ao 1-49F FL3 2202 (pll)S 100g(5mmol), EF<l 320g, E|d€olwl 5.06g(50mmol), W EHEZEAE
Zelol= 3.44g(30mmol), YEFHEAC]I= 28% HEHS &N 9.65g(50mmol)S AFE3te], F3HE (pl2)S

Al



[0326]
[0327]

[0328]
[0329]

[0330]

[0331]
[0332]

[0333]
[0334]

[0335]

[0336]

SS=50ol 10-0988733

ekt
'H—NMR (CDCl;, I#EE TMS) 8 (ppm) :  3.38(6H, s, ~CHy)
3.40-3.80(1733H, m, ~CH,O (CH,CH,0), CH,;, CHO(CH,CH,0),CH,; , CH,OCH,Ph)

4.54(2H, s, ~CH,Ph) 7.27-7.38(5H, m, -CH,Ph)

GPC ¥4, (W9l 93) A4 EAZF0n): 18365 T Hy FAZFMMw): 18602 THEAF=(Mw/Mn): 1.013 I =
B 2=WMp): 18992(H 2 AA) 3 BXE0n): 18200 =8 Hi Ex=(Mw): 18861 THEAME (Mw/Mn):
1.031 =2 F #A=(0Mp): 18992

Hch:—oc:Hz—O

HC—O(CH,CH0)mCH3
HoC—O(CH,CH,0)mCH3

(p12) m=¢%216
(A Aol 7-3)
AAlel 159 A Ao R e (pl3)E TSI
IH—NMR (CDCl;, J2EZ TMS) 5 (ppm) :  3.38(6H, s, ~CHj)

3.40-3.80(1733H, m, ~CH,0 (CH,CH,0),, CH,, CHO(CH,CH,0),CH, , CH,OH)

GPC BA1; (Wl ¥=) SH EA=0h): 18395 3 Hyt EA=F(0w): 18632 thEAr=(Mw/Mn): 1.013 J=
B EAE0Mp): 18989(F A AA) Hd EAEON): 18146 % Ho ExE(Mw): 18750 TREARE(Mw/Mn):
1.033 I3 & EA0p): 18989

HpG—OH ‘
H(IJ——O(CHZCHzO)mCHg,
HzC_O(CHchzo)mCH3

(18)  m=%216
(Al 8)

FEAA (S (k) 2 AAolu =o| ~E 2 (884 (a))e] FAR= WY 1F, A0, A0= SAeda
a8, n=0, ExpgF <F 190009] 7

[e)
o
wRb7], d-suay 8 W3z B 200ml $

2EA, Ak YW, A Beraw BEE G
= &

20g(1.0mmol), OoFMEANIER 50mg, 54 100mlE FH3tL 7148 AF[FAA F&

of ¥ FFEFEAF 137mg(1.2mmol)& 7Fske], 105TCelA 12417 &2k WAt ¥h3 F5%, WHEHE 40

TE Y7tslar, N-sfo] =2 A A2 2beu] = 150mg(1.3mmol), TIA}

of, agE 6AITF FF WA T, WSR-S oFste] MEE S-HolE AAsHH, o e oA EAed 50ml

£ 718k o, Al 150mlE 7hete] 2RSS HAEANY. AEE AAS dste] Hila AAL o E Y
A

1= =
AT, AEE 29 skakd Askn
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[0337]

[0338]
[0339]

[0340]

[0341]

[0342]

[0343]
[0344]

[0345]

[0346]

IH—-NMR (CDCl;, 1¥EF TMS) & (ppm) :

2.50(2H, t, ~OCOCH,CH,CH,COON-)
2.84(4H, s, Aol =)

CH,;, CHO(CH,CH,0),CH;)

3.38(6H, s, ~CHy)

4,10-4.30(2H, m, -CH,0COCH,CH,CH;COON-)

o o §
Hzc—oc:(CHz)sco—Nij

o
HG —O(CH,CH,0)mCH3

H20_0(0H2CH20)mCH3

(p14) m=*%216

(Al 9)

p-HEZHI7HE o]

]
3%

Lo

2=, Ax

S 0)
" H
20g(1 Ommol), EFd 100mlE F
=

IH—NMR (CDCl, N¥-EZF TMS) & (ppm) :

3.40-3.80(1731H, m, ~CH,0 (CH,CH;0). CH,

4.30~-4.50(2H, m, ~CH,0COOPhNO,)

8.28 (2H, d, -Ph NO)

Q
H2(|3—OCO-®—-N02
HE—0(CH,CH,0)mCHs
H,C—0(CH,CH,0)mCHs

(p15) m=%216

SEAL, A FY, wny), d-2gaa 2 yAns 3
33E (pl3)S 67g(3.5mmol), EF 400mlE FLstar 7F
CT® Z2ata, JEFHSA|= 286 WEE &9 0
AASEA EFd-vee 2N oF 20mlE FF AASA
2¥l Y& A4 X3 US, 10002 F23kaL, 100 WA
9.2g(0.2mo1)& 7}k the-, Al 3AIZE B WSS AlESISiT

EA(ZFID))S 8 [R=

O

CHO(CH,CH,0),CHs)

7.39(2H, d, -Ph NO,)

2.07(2H, m, ~OCOCH,CH;CH,COON-)
2.72(2H, t, -OCOCH,CH,CH,COON-)

3.40-3.80(1731H, m, ~CH,O (CH,CH,0),

we &,

off ol EAME 100mlE 7} The,
& oMY 100m1E Fae] he g3 ohe,
F24E W7 53 WRAAG. Bl T 24

3.38(6H, s, -CHy)

F2kgk 200ml
Hl Al A S 1%@1‘
Z 73k, 80Tell A 5A1%F S<F
2k 200ml & 7}k

SS=50ol 10-0988733

1 2
A0, A0= SAelddl &, n=0, A <F 19000

A FeheaR sE (p13)S

iy T

‘“10 e
AL o 010

oF 195009 4-%-)

A1g(2.1mol) & 7kl 0CE Fea] dx MEYe
ole]d &2 5L © ve =
IWPa ol3t] OLEﬂ_‘Zi oeel Afo]=

\1
2
O
f
O
HU
k=)
E
%
O
e
2
i
=
do
>~
kS
i
N
N
>4
g



[0347]
[0348]

[0349]
[0350]

[0351]

[0352]

[0353]
[0354]

[0355]
[0356]
[0357]
[0358]

[0359]

SS=50dl 10-0988733

Fods AAZ v, 60CT= Pzeta 85% It Fgeoe® pHE 7.5% XAsto], dFE (pl6)=

11—~NMR (CDCl,, W5 EZ TMS)  §(ppm): 3.38(6H, s, ~CHy)

3.40-3.80(1853H, m, ~CH,0 (CH,CH,0), CH;, CHO(CH,CH;0),CH; ~CH:O (CH,CH,0),H)

GPC ¥4, (W9l 93) 34 BxZF0n): 19153 T% H EAZF0w): 19462 THEAF=(Mw/Mn): 1.016 3=
5 EAEEWMp): 19612(3 3 AA) FHAE BAEEON): 18473 % Ho EAE(Mw): 19087 THEARE (Mw/Mn):
1.033 = & #A=(0Mp): 19612

H,C—O(CH,CH,0)H
HG—O(CH,CH,0)mCHs
H,C—O(CH,CH20)mCH;3

(p16) m=¢%216 n=%15

(DA 11)

WA e o EA (113 (b), Y= CH)ol B4 R= wle 1%, A0, A0= SAlDll 1%, n=F 15, R4k oF
195009¢] 7%

224, Hdax 9, ], d-zEayd 9@ d43s AR 20ml 34 EFesIE2 sEE (pl6)S
10g(0.5mmol), 54l 75g =] TH AASFT. Aeo=w Wz tfe, Egd
golal 0.253g(2. 5mmo 0.172g(1.5mmol)& 7}aked, 40TColA 6A1%F &<k, TA] 50Cel
A IAZE B9k HESA S, o] FZA Twet= 10005 S 0.5g 7Fakel, 60ColA 1
AlZE Eet whkel RAGE o wgbdEe Eedolul s & M AT, WS A oHg the, o]
S 300ml Hlo]Ao] Tkl ol EALIE 50ml, A 70mlE 7lete] AA AES AAEY. AEE 24A4S
300ml o] A oJFste] Hala ol EAE 50mlE 7}Ete] 40CRE 7Fe £38 TS, @2 50mlE 7hste] o}
Al AR AES AAEH AEE A4S odtete] Hetar AxAA, wAEClEA(pIT)E TS5

'H—NMR (CDCl , W%gz TMS)  &(pm): 3.08@H, s, ~SO,CHy) 3.38(6H, s,
-CHy 3.40-3.80(1851H, m, -CH,0 (CH,CH,0), CH;, CHO(CH,CH,0),CH; -CH;O
(CH,CH,0),SO0CHjy) 4.37-4.39(2H, m, ~CH,0(GH,CH,0),,CH,CH;0O SOOCH,)

GPC #4; (Wl ¥3) =3 EAF0n): 19253 &% Ho EAF0w): 19601 thHEAF=0Ww/Mn): 1.018 I3
5 BAFWp): 19770(H A AA) FHE EAFEO0N): 18400 T Hy ¥AEE(Mw): 19140 o= (Mw/Mn):
1.040 33 & Ex=(Mp): 19770
0
HzC'—O(CHchzo)n'§CH3
o}
HCI;—O(C,HZCHZO)mCH3
HzC"O(CHzCHzO)mCH3

(p17) m=2%216 n=2%15

(A A6 12)

ore & A (1E1(£)2) FAYR= WE 18, A0, A'0= LA A 1E, n=2F 15, B oF 195000] A
(AN 12-1)

e, Az F9W, wuby], o B oooml A Sepagm wAddel EA(pl7)E
10g(0.5mmol), EF4 40mlE T3t SRS FH) AAG, deow Yz, A

H e
EAL AL FAR, anb], d-sera 8 9Ade BAR 100ml #A4 SEhaAR, 33T SA-- RS



S=50dl 10-0988733

7.4g(50mmol), EF<1 40mlE FHSFL 7k SFAA S ] AAGIG. d2os AR v
YEF 0.17g(7.4mmol )& 7tste], A-2oA &3 dj71A] 2 319

. B%

At Bk gk, T4 UEFY $3E 9

@ vhe, WAL BEE AN HHE (pIN)0] FUH A Fehraw FAs], 0TAA 443 B 1
AT, e e TR WE T, olLaeF 0.18g(10mol) S 7hele] 308 B wwd v, 208 A

o
o= 2Asgch 43el &
Fo=

= =
U, 3t Soml= 7hetel S 4SR5 ofatate] HshaL OHﬂEAFOﬂ J 50ml & 7}—5—}04 7}
< &3E ok, @t 50mlE Theke] vhA] A '\Pdﬂr. olgigt A x2s 33 WEF v, F5E
A& Fste] Hstar Ax=AA, obAEAl(p18)E FHEAT.

'H—NMR (CDCl; , ¥ ¥F TMS) & (ppm) : 1.20(6H, t, ~CH,CH,CH (OCH,CH:) »)

1.88-1.92(2H, m, - CH,CH,CH (OCH,CH,) , ) 3.38(6H, s, ~CHy)
3.40-3.80(1857H, m, -CH,O (CH,CH,0),, CHa, @O(%O)mCHS -CH,0
[0360] (CH,CH,0),CH,CH,CH (OCH,CH,) ;) 4.64(1H, t, -CH,CH,CH (OCH,CH,) , )
[0361] GPC &41; (W9 ¥=) I EAF0Mn): 19318 T Ho EAF0w): 19699 thHEA=(Mw/Mn): 1.020 3=
B B=EMp): 19770(H = AA) FEHT BA0N): 18302 F% W@ BX}EE(Mw): 19168 THEARE (Mw/Mn):
1.047 9132 & Ex=0p): 19770
HoC—0O(CHZCH20)CH,CH2CH(OCH,CHgz),
HC—O(CH,CH,0)mCHs
H,C—O(CHoCH0),CHs
1) =¢9F15
[0362] (p18) m=%216 n=¢%
[0363] (AN 12-2)
[0364] FET = ol A=A (pl8)2] 2g8 100ml Hlo|AHo| AlFsle] FH ol o]2meS 40gS 71t AA LS £38 U,
85% QNAHS A1-83te] pHE 1.5 FHs Ao 2A13F FeF wutslgitt, ool 219 8gs 715k &34
713, 30% FASIUER F8do7 plE 7.002 XA, FREFYE FES 33 AAEYY. £5H 22
EXIEZS Y EFOR AXAA 33 g, FEEIEES =7 AATY, 55 AAEAT. FHA)
E5F2l 30ml, oFAEAtE 30mlE 7Fete] 7h &3l The, @VJ 60ml S I8l AAHES MEAA oAFste F
SRt 5" Z2AHS 200ml v]o]A Aste] FHetal EF 30ml, oFAEAINE 30mlE Ttshe] 7k &3
gk o, 4 60mlE THele] 2GS Al &AL OMoM HAst Ax=AA, s =A(pINE F53%
=
'H~NMR (CDCl;, W5-%F TMS) 6 (ppm) :  2.66-2.69(2H, m, CH,COH)
3.38(6H, s, ~CH,) ‘ 3.40-3.80(1855H, m, -CH,0 (CH,CH,0),, CH;
, CHO(CH,CH,0),CH; -CH,O (CH,CH,0),CH,CH,COH)
9.79(1H, t, ~CH,CH,COH )
[0365]
Q
Hz?—O(CHZCHZO)nCHZCHZCH
HC—O(CH,CH,0)mCH3
H,C—0(CH,CH,0)mCH3
=0 =015
[0366] (p19) m=%216 n=9%
[0367] (AA 4 13)
[0368] Aol EA(TE1884 (b), Y= CH)Sl EA4(R= WY 1%, A0, A0= Aol 18, n=0, A of

_41_



[0369]

[0370]
[0371]

[0372]
[0373]

[0374]

[0375]

[0376]

[0377]
[0378]
[0379]
[0380]

[0381]

[0382]
[0383]

SEE06] 10-0988733
19000¢] 4 -$-)
shghe (p13)& Rz shar, AAld 29 dF ez v ol EA(p20)E F53H3H.
I —NMR (CDCl;, WHEFE TMS) 6 (ppm) :  3.08(3H, s, ~SO;CH,)

3.38(6H, s, -CH) 3.40-3.80(1731H, m, -CH,0 (CH,CH,0), CHj,

GPC #41; (H¢l 9=3) =37 Ex=F0n): 18435 == i EA4ZFHMw): 18682 THEAF=(Mw/Mn): 1.013 3=
E EAZWMp): 18740( = AA) FH BEAEON): 18081 =% o Ex=E(Mw): 18721 thHEAME (Mw/Mn):
1.035 33 &% Ex}=:(Mp): 18740

Q
H,C—0S§-CHs

(0]
HC—0O(CH,CH;0),CH3
H,C—O(CH,CH,0)y,CH3
(p20) m=2%216

(AN 14)
ob A (LEII()) S G (R= M”25, A0, A0= A D& 15, n=0, B2 ok 190009] A5
313HE (p20)S YRR slof, AAl 37 Fdg o R olu| A (p2)E Tt

'H—NMR (D,0, W3 EZ H,0=4.7ppm) § (ppm) :  3.38(6H, s, ~CHy)

2.93-3.11(2H, m, -CH,NH, ) 3.40-3.80(1731H, m, -CH;0 (CH,CH,0),CHs,

CHO(CH,CH,0),,CH;)

H,C—NH,
HC—O(CH,CH,0)mCHs
H,C—O0(CH,CH,0)mCH3

P21) m=2 216

(A4 15)
ool = A (18 1(e)) o] FAR= WY 15, A0, A0= AL 1E, n=0,
A °F 190009 49

, Ry 2 YZhs F23E 100ml 34 S#ad 2 33HE (p21)S 7.5¢(0.35mmol ), oFA
godolyl 73S FUstal 45CE 7 &ajA]ZItk.  o]g]dt LMo N-AAlolnd 3- U)—Eﬂ o]
gy, b

=2 2T 0 do]E 0.14¢(0.525mmol )& 7Feke], 45TolA 4A17F F<t WHEA| o zgd THg "we}
= (KYOWAAD) 700"& 0.5g, "= 1000" 0.5g& 7F8led, 45CoAl thA] 1AZF SQF wukstalth, WSS o
dstef, of Qo] St 5omlE Vet 2SS AEAA st Fsidv. F5E ZAAS 200ml Ble]Ad Al
o] Hala oM EAE 50mE rlake] 7k S3@ T, A4k 50mlE leke] AL ThAl HEAA o] sl

o Hsk AxAA, wejo]n =4 (p22) & S5 AT

IH—NMR (CDCly, W3 ¥Z TMS) & (opm) :  2.51(2H, t, NHCOCH,CH,)
3.38(6H, s, —CH,) 3.40-3.80(1735H, m, ~CH,0 (CH,CH,0),, CHj,
CHO(CH,CH,0),CH;  CH,NHCOCH,CH,) 6.69(2H, s, CH=CH )

6.86(1H, t, CH;NHCOCH,CH,)

GPC &4 (d< I3) 3 EAF0n): 18425 T A EA=F(Mw): 18672 thEA=(Mw/Mn): 1.013 ¥ =3
B EAFWp): 18742(F 3 AA) FEHE EAFON): 17924 T B EAEOw): 19086 tHEAFE (Mw/Mn):
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[0384]
[0385]
[0386]
[0387]

[0388]

[0389]
[0390]

[0391]

[0392]

[0393]

[0394]

SS=50dl 10-0988733

1.065 I3 & A= (0Mp): 18742

o]

HQ
H2C|:—NC(CH2)2—N |

0]
HC—0(CH,CH,0)mCHs
H20“O(CH2CH20)mCH3

(p22) m=2%216

(Ao 16)

835 po] FAR= WE 1F, A0, A0= SAEd 1F, n=0, FA=E oF 20000, °F 450009 A1)

(AAld 16-1)

LA, Aax F9¥, wibs BFE 100ml #4 Zetaaz 2 2-gvE-1,3-gSEd-4-v e
132.2g(1.0mol), YEFWIEAII= 28% wehd S48 202.5¢(1.05mol), EF4 500mlE 7tete], Aas &9
AZIHA ERAE AR S A EFAA eSS SF AASlT. oled &S 80T FAIsHHA,
HAZZ ko] 126.6g(1.0mol)S A7} Zw7]|2 ALt 2417k AA A7MAZ oS, 24 7F EQF kg A7]
o WAIRD B, 255 60CE dtef, uet= 6008 10ge 7Hete] 143t &<k unbegivh,  whgelg of 3t
g vk, 28, SF AAIIA: 93-95C/266Pa)ste], 4-(MASAvIE)-2,2-tvlE-1,3-HSE s 53813
.

IH—NMR (CDCly, HHEFE TMS) §(pm): 1.36, 1.42 (3H, 3H, s, C(CHa), ).
3.45-3.57(2H, m, CH,0-C(CHj,), 3.73-3.76(1H, m, CHO-C(CHy),
4.03-4.07, 4.28-4.32(2H, m, CH,0-CH,Ph) 4.57(2H, q, —~CH,Ph)

7.15-7.40(54, m, -CH,Ph) (P h & #ld 2§t} )

(A 16-2)

4-(MNFA A HE)-2, 2-tHE-1,3-t] FE&H 222g(1.0mol), SFF 400gS 71she], Abo = pHE 28 FAH3lo],
ARES FUANTIAA &A& T0CR 7hskar, 243F e9F WA Ty, FASMEFRSR plIs 7.082 24
sHATH. %iiwj— 1ILE FYste &3 v, FERIXESS PEe= Az, 558 ¢ ve, F
NG olsle] AL AAGH F-HAZA-1,2-Z2 AU LS 531300, o2 NWR HolHE AAd 1-29 &
3.

(AA 16-3)

SR, A F9d, anby], gsh gelE BEE 300ml #4 FEkade] 3-WASA-L -T2 E
27.3g(0.15mol), &4 =74l 200g, 5% YEF 0.77g(33.4mmol: 22.3 mol®)E 7Fste], AAE FYAIZIHA
CEE BT &893 55 YEFS &gt olelg %@1‘% AbAell FEEAl 71%3 5L QL EZHo|ng
Foeta Al2" g da A3e B, 100CE 523k, 100 WA 150C, 1MPa ©]3te] ¢go= odadl %
Ao 1C 3090ge 4 e, thA 1.5A1%F S wEE 7414%6}"%} oz mukgo] o "l SAfol=
7k, BRAE TR AAS vhe, 70CE W¥zbstal, wkE7] ulelA 2.0kge wjolulal S WSS 85% <14t
*Jw‘oi plE 7.5 243, 33E (p23)S TS5

'H—NMR (CDCl; , WHEF TMS) 5 (ppm): 3.40-3.80(1773H, m, ~CH,O (CH,CH,0),H,

CHO(CH,CH,0),.H, CH,OCH,Ph 4.54(2H, s, ~CH,Ph) 7.27-7.38(6H, m, ~CH,Ph)

_43_



[0395]
[0396]

[0397]

[0398]

[0399]

[0400]
[0401]

[0402]

[0403]

SS=50dl 10-0988733

H,C—OCH,
HC—O(CH,CH,0)mH

(p23) m=¢%221
GPC 41, (Wl 97) 3 EXZF0n): 18920 T Hi TAZFMw): 19154 THEA=(Mw/Mn): 1.012 =

B EAE0p): 19639(F 3 AA) Hd EAOh): 18777 % Ho ExE(Mw): 19086 TREARE (Mw/Mn):
1.017 33 & Ex=0Mp): 19639

(AATel 16-4)

XA, Aa Fow, wNb], "d-seay 2 wWAs FAR 2L 84 ERkaAaR sgke (023)&
200g(10mmol), E<1 1000g& FHstar 7hd SFAA FF<l 200g & &0 AAS T, Aoz 37
& b, Egleldolnl 10.12g(100mmol) S 7Felil 40CE 7h2, Wighd ¥ d S 2 2to]= 6.87g(60mmol )& 4718t
o], 40TelA 3A1Zt Fot WhEAIZIT.  wbE F5F, GEFUFACIE 28% viwthe &< 19.28g(100mmol) S WE
ool 7hste, 40TelA 341 &)t WHEAIR] Hhe S 40CE XA getste], wed/E5d &
A& o 200g T AA thE, AREHX S AASGE. oAdE FF< 500gs Thetel, 2RAl, Aa &4
W, wnby] d-sehay 8 WAee A9 2L 84 EeEkaaE &7 b SFAA EFd 200g7 RS
R AT, Aol W v, Efjeldoldl 10.12g(100mmol )& 7Fsto] 40C= 7}%, e Ty =
2ol = 8.89g(60mmol )& THAl A7Fske], 40TelAM 3A17E sk wbeAZIT,  ubg FEF, YEFUSAII=

>

28% =S &% 19.28g(100mmol) o 7}&led, 40TCelA 3AIZF &k WEEAIZITE, WESHE 40TCE X
StAA ZHekst wWEehe/EFe NS oF 200g TF AAST tbe, AH2A A4S AAGAT. AAqE 50T
2 7hestm 256 A9 200g 7heke] uRkek v, AX] 238kl sk S AASAT.  ol#g A
2k 23] WHEEIGlY. AT EFCASS vt eR 1xT o, AFste] oo oM EAtE 1LE
7bsted, xS AAol AEE wriA etk AAES o Hsio %6@ AZAA, dE (p24)& F533

tlo

3

T,

o ofo
2 -

o

BN

H,C—OCH,
HC—O(CH,CH;0)mCHs
H,C—O(CHoCH,0)mCHs

(p24) m=221

'H—NMR (CDCl;, WSE¥ZE TMS)  &(ppm): 3.38(6H, s, ~CHp)
3.40-3.80(1773H, m, ~CH,O (CH,CH,0), CH;, CHO(CH,CH,0),CH;, CH;OCH,Ph

4.54(2H, s, ~CH,Ph) 7.27-7.38(5H, m, ~CH,Ph)

GPC #41; (H¢l 9=3) =37 Ex=F0n): 19070 == i E4ZF0Mw): 19306 THEAFE=(Mw/Mn): 1.012 3=
B BE=EMp): 19786(F = AA) FEH BEAE0n): 18911 F W BX}EE(Mw): 19256 THEAFE (Mw/Mn):
1.018 ¥ 3 & Ex=Mp): 19786

(A Ao 16-5)

7kt oAR7lel 5% FebE FHE(50% Ll - o] - AAEAMA]) 120gS FYskal AA X FeHA g wEE
500mlol Al 43] &A x)8ke AAlstal, Zelg MY @48 AAEth. 2=, Fa F9%, nuy] 2oy
Zhs Fabek oL 374 Ee2a 2 FFE (p24)S 1007 &4 A S HAAG FetE JHE ARS Bt A
2 A3 oS, g5 weke 1200ml, AMO]E 234 500ml S 7Fete] 30C7HA S5edtal, IR 3.5A41%F B¢t
WEEAIZITE, WRE S o st O%OU s 72 M FEAEAN SAHS vb, 1259ppmolth. A dE FFH
sto], oM EAE ILE 7hste], ZAAo] AEE wzbx S Ttekeivh. 5 AAES st Hsta A

2=AA, = (p25)S TS
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[0404]

[0405]
[0406]

[0407]

[0408]

[0409]

[0410]
[0411]

[0412]

[0413]

S=50dl 10-0988733

H,C—OH
HC—O(CH,CH,0)mCHs
H,C—O0(CH,CH,0)mCHs

(p25) m=221

IH—NMR (CDCly, W3 EZE TMS) 8 (ppm) :  3.38(6H, s, ~CHy)

3.40-3.80(1773H, m, ~CH,0 (CH,CH,0),, CH;, CHO(CH,CH,0),CH; , CH,OH

GPC B4, (wWel 93) £ Bx=0n): 18971 & HiE E=F(Mw): 19204 THEAF=(Mw/Mn): 1.012 H =
E BEA%0p): 19687(H = AA) £l EAEON): 18811 F% Ho £ (Mw): 19158 THEALE (Mw/Mn)
1.018 3|3 & Ex=(Mp): 19687

(A A4 16-6)
S 7] 2% 95, WA
2230 100 WA 150C,

Ao 16-30l|A] HH-S-7] Ulof] k& whgol oF lkgd] €9 EF<l 2.0kgS 7HFSAT.
, H Z 2 5L
ARSI = 1260gS YT T, 4A1ZF ot wgE AlEEgith. vk FEF, 70

Ao m 1.0kge =74
IMPa °]ske] ¢heo
T2 374skar, 85%

o “”
é
o o
=

=

HQCI.)-OCH2
HGC—O0(CH,CH,0)mH
HoG—0(CH,CH,0)mH

(p26) m=%505

IH—NMR (CDCl;, WI%E¥ 3 TMS) 6 (ppm): 3.40-3.80(4045H, m, -CH,O (CH,CH,0).H,
CHO(CH,CH,0),H , CH,OCH,Ph) 4.54(2H, s, -CH,Ph)

7.27-7.38(6H, m, ~CH,Ph)
GPC #41; (H¢l 9=3) =37 Ex=F0n): 41830 == i EA4ZFHMw): 42621 THEAF=(Mw/Mn): 1.019 3=
B B=FMp): 44594(F = AA) FEHT BEA0N): 40548 % H BXEE(Mw): 42059 THEARE (Mw/Mn)
1.037 I3 5 EA=0p): 44594
(A ATl 16-7)

XA, Aa FYP, wwby], d-2ead 2 W4as B33 2L 34 Zetaaz 3184 (p26)9 ITE
270g(6mmol), EF<l 1000ge F4 A EF4 200g7 FES FH AAGAG. Ad2ow Wzt
3 e, Egdgolyl 6. ol 2, Wedyd F2eo]l= 4,51g(39.4mmol ) S X47}
stef, 40TolA 3217 &<t whSAIZITH, HbS FRES, YEFWEAL| = 28% Wg

2t ) 52 2 gl 25.3g(131.4mmol )&
ukS-olo] 7hake], 40°CellA 3AIZF FoF WkS A 7T, WES NS 40T E FASHAA Zetste], wEe /7l %
FHE oF 200g TF AAT b, AHEZHA AES AASUT. Mo FFA 500gS }6}0#, 2EA, Ax F
J, wRk], E‘—iE‘rﬂ% 2 P7hghs Fad 2L 34 FeaaR §7)a 7FE BRAIA 54 200g7 R
S ¥ AAsEE. Ao w Yzhe th, Egd"oelwl 6.65g(65. 7mmol)§ 7}ate] 40C = 7}i, HEtd =y
SReol= 4.51g(39.4mmol )& THA] F7Fako], 40°CelA 3A1ZF St WEE-AIX] g T5F, YEFHEAN]

kA=
= 28% wWEe &9 25.3g(131. 4mmol)e w-S-olof] 7}ake], 40TColA 3A17F FoF WhS-A
FABHEA ghetete], HWEE/EF EFAS oF 200 F AAT o, ABREH AE A
50CE 7hske], 256 AAFS 200g 7vste] kel ohg, A E5Et see] £35S Al
FAZFE 23] BRI A5 BRI Ivladlgor Axd o, o
ILE 7tete], @ibs AA o] A&d w7bA] 7heialtt. AR S ofFste] Heta AxAA, SFE (p27)§ F5
a3t

g
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[0414]

[0415]

[0416]

[0417]

[0418]

[0419]

[0420]

[0421]

[0422]

[0423]

[0424]

[0425]
[0426]

[0427]

SS=50ol 10-0988733

H,C—OCH,
HC—O(CHchzo)mCH:.;
H,C—O(CH,CH20)mCH3

(p27) m=%505

IH—NMR (CDCl;,, W% ®¥3% TMS)  &(pm): 3.38(6H, s, -CHy)

3.40-3.80 (4045H, m, ~CH,0 (CH,CH;0),, CHs, CHO(CH,CH,0),CH;, CH,OCH,Ph)

4.54(2H, s, —%Ph) 7.27-7.38(5H, m, ~CHPh)
(A 33) FEF B0 42206 FF Fd FAF0w): 43056 THEAF=(OWw/Mn): 1.020 33 F A
(Mp): 45057
(=2 AA) FEF B0 40990 F5F Hd FAF0w): 42519 HEAF=Ow/Mn): 1.037 33 F A
(Mp): 45057
(A Aol 16-8)

74t oJ@r)e] 5% FEtE FFHE(50% F5E, o - o] - AAEXA) 200gS FYstal &
500ml 2 43] 84 23S AAstal ZebE s @545 At x4, da
& BAF oL 84 Feaaw SFE (027) 100g7 &4 A AN BF AR A

o2, 2= WEE 1200ml, Ale]Z =234l 500mlE 7}ste] 30CE 5-238kal, I=E 3.5A17F B9t We-A|ZIT),
SN S ofysle], ofdo] pEtS 7 uA FRAZN FAT v, 2215ppmolth. A A& FEHFY, oM EAL
old 1LE 7tste, AAo| A&d wj7tx] s 7Heidlth. 59 A4S AFsie] FHsta AxAA, sEE
(p28)& 53ttt

Hz?_OH

H?—O(CHZCHZO)mCH;,»

HoC—0(CH,CH,0)mCHs

(p28) m=505
'H—NMR (CDCly, &2 &3 TMS) 8 (opm) :  3.38(6H, s,'-@)
3.40-3.80 (4045H, m, -CH,0 (CH,CH,0), CH,;, CHO(CH,CH,0),CH, CH,OH)
(9l FJ=32) FHF SAFWn): 42121 T Hd BAFOw): 42946 FAZMw/Mn): 1.020 =2 5 EA=F
(Mp): 45057
(3 AA) FHFE BA0N): 41021 =% FH3 BxFE0Mw): 42450 SEAZ=0W/Mn): 1.035 33 & 2k

(Mp): 45057
(A6l 17)
obol Al (1 F11(g))e] B R= WD 1§, 40, A0= SAe-A 1§, n=0, #AF F 45000¢] %)

(Ao 17-1)

LA, A4 49, wuby] 2 J4es BAS 500ml $A ZetAadE 31eE (p28)S 70gd o] 2nlEE 70g
S 7hete], 40CE 7h38le] galskaitl. &8 ohg, 10T olat2 ¥Zstar, 50% A8k 8 4.38gS
7vskiek.  AEHA 5 WA 10CE FASHEA ol FAERYE™ 210gS 243t AAH Hrbsisivk. A7b
TEF, UA 2A12F Sk WhEAIZIAL, 8.5% IAF &N 26.25gS A7bete], FIAIZITE. wEgoHe] o] Lk
140g 7hste] &l Zujr]o] K73 ol EAE S 210ml 7}8ke] nwkdk ohg, A5l FEe] oA Ealeld

=S etk o]# g oA EME FEL 63 W
o, FRIFXE 28mlE AlLEle] F
, sFT. TF I

ol
& ofststel Aska vhA) o=

s, FE TRF, 73 A9 65g& 719

EFTE Aviadlor Axste] o3
H e dAol 4Ed w7k Jhekdit. A
Ooml =2 7h2 g&fste], Aoz Wzte v, AAe] AEd w74

]
o
o
o,

o to o o



[0428]

[0429]
[0430]

[0431]

[0432]

[0433]

[0434]

[0435]
[0436]

[0437]

[0438]

[0439]

S=50dl 10-0988733

ks Thekoitt. AR S odate] Hshar AXAA, UEHA(p29)E TS5k

H,C—OCH,CH,CN
HC—O(CH,CH,0)mCH3
HoG—0(CH,CH,0)mCHa

(p29) m=505

' —NMR (CDCl;, WH¥EZ T™MS)  6(pm): 2.59-2.66(2H,m, —CH,CH,CN)

3.38(6H, s, ~CHy) 3.40-3.80 (4047H, m, ~CH;0 (CH,CH,0),, CHs, CHO(CH,CH,0),,CHs,

CH,OCH,CH,CN
(19l FA=3) 37 BAZFWMn): 41849 FF H TAFMw): 42666 A= (Mw/Mn): 1.020 33 7 A=
(Mp): 44594

(A= AA) 37 BAZF0n): 40271 F Ho SAFOw): 41980 Y= Mw/Mn): 1.042 33 F A=
(Mp): 44594

(AA 4 17-2)

1L LEZHo|H 33-21(p29)e] YEHA 50g, EF< 500g, YA(dl - o] - AAEAA] 5136p) 4.5 713k,
60C7HA S&AZeh,  ghEUek2 Wik 0.7WPa7t d WX AR g, a8 W) 4.50Pa2 @ WA v
ote], 130CAA 3413 Bk WHEAIIY. WA T, WSS 70CE W7hste], ghEol WAjTE §lo]
A w7tx] AA HAE HEEsIT, HESAS A= wjoja oJT}sle], ofAE ALertA] Yyzhsk the, AAS
AAol =g wW7A Treigivt. AR S ofatste] Helal AxAA, oA (p30)E 53T

J

H2C|)—-OCHZCH2CH2NH2
HC—O(CH,CH,0)mCH3
H,C—O(CHyCH,0)mCH3
(p30) m=505

SI—NMR (CDCl,, W3-EZ TMS)  6(ppm): 1.82-1.90(GH.m, —CH,CH,CH,NH,)
2.90-2.97(2H. m, —CH,CH,CH,NH,) 3.38(6H, s, ~CHy)

3.40-3.80 (4047H, m, ~CH,O (CH,CH,0),CH,, CHO(CH,CH;0),CH;, , CH,OCH,CH,CH,NH,

(Ao 18)
e olu] =4l (1E1(e))9] B (R= MY 15, A0, A'0= A LA 1F, n=0, B oF 450000 A

exd, Ax FQT, Wiy 2 WA RAE 300n $A4 Seko] 8824 (p30)9] 8FE 45g(lmmol), o}
AEYEY 42ml, %Eoﬂ 84mlE 7Fate], 40CoIA 7k gafatqict. Aoz W4s vhg, Apgste] N-Hd
REE3 (0.51g(5mmol), N-Alalelnd 3-wo]n =X 23] @ Ylo]E 399mg(1.5mol)S 7}ate] 3.547F B¢k 8k
17‘E‘r Hhg- & 04#?# TS, oA EAE 840mlE 7}Eed, LS AA o] MEHE wztA] sbEgith. AA

S o8l FHeta olAEYED 42ml, ol EAE 840mlE 7sle] 7b2 &ald e, dake AAo] HEE
HH?JM 71ekgek. A4S st FHata AxAA, (p31)9 BAFES 53T

[

Q

HO
HoG—OCH,CH,CHaNCCH,CH,N |
HC—0(CH,CH,0)mCH3 o)
H,C—0(CHyCH20)mCHs

(p31) m=505
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[0440]

[0441]

[0442]

[0443]

[0444]

[0445]

[0446]
[0447]

[0448]

[0449]

[0450]

[0451]

[0452]

[0453]

[0454]

SS=50ol 10-0988733

IH—NMR (CDCl, W®E¥ZE TMS)  8(pm): 1.70-1.78(2H.m, —CH,CH,CH,N)

2.45-2.53(2H, m, —NHCOCH,CH,N) 3.38(6H, s, ~CHy)
3.40-3.80 (4051H, m, ~CH,0(CH,CH,0),CH,, CHO(CH,CH,0),,CH,,

CH,0CH,CH,CH,NHCOCH,CH,)

6.44 (1H.m, NHCO) 6.71(2H, s, ~CH=CH-
(19l FA3) 37 BAZF0n): 41918 FF H SAFMw): 42709 Y= Mw/Mn): 1.019 33 F A=
(Mp): 44594
(A= AA) 37 BAZF0n): 40231 TF Ho SAFMw): 42602 HHEA=Mw/Mn): 1.059 33 F A=
(Mp): 44594
(AA € 19)

==, Ax %%‘%, At 74 H—iE} SR %44 iﬁ& 200ml 374 ZelFo| 313H2](p25) <]
10g(0.5mmol), ©}A =

2k 285mg(2.5mmol)—€ 7hate], 110°C°ﬂ*1 12/\171_? %?} H&%AVJE}. Hh-g-oH
ol = 518mg(4.5mmol), DCC 934mg(4.55mmol)S 7}3te] 40Tl A 2A17F EoF W2 A7t wlg-ohS o] 33l
5, Aol AAe] AEFH w7x] IiS peiditt. AAS ATste] FHEta ofAEAle

g 10mlell oAl sk, Gaftel Aol AEd uwizkA ks helth. AAS O%JJroPO% st

NZ2AA, Aalibeln =4 (p32) & F53H3At).

ruﬂ
—
o
o
=
o
e
)

O,
(0]

)

H,C—OCCH;CH,CH,CON
HC—O(CH,CH,OImCHy O
H,C—O(CHCH20)mCHs

(p32) m = 221

'H—NMR (CDCly, W3 EFE TMS) § (ppm) :  2.07(2H, m, ~OCOCH,CH,CH,COON-)
2.50(2H, t, ~-OCOCH,CH,CH,COON-) 2.72(2H, t, -OCOCH,CH,CH,COON-)
2.84(4H, s, A Nojuj= )  3.38(6H, s, ~CHy)
3.40-3.80(1771H, m, —-CH,0 (CH,CH,0),, CH;, CHO(CH,CH,0),,CHy)

4.10-4.30(2H, m, -CH,0COCH,CH,CH,COON-)

(A Ao 20)

exA, A FAd, wHk)E B8 300ml A ST 3-wlA2A]-1,2-Z 2302 27.3¢(0. 15mol ),

4 EF<l 1352, % YEF 0.9g(39mmol: 26 mol%)S 715t AAE FUAZIHA 80TCAA T4 UEFO] %
A w7k wwkelitk. &gk v, thAl 80T A 2413 BF wRksH1E A4Skl

o213t WS ME AlHo] FEEA AX3 5L L EFHo|Hd Fdstar AA 4 16-3, AAld 16-6, AAd] 16-7,
AAld 16-87} LT 22 sk, (p28) FUS 29 IFFE (p33)S 5T

(AA]o 21)

Ao 1-39] 3-HIASA-1,2-2 23] &9 YEFS &9 Ao 16-39 UYEFS &9, Ao 209 2LES
dojBo Fslr] Mo YEFS &9& AFsta sy 2olA F=AS, 7t~ AR (60) 54

H
seict, Ane ®msel JlAsha,

BE 0.2g% ADS Adm, AW 1.0nE Jhale] falF Tg, AUET A 0.8 ASlt. o]
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[0455]

[0456]

[0457]

[0458]

[0459]

[0460]

[0461]

[0462]

[0463]

[0464]

[0465]

[0466]

[0467]

[0468]

S=50dl 10-0988733

@ golo] FEREWLAE 0.4nlE Jhele] 30% Beb wuksgiTh. gl AW W (PIFE, 0.45m) %
ofstatol, 7] EANA GC HHE& LA
GC Al=®: HP6890 ZF: HP-5(0.25um X30m) HZE7]: FID FYT+ =5 320C ¢ 2EHEx 9%
0.2p0 ANE 7k~ AF F4: 23em/sec AH 2% 80C(Omin) —15C/min —320C(24min) AE7] &% 320
(¢

Z 3
GRS =94

AAd 1-3 0% 0.4%

AAe 16-3 0% 0.3%

Ao 20 2.2% 1.3%
¥ 39 Ax, WrSAe] AR BB doow He wld &F 9 vukgAe] R BB delow
HE FPHAEE AAd 1-3, 16-37 2& JEFI 2Rz HAH7] g Aol 3yt
(A A 22)
257, da F4E, wn], d-sEaan 9 Y4gE 228 200m 34 FEaaz, AAld 14004 58
s3HE (p2) 10g(lmmol), #EF<l 50gs FYstal 71 FFAIA FE& FH AAS AT % 2 Yyzrs o
2, Edlolgelyl 2.02g(20mmol )& 718le] 40CE 7k, Wgdxd SF2eke]= 0.687g(6mmol)S 7Fsle], 40
CollA 3AIF Fok wbgAIZITE. WhE FRS, QS ofFzM AASL, o g O]-H]E{M]EE] 100m1 = 7}t
o, @S Aol AEFE u7zbx] sl 5" ZAL st FHslal oM EAE 200ml 2 7F2 83
ato], Aeom Wzg ths, AAo] AEd wzhA] ks Thekltt. AARS oldste] Heka dxsieiTh.

1

A4 20mgSs AFATL FIFRIZIEF sk, H AAy] FEEFHS AAst] (A 12838]), ~HE
TS5k o] W, Mme= 6, Mms= 0.073©

K

2N 72014 FEH FFEE (pl2)S 10g(0.5mmol), EEolwl 1.01g(10mmol), wEAdITYd ZF=glo|l=
0.344g(3mmol)& AHgsta AAld 229} g 22s AAUT. AR FHSH(AAE 2563]) S AAIEH
~AEHS F539tk. o] wf, Mme= 6, Mms = 0.1020]t}.

(Al 24)

1

AN 16404 dZoEEsrt 23] 2859 S (p24) 10g(0.5mmol), EFol€olsl 1.01g(10mmol), ™ EFA
xd S22 0.344g(3mmol ) S AFESE, AAld 229} Fdg x2S AAEY. AR FESAH(HA
256%]) & AAlste] ~2HAEHS F531¢th. o] o, Mue= 6, Mms= 0.019°]t},

-~

¢

(Al 25)

Arel 167014 SolH=sh 23 FR@ SEE (27 11.3g(0.25mol)el el Eelo|delwl
0.506g(Gmol), MEAEY Fzeol= 0.172g(1.5mol) S AHEas Ao 229 FAF £HL AN HALH
A7) FPEH(A 2563))2 AAse] ~HAEYL S5, o] W, Mne= 6, Mns= 0.0260] ¢},

(A Ao 26)

AAld 22 WA AN 2594 FEH Mne, Mas ¥ I3 F EBEAFOp)ES AFEE], Hrd 2 Hrd/Mp X
1,000,000 At=3tqid.  IHA 5 EAFS 7#7#, (p3) (p13) (p25) (p28)9] dHlo|HE A&ttt ARE
X 4o 71ASH Y. 1 Ay, B odtge] g)slke po] glgtEe] doHEsES won dZdHES NS
w

3T o
[e)
WS Aol BN T WeEel Fom HelmEa 5o dEl 48 SR e,

* 4
Hrd Mp Hrd/Mp >1,000,000
AALd 22 0.0120 10,351 1.16
A A 23 0.0167 18.989 0.88
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[0469]

[0470]

[0471]

[0472]

[0473]

[0474]

[0475]

[0476]

[0477]

[0478]

[0479]

[0480]

[0481]

[0482]

SS=50ol 10-0988733

A A 24 0.0032 19,687 0.16
A 25 0.0043 45,057 0.10

(Ao 27)

257, i F4%, ww), d-2e 3@ 9@ Y43S F23 200ml 4 ZEkaFel 4AAldl 1-5404 5%
3FE (p3) 10g(lmmol), EBF4 50ge FYstm 719 FFAA $2S Fv] AAsGY. Aoz Y7k o}
S, EgoEoelnl 2.02g(20mmol )& 715Fe] 40CE 712, wedxd FZ8o]= 0.687g(6mmol)E & 7F5ke], 40
CTolA 3A1ZF B¢t WA, HES 85 GAAS oA AASH, ofdd oA EAE 100mlE 78}
o, @iks AAo] AEFE u7zbx] sl $5E AAL st FHslal oM EAE 200ml 2 7F2 83
stof, Aoz WdZe vhg, dAol MEE WA Aiks veisitt. AAS odste] AHAstn Az

<59 A% 20mgS AHsta FoleLo] Lastel, H B4y FHSAL shol (A 1283]), ANEPL FE
stk o] W, 3.132ppmoll HAEW M1S 322 3w, 3.117ppmol] AZE M2E= 0.2959]t}.
(Ao 28)

rﬂ
o
%
il

2N 16-504 FEH 319 (p25)% 10g(0.5mmol), Eg "oyl 1.01g(10mmol), HEHEEY FZ o]t
0.344g(3mmol )= AF&3}e], Ao 273 FAs 22 AASAT.  AR7] FHZAH(HA 2563]) =
~AEHS F539k. o] o, Ml= 3, M2= 0.091°]|t},

(A Ao 29)

2AAld 16-8o 4 =5 3eHE (p28)2 11.3g(0.25mmol), Eo "o}l 0.51g(5mmol), = EF
0.172g(1.5mmol) & AR&3lo], AAld 278 L 22S AASY. A7) FHSH(HA 2563]) & A
of ~2AEHE F5oQlrh. o] wf, Ml= 3, M2= 0.1129]t},

(Al 30)

AAld 20014 5% 3}gE  (p33) 11.3g(0.25mmol), Ezo"olwl 0.51g(5mmol), WEHEXY ZF=zelol=
0.172g(1.5mmol)& ARE3slod, AAld 2738 5Lt 22S A, A7) FHSG(HA 2563]) S A8}
of ~2AEHE F5oQlrh. o] wf, Ml= 3, M2= 0.2129]t},

(A 31)
AN 27 WA AA] 30014 S5 ML, M2olA M2/ (MI+M2) X100 AFZ&tqich. AFE % 50l 7)1 A8kqict.
I Az, B oawo] 3etES 2o 2 zh= Aog yelhgth, 3, A4 299 309 A EFE 3}8H
99] e AFHEFT uf, 255 WA HAA S Hel B} AeER I Aol I
* 5
M1 M2 M2 / (M1 + M2) <100

Ao 27 3 0.295 8.95

Ao 28 3 0.091 2.94

Ao 29 3 0.112 3.60

AA o 30 3 0.212 6.60

A Ao 32 3 0.162 5.12
(AAd 32)
oA, A EFd, whby] 2 yAes Ak oL 84 a3z (p27)9 3EE 100gT 5% FEHE T
(50% &35, <l - o] - YAHEAA) 200gs shF IR FYdsta, AAld 16-87 w3 oz gl 1k
&S AAEtaL, (p28)¥ TdE Tz FFE (p3d)S FEIFT. o W, WsA T d5HES B HJAM F

=5 3}8E (p34) 11.3g(0.25mmol), Ez|olEolal 0.51g(5mmol), ¥EHEd¥Ed FZaol= 0.172¢(1.5mmol)<
Abgale] | A d 273 U3 23S *‘f\l shgivk.  AMAY] T S (HAE 2563]) S AArste AHERS 5
&tk o] W, Ml= 3, M2= 0.162°|T}.

A e
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[0483]

[0484]

[0485]

[0486]

[0487]

[0488]

[0489]

[0490]

[0491]
[0492]

[0493]

[0494]

SS=50ol 10-0988733

K

F50) 71AE mhe o] e 299} dAje 329 ARRAEE kA Fo FEFS 1% oldtE sk Wo] By
2

Em9 shehy pol BFRL £ 5 dE Ao
(Al 33)  (ekel=e] AR)

$?“}Eﬂ(Met—Ala—Pro—Arg—G1y—Phe—Ser—Cys—Leu—Leu—Leu—Leu—Thr—Ser—G1u—I1e—Asp—Leu—Pro—Val—Lys—Arg—Arg—
Ala) (A1 2687.2)2] HEeto]=ZE 10mM Q14 W3 (ph= 6.4) 24 0.5m=Z ZAsA. o3 & 200 Fol
s}k (p31) ] shh= dmgs 7}0}04 A2 A 4AZE S AT, WhEe 200u0E SP-Sepharose FF(ofm}
ARAHA) A™oll 2pAskar, 20mM Tris-HCI W (pH= 8.2)2 B3}tk HFPtF, wHo] INZ HXE= NaCl
S 7He §Ns Arlel SHAA WolA &&4& EUESEA, (p3Dol o8 Add fAete]=g L85 5
shSiTh.  oleld w8 2049t Evl2 SDS AE AP 20uE EF T, WS FE FellA 2% 30% F 7t
edfo], oleld §o) WuE EUAFMUEF-Sefolaolrs A AY|GE(4-20%) BASAH.  FAL (BB
Qaow AASET, ARE = 6ol EAH

2 AR, feel=e] WEZI(A2=HQD) I (p31) o] EHlolm=rt wkgste], Aol = Aew yEET.

SEA, Ax FYH, wwby], d-2ead 9 Pz 339 200ml 84 Zehadel 348 (p28) e 3HgHE
11.3g(0.25mmol), HAIEANGESR 0.1g, &7 100mlE 7Feto] g7 Depdint. o2 dh mbg-ofo] F4 25
EF=4F 285mg(2.5mmol )& 7Fske], 110TColA 1241 st whgA T, whg-ols WHZbgh thg, N-fo] =5 A4
Alakolu = 518mg(4.5mmol), DCC 934mg(4.55mmol)S 7}8Fed 40°CeolA 2417 F<eF Wk-A171 WS ol S o] 3

3 o, oo Aol AEE w7tA kS sednt. AL oItst 2
UEZ 20mloll tfA] &35te], &afde] AHo] &4 u7px] daks 718Gt 2AHES oJ3ste] Heta Az
17, Aol =4 (p35) & F53H3 ).

N

(0]
O

o

H,C—OCCH,CH,CH,CON
HC—O(CH;CHOInCHs G

H,C—O(CHaCHo0)mCHs

(p 385) m=505

I~ NMR (CDCL, W3-¥% TMS) & (ppm) : 2.07( 2H, m, -~OCOCH,CH,CH,COON-)
2.50( 2H, t, ~OCOCH,CH,CH;COON-) 2.72(2H, t, ~-OCOCH,CH,CH;COON-)

2.84(4H, s, Al elH =) 3.38(6H, s, -CH,) 3.-40—3.80(4043}1, m, ~CH,0 (CH,CH,0),,
CHg CHO(CH,CH,0),,CH,)

4.10~4.302H, m, -CH,O0COCH,CH,CH,COON-)

(AAle 35) A& A4

AAld 19014 5% (p32)9] AAliteln|=Ael, HAld 3494 F5H(p35) 9] Ailitolu|=AE AR, <l
GEHAZFEZRAZ2 ZE o] A (SEROLOGICALS CORPORATIONPN) #|Z, Recombinant Human Insulin, Mw 5800)¢]
As AT

0.1N B EF #u(pll= 9.0)5 AM&3le], <l&d9 1omg/ml WY &NE& AU, o)8d & 100w F
A SARA32)) U 6.4ugd Ase], 40NN 09 B& WENUG. &) AFE QSepharose FR(0}
npakAbAl) A-e| xA|Star, 20mM Tris-HCl W (ph= 8.2)2 HFA ., HPE, wino] N2 H=
NaClS 7}8t §ae Addo EA7] (VEH £Z0S ZUEFEA, (p32)dd o8 Ad= ¢

Seeirh. oleld £8 20uet Es DS AE A 0uE EFF b, WG 5 SolA 28 0% %
7heste], ol @ &9 20uE EmHAIIUEF-Elotadotrls A A7GE (U WA 200) RS ¢

N
- =

N
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[0495]

[0496]

[0026]
[0027]
[0028]
[0029]
[0030]
[0031]

[0032]

SS=50dl 10-0988733

A (p35)IAE, A& 1omg/ml W £} 100 ol FHA(p35)°] AAE 13.6ng% Fhte], HAT

i)
_ﬁi
Ll
k1
-
9
k1
>
<
v
M
i
_ﬁi
r o

ado] 354 (p32), BHehA(p35)= WA H = AR YERit,

12 OVA 2 7f2 = OVAe] Zgjolmdolu]=9] A H7|gEHol 23 23 Ayrl vehd ApRlo]t),

T 2% 3IRFE p-89] 7t dst AE Ao GPC F4 ARE =AT Blojtt

T 32 3HetE p-89] 7HE A3t Al F9 PC 4 AAE =AIE sloltt

T 4% 35HE p-109] 71 43t Al A GPC 54 AoE =S Zlolt).

T 5% 3I3HE p-109] 7k dst AlE 9] GPC FH Z2HRE =AT slojtt

% 62 Frbd(Humanin) < 8H5HE (p3l)& 71Ae slgtEe] A7|9% A7 vepd Apzloltt,

T 7& AEds I3HE (p32), S5E (p3D)E MAH SEE] A79E AU vERd ARzloltt,

A ® (©
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k1

F1

k1

¢
N

g
3

rg,

AZTEIR (mY)

AZVEIR (mV)

AZTEIR (mV)

0

20
104
0 A
, . N
0 10 20 30 40
7‘:_1_
20
10
0 I
| MW
0 10 20 30 4
52

140.00
120,00 -
100.00
80.00
60.00 -
40.00
20.00
0.00 -
2000

—

7o 400 600 B.00 1000 12.0014.0016.00 18.0020.0022.0024.0026.0028.0030.00

e
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k1

k1

g
&

)

AEUEIR (mV)

\

a8 ©

T T YT
2.60 4.00 6.(]JO 8.00 10.10012]0014,0016.0018

7

210.0kD —

125.0kD —
101.0kD —

56.2kD —
35.8kD —
29.0kD —
21.1kD —

6.9kD —

whd

A
k)
B

o
s

Frhd +(p31)
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SS=50dl 10-0988733

[
N
N

210.0kD —

125.0kD —
101.0kD —

56.2kD —
35.8kD —
29.0kD —
21.1kD —

6.9kD — |

oh 2
&

A&d +(p32)
A&d +(p3)
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