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33tE AG-ola ol E

C4F9CH2CFZCHZCHZO_C ( O ) _CH=CH2

Tl AEA, 2.82 g, 0.0148 mo), WEslo|E2F = (vEslo|= 2=, 420 mg), 3§
F2d2F (121 m)S 9 23 EF(Dean Stark trap)S 0|3 Zp~FoA 23S
C= 7Fdstar, okadal (31.3 mh)& H7bekal, 24A3F St 7kdS A&aiglet. ©

TH Adom dAsta, Qol2aE Wb EFEA HUlstar, o]l Ato|Er IS
e EFES oF 50TE WANAT. wet S vl Aylel T, 10% FEHPEE 9
AF L, F MgSO oA AEA7IaL, VS AsE shel A SRAIA A6-obdEolE (134 g, 95% +8)F

ot > %

2,

F3}3l ) ' NMR (CDCls, 400 M) 6.42 (1H, d-d, J1 = 17.3 Hz, J2 = 1.4 Hz), 6.1 (1H, d-d, J1 = 17.3 Hz,
J2 =10.5 Hz), 5.87 (1H, d-d, J1 = 10.5 Hz, J2 = 1.4 Hz), 4.41 (2H, t, J = 6.4 Hz), 2.86~2.48 (2H, m),
2.42 (2H, t-t, J1 = 16.7 Hz, J2 = 6.0 Hz); MS: 383 (M++1).

3I3HE B3

CsF,0CF.CR,I (100 g, 0.24 md) @ Wz HEAlol= (3 g)& A 3dlollA &7] e ZAAZY. g3
VA, d#Eo) A 7HH RAE/ DA 7R A B A(sequence) 52 -50TolA AAEtFon oel@ (18 g, 0.64 ml)S
=gsnh, §718 2043 Bk 10TAA Adsinh, eEFelelns 0T Wasw w2 F s,
a8l A, AEES W SHIT. AYES FFsF] CFOCFCRCHCHI (80 g, 80% F&)E

A)&stth: 3325 Pa(25 mm Hg)ol A bp 56 WA 60C. CsF,0CFCF.CH,CH,I, (300 g, 0.68 mol) @ N-w|&-3zEo}
u= (300 m)] EFES 26417 HoF 150CE 7y, agla uA, ¥ —g—“ S 100CE Wasla, o]o]A
ES AHA7tele] Z(crude) AdAHEES B, oY 43S (77 m) 2 p-EFA HEA (2.59 9)& % I
2E| 2o H7beg o, WSES 1568 Bk 70T ettt aEa LW, old XZ2wolEe} oY &=
& THAA 2 APES AT = APES ddH2 &AFeY, 4 oIV ER, B 9 AR &
AR AFsta, olojA FiteladigdA AxAIZY.  agla A, APES FHAIA CF0CF.CF.CH.CHO0H
(B3, 199 g, 85 % 5&)& A& at3Arh: 5320 Pa(40 mmHg)ollA bp 71 WiA] 73°C.

B3-ola "ol E
C:3F7OCF2CF2CH2CH20_C ( O ) _CH=CH2

p-EF4l AEA (0.34 g), HWEstol=2F]= (0.026 g), 3}gt= B3 (15 g), R Abe] 2= (16 m)S & =
B3 ES PH)E Teago A 2FEIgith. EFES 85CE shEstar, olojA] oA HAl (3.86 m)S FH7b
3taL, 2447k 7hAE A& W 2Ea EQS e A2 FF dHoR fAsta, el (15 n)E
JolA AbelZ2aS SFHRAAT. ¥ EFES oF 50CTE YA ve T BE 2R &
713, 10% 74 SEAYEFOR AFSa, 4 MgSo,el AxA7IA, FHAA B-vEl A olE (14.4 g,

i)
N
N
ol
ol
&
[e]

83% &) ATt ' NMR (CDCls, 400 M) & 6.43 (1H, d-d, J1=17.3 Hz, J2=1.4 Hz), 6.11 (1H, d-d,
J1= 17.3 Hz, J2=10.5 Hz), 5.87 (1H, d-d, J1=10. 5Hz, J2=1.4 Hz),4.43 (2H, t, J=6.4 Hz), 2.42 (2H, t-t,
J1=16.7Hz, J2=6.0 Hz); MS 385 (M++1).

H|~(3,3,5,5,6,6,7,7,8,8,8-2 U7} ZF 0 22 El) T oo]E (A6 T o] E)

C4F9CH2CFZCHZCHZO_C ( O ) _CH=CH_ ( O ) C_O_CHZCHZCFZCHng:g

gk whok(bar), © X2ElZ EFY, $F7], @ AS 0% 49 250 m T vbe eI, A4 sholl A,
d st F4E (2.6 g, 0.027 md), EF< (100 me), CiFeCHCF.CH.CH,0H (17.8 g, 0.054 mol, A6), % p-EF<l
ZAF (0.5 g, 0.0027 mo)S AHAI7FsIGY. © 2Elm ERSE EFQdoz FAAY| L, WSES JMEste] SF

. RESES LC/MSEF GColl o8 EUEHetgtl.  6.5417Fe] S Fo | F71e] 100 mg (0.0003 m) 2] A6
Arretgl o WgES F7F 3541 ¢ BRAFT. EFES T 2EE WAATI oY ol H o E
(50 mO)Z A &P om, olojr F3 FEMUESR (1 X 25 ml) 2 E3} AUEF (1 x 25 M)z A&
Ak IS e adlgel A dEA7IAL, ofskal, 40Tl KE el A EFHAIA, ZEdolE A

il

Mo > mx
i

)
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<187>

<188>

<189>
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<192>

<193>
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ES LU2A AT (18.8 g, 94%). GC= HdololEd] dis] 15.380A 1719 F8 I3 (9205 e}
wor, ol t)§3l= FrlEolEx 15.98 (4.9%) A %Y.  LC/MS (API-ES+)+= 737 (MDA 171 I3 &
e H ONMR (400 Mk, CDCls, 6): 6.26 (s, 2H, =CH), 4.43 (t, 4H, Ju = 6.4 Hz, OCHy), 2.77 (t of

t, 41, Ty = 18.4, 14.0 Hz, CR.CHCF,), 2.44 (t of t, 4H, Ty = 16.0 Hz, Ty = 6.4 Hz, CHCH,CF,).

H]~(3,3,4.4,5,5,6.6.6-=U1ZF 2 23 2) Ty oolE (Al Y do]E)

C4F9CH2CH20_C ( 0 ) -CH=CH- ( 0 ) C_O_CHQCH2C4F9

CsFoCH.CH.0H (17.4 g, 0.066 mol, A1)S A ¥]~(3,3,5,5,6,6,7,7,8,8,8-F U7} EF o 22d) Lo o] Ed tj
3 AMAlE AT fAbgk e s et F54E (3.2 g, 0.033 m)E A ste] A E AHES LYRA
AFsFATE (16.4 g, 82 %). GCi= 11.9%1A 1719] & I A (98.4%)5 eEllen, oju g3t Fvldo]
EX 1258 (1.6%)1% k. LC/MS (API-ES+)+= 608.9 (M+H)oA 17 #=3 = L%E}MEP.

5l et & A7

C4Fg(CHyCF ) sCH,CH;0H

oledld (56 g)S CFo(CHLCF),l (714 g) B d-(H)-2EW (3.2 g)o 2 ZHE QEFyolHd =d3ta, W7
S 1241 Bk 240TelA  7tEESiT). ARES FAF SFAA 98l walste]  CFy(CHLCF,) CHCH 1 &
AT, CFo(CHCF,) ,CH,CHI (10 g, 0.02 mol) 9 N-wlEZEolu= (8.9 m¢, 0.15 mo)e] EIFELS 2643t
ok 150C & 714 oWDP %J%% 100C=2 Y¥Zskar, o]oA H7tete] & JdxHEE &
AdFL (3 m) L p-EFN AEA (0.09 g)& H7lsln &% 0.25A)17F =9F 70T~

HolE9} od & %% %%oﬂ & AAs = AAES . = FYAHES JdHE
, 10 T%% 74 oIV ER, B 2 A4 SAUE AFsta, ibeloadigdds dxzARATY. SR A
A7 (6.5 g, 83 % F8)& AFdATt: 266 F2ZH2 mm Hg)ollA] bp 94 WA 95T.

1
o) 518
z=

ox H ol uf ol
lm

H]~(3,3,5.5.7.7.8.8.9.9.10,10,10-Eglo| g7} ZF o 2 ¢ 4l) Brefofo]E (A7 Breofo]lE)

CsFy (CH,CF») ,CH,CH0-C(0)-CH=CH-(0)C-0-CH,CH,(CF5CH; ) ,C4Fg

CsFo(CH,CF2)CH,CH0H (18.1 g, 0.046 mol, A7)E ¥/d ¥W]2(3,3,5,5,6,6,7,7,8,8, 8- U7} EF o 2=49) T o

olEd] tiaf JHAIE A AL W om WAk 45 (2.3 g, 0.023 m) 2 A5, -FR2Ee/srto
2HE AZAZ} Fo WA uAzA TYdolE PHES AFsAT (18.1 g, 90% 4=&, mp 35 WA 37C):

LC/MS (API-ES+):= 865 (M) 2 887 (MtNa)ol Al 171 922 vbebdch: 'H NMR (400 My, CDCls, 6): 6.27 (s,

OH, =CH), 4.41 (t, 4H, Ju = 6.0 Hz, OCH,), 2.85 (bd DEHE(quintet), 4H, Ju = 16.0 Hz, CF.CHCE,),

2.72 (AENE, 4H, Ty =15.6 Hz, CR.CILCF,), 2.39 (t of t, 4H, Jw = 16.0 Hz, Ju = 6.4 Hz, CHCHCE,).

H|~[3,3,4 4-B|Ex}ZZ 02 (- (HZTF o2 aF ZANHE] woo]E (B3 L ]E)

C:3F7OCF2CF2CH2CH20_C ( O ) _CH=CH_ ( O ) C_O_CHZCHZCFZCFZOC:5F7

C4F70CF.CF.CH,.CH.,0H (17.8 g, 0.054 md, B3)E 3t ¥]2=(3,3,5,5,6,6,7,7,8,8,8->t7}EF 22 5H) L o]

Eof thal] AIS A FALeE WHoer Bk F4E (2.6 g, 0.027 m)E H2lste] oo E Wé%a« %
gz A AUt (16.5 g, 82.5 %). GC= 11.8%4 1719 F& I3 (98%)E Velwon o< FEulg

O EE 12.3% (1.4%)914th: 'H NWR (400 Miz, CDCls, &): 6.28 (s, 2H, =CH), 4.47 (t, 4H, 3JHH = 6.8 Hz,

OCH,), 2.46 (t of t, 4H, Ty = 17.6 Hz, Ju = 6.8 Hz, CH,CH,CF,) .

4 Al 9
AN 1 WA AA 4 18
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<194>

<195>

<196>

<197>

<198>

&7, 3.5 mi/mine] FF, 2 EZLo]|23} HEV|E o83 GC 4] (@ HE(Agilent) 6850, A
1He A2 2A% 30.0m X 320 mm X 0.5 mm FF)S AFEEle] F 200 dAYE AAHEY £xE B

ZIHSd 10-2009-0123971

o 1 A AAT 182 mo] 20]aL, n 0°]al, AE &1 34 [, S ik =4 14 = Ad e o
stk Tad] 24ES FEE AT Zzke] AAldel thete], E 2A0M FAE &8k FO R

2 AlZE Bt

55 W] 60°CelA wwksgict. wkg-of e shrjol] JfAlE npel o] 7|A AZelE T Ao o3 FU
sto] Nk 55 Fskirh. AAlel 1 UlA] 13004, £ APES HHEA Aoz HFAA FFo] 9

2 AASPT. AZSS vlolAR 7)o A (50 me) I EFergic. A7) wNb7]E o] fale] NS

oF aRkslal, o]ojA] ofAEAL (2 mh)S #H7Iete] FAb FoRRE APES sk, A SO
AR, @ate] 2 BAS nlek Fo Hrleta EFES 1AZE B9 wukela ojojx] @il S&
AABAT. vt T& 7] AR=AA HAE AYES FN od2ZA ATt 15C/mine & 60 WA 250TC
A E‘;: HP_

golgtgtt. EE Agol, 7P §93%3 BB vhg £ 19 AZ Ao vEkdl ule} o] ol ol E
BAAZoldth.  AAld 14 WX AAe] 189 ZAES FFo 93 AAl §lo] GC 2 NMRel 98] E2Is3ict.
Ao 1 WK A 189 HHE AFAHES NMR 2 LC/MSO ol 54 3talsdtt:

A 20 HNMR (500 Mz, d6-THF,): 4.34 (t, 4H, J = 6.4 Hz), 3.50 (t, 2H, J = 6.0 Hz), 2.73 (t, 4H, J
= 6.9 lz), 2.56 (n, 6H), 2.4 (t, 4H, J = 7.16), 1.57 (m, 20, J = 6.5 llz). C NWR (126 M, d6-THF,):
171.3, 60.2, 55.8, 51.1, 49.3, 32.2, 20.9, 24.8. LC/NS (API-ES¥) = 912.1 (D).

A4 3: 'H MR (500 M, d6-THF,): 4.43 (t, 4H, J = 6.4 Hz), 3.54 (m, 1, J = 6.5 Hz), 2.85 (m, 4H),
2.68 (m, 4H), 2.49 (m, 4D, 2.38 (m, 2H), 1.09 (d, 30, J = 5.7 Hz). "C NWR (126 M, d6-THF,): 171.5,
63.9, 62.5, 55.8, 49.6, 32.2, 30.1, 19.8. LC/MS (API-ES+) = 912.1 Q).

A4 12: 'H IR (500 Mi, d6-THF,): 4.24 (t, 4H, J = 6.5 Hz), 2.63 (t, 4H, J = 7.3 Hz), 2.48 (m, 6H),

2.34 (m, 8H), 2.27 (t, 4H, J = 6.8 Hz), 1.42 (m, 2H, J = 7.0 Hz), 0.86 (t, 6H, J = 7.9 Hz). 13C NMR
(126 Mi, d6-THF,): 171.7, 59.6, 56.1, 52.1, 51.2, 49.7, 47.2, 32.7, 30.5, 25.0. LC/MS (API-ESt) =
967.3 (M+H).

A Ao 17: ' NMR (500 MH, d6-THF,): 4.32 (t, 4H, J = 5.7 Hz), 2.72 (t, 41, J = 7.3 Hz), 2.56 (m, 4H),

2.43 (m, 6H), 2.20 (t, 2H, J = 7.0 Hz), 1.42 (s, 6H), 1.53 (m, 2H, J = 6.7 Hz). e MR (126 Mk, d6-
© 171.7, 57.5, 56.2, 51.8, 49.8, 45.1, 32.7, 30.1, 25.8. LC/MS (API-ES+) = 871.2 (M+H).
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¥ 24
ot Jao] B H D (twin-tail) FF 235 ABI AN He Aok 3 =7
R,-NH, oz g golEn
2 A o] EE] ok oF AN | 2ex % Y%
h T TH | £
g g
1 1 o} 0.61 A3 10.4 24 58 81 89
2 ]-3 S-obnl 0.75 A3 10.4 24 58 81 92
3 2 7 golyl 0.75 A3 10.4 24 60 64 90
4 2.1 = A o) & o} 31 0.75 A3 10.4 24 60 60 91
5 1-F-§opnl 0.89 A3 10.4 24 60 75 92
6 1-31EF& o}yl 1.0 A3 10.4 24 58 77 90
7 2.0 = A] o) W&o} 1] 1.0 A3 10.4 24 58 75 92
8 1-3AF g0l 1.2 A3 10.4 24 63 81 89
9 N,N- 0.88 A3 10.4 24 58 80 88
t}o] v g o] & o} 1
10 N,N- 1.9 A3 10.4 36 63 81 90
tlol el mgolnl
11 N,N- 1.0 A3 10.4 24 58 84 92
Chol v g 2 s op )
12 N,N- 1.3 A3 10.4 36 63 88 88
vholof ¥l sz 5y ol
13 N,N- 1.2 A3 10.4 36 60 80 92
ool el gl o) vl
14 Al 27l XT) 580 5.5 A3 9.8 72 65 NP 81°
15 N,N- 1.0 A6 8.0 48 60 NP 90
thol v g 2 Holrl
16 A 3271 XTI 580 5.5 A6 8.0 72 65 NP 75"
17 N,N- 1.0 B3 8.1 48 60 NP 92
tholv g 2 Fejnl
18 A =7 XTI 580 5.5 B3 8.1 72 65 NP 75°

anA e shol A Wyl npeh o] Al Zy mE o ofziE Yol E,
°'H NMRe] 93] 444 <%,
NP = A7 AAE A E b vhebd; whabA, 35 H 28 ol AR R AMEE AT

AEl XTJ 5805 o] g3te] AxE AAld 14, AAld 16 2 HAl] 188 Z7] vjA A2vtE1e]v](size
exclusion chromatography, SEC)ol 93l F7l= EA3}5te] o]F wlo]= 7} ¥kS-(double Michael Addition
reaction)®] A#}EA 25 Hy FAF] F7HE EUHHSIGT. 3 2B AAd 14, AAlY 16 E A4
189 A#%E vrepbdTh.

FZ 2B

21 A6l 14, A el 169 2 Ao 1gol ek At M

N E B it Mw T} A (Polyd
L SECd] 9] %+ ispersity)

A =0 XTI 580 550 567 1.177

14 1386 1694 1,058

16 1314 1683 1.052

18 1318 1641 1.068
AlE W IAE o] &3te] AAld 1 WA AAd 189 AHd & 1W AEES SAHIAY. EA AAdY A
dE 1.0 g, oFHEARF 1.0 g, 2 ol 98.0 g& H|o|AHA E3tsto] 242t AAEAdA ] 1 %% &9S
Azttt 283 yUA, EFES 9 9z ]*‘3 2] wlol o ZRA2 A]AEZ= ) W E] = (Biopharm
Process Systems, Ltd.)=ZFE Y73k 9249 (VIRSONIC) 600 22 408912 AU A °]E (sonicator)E ©]-&
st Hul EgdA 48 & 253 A 3?‘31‘?. go] 245 o]&3lo] A AF=E AU, AHH &
NS A7] wgk wlolg o] gsle] & E3bstn W FHE FASv. AUt % 2C, 3 20 2 % 2R €A
ol Q.
Hlalo] A
o] A= 2 WA 167] &4 92 W99, 2 6, 8 2 107 g4 YA HEFe2dd sHAEY £3¢E
S i SR A EAYCIE AHEAAA (v Aol EWE LAY o] olo], FE ¢ UlEol A
c AHYE. 1. du Pont de Nemours and Company)ZH-E] Fuj7bsd) &2 o]Folxrt. xW AHE o]0
A S43 Y. A7t % 2Fd EAH g,

_24_



<205>

<206>

<207>

<208>
<209>

<210>
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F 2C
%% 4 ¥ (mN/m)
2 Al o] 1 2 3 4 5 6
5
(T F%)
0.001 47.9 23.1 43.1 36.2 20.0 53.50
0.005 29.1 18.2 14.0 13.6 19.3 47.3
0.01 21.8 18.6 15.0 13.8 18.9 28.3
0.05 16.1 18.8 17.7 16.2 18.9 22.0
0.1 17.9 18.8 17.3 16.3 18.9 18.3
22D
X 4 (mN/m)
A A] 7 8 9 10 11 12 13
T
(%)
0.001 63.8 17.5 18.0 46.4 19.0 18.0 35.1
0.005 16.6 18.0 17.0 233 14.8 17.2 20.6
0.01 14.8 18.0 16.4 16.7 17.2 17.7 21.4
0.05 16.6 19.3 18.0 19.1 17.2 16.8 18.3
0.1 18.5 20.4 17.7 19.4 17.4 17.8 18.2
¥ 2E
W 42 (mN/m)
2 A] < 14 15 16 17 18
T
(& F%)
0.001 30.9 31.5 41.3 21.2 43.0
0.005 22.0 23.5 27.2 20.8 24.6
0.01 20.3 24.6 24.6 20.6 20.5
0.05 20.0 22.1 25.2 18.1 20.7
0.1 20.3 20.7 25.5 17.1 21.1
Z F
Al A
ST (TH%) E¥ FE (mN/m)
0.001 51.9
0.005 27.0
0.01 25.0
0.05 20.1
0.1 20.0

Hlue]l A9te] AAje] 1 WA AAld 189] W A= s AAld 1 A HAAld 180] FUT T ol
A A AE vad Al ¥ A¥3 553, gy B Afde ort ¢ e ¥¥W ZES v y
ERQITE. AAlel 1 WA AAle] 188 Ml AS] 2 WA 167] ¥4 FxeF ginlaiA 3 WA 670 wA AAE
Zbe HEFLEAAVIE TR on, mEpa] AAld 1 WX Al 5 9 AAd 7 X A 182 ] U
Fzo BAas et

o], & 26 AAd 1 WA AAd 139 AAEdAe Aes, B9 W FHS 20 mN/m o]3t2 WFE d
423t F5% = WolA, vlale] A9} vl w3},
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<213>

<214>

<215>

<216>
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#* 26
20mN/me] EH e & wAdalr] Sk AmBAA L 55
o R (EF%) % F (10
vl o] A 0.05 210
1 0.05 55
2 0.005 14
3 0.005 14
4 0.005 14
0.005 5
6" 0.05 265
7 0.005 27
8 0.001 5
9 0.001 5
10 0.01 48
11 0.001 5
12 0.001 5
13 0.005 13
cEE A 22 mN/mA T

AAlel 1 WA AAle 182

A) }CI o;‘ﬂ 2

A k=

W AEE 9yl Askel o e

i
f
)

SEE @ez A9T. wed, B wds

o Tl felsl o e $9s il BEE ANDIA S48 ATad
oA A 14, A6l 16 R AN 189 2HB EW FHS 9 emolA 357
A 3}7} , ¥ 3B 2 ¥ 300 dAFo] .

F 34
AAe] 149 B FHe] kA
4 42 (mN/m)
7] 7 A 2137
‘3;_'7; (%Eé}l%) %/;*é 1‘\_]»/\3 %:Ag /‘k_]»lé %Aé /‘\_}Aé
0.5 27.9 20.3 22.3 20.5 19.2 22.5
0.1 29.7 20.3 32.3 21.0 29.4 23.2
0.05 31.4 20.0 30.0 20.0 3.5 26.9
0.01 41.0 20.3 37.8 29.2 39.8 34.2
0.005 45.7 22.0 43.0 30.5 40.3 33.2
0.0025 48.6 30.6 37.9 34.5 37.3 40.6
0.001 49.2 30.9 42.6 36.7 35.4 41.7
Z 3B
Ao 162 B AFelo] obx A
T ZE (mN/m)
Z7] 74 A 2194
T (TEY) &4 A4 4 2H T4 2H4
0.5 23.1 23.3 20.8 22.7 20.0 21.5
0.1 26.2 25.5 24.8 25.4 22.8 25.6
0.05 26.7 25.2 25.8 25.3 25.3 25.3
0.01 33.7 24.5 42.5 24.3 36.5 25.2
0.005 47.0 27.2 443 26.3 34.9 26.3
0.0025 49.3 27.5 45.3 25.2 46.5 29.4
0.001 50.7 41.3 47.2 32.1 39.8 33.2
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<218>

<219>

<220>

<221>

<222>

<223>

<224>

<225>

<226>
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#£ 3C
A 18] v e oA
£¥ g8 (mN/m)
27 7 A 2194
TR (CEF%) &4 e &R k4 =4 e
0.5 24.6 2.1 23.4 22.1 21.4 22.9
0.1 27.2 21.1 30.3 21.6 30.4 22.4
0.05 27.9 20.7 37.8 21.0 32.1 22.5
0.01 33.7 20.5 38.5 21.0 36.0 25.1
0.005 36.1 24.6 39.5 25.5 39.4 27.4
0.0025 36.0 33.1 42.1 24.3 35.1 29.7
0.001 49.9 43.0 48.2 40.8 34.1 32.7

3 O3A, 3% 3B E 3E 3C EAE ATE AAd 14, AAlo 16 © HAAd 189] 2AFES W FHo] s FA
9] AAHAE AL Yk A w16 > 18 > 14, dE So], 0.01 %ol Al 4= A u)
=Z]

Aol A 21Y0] AA 20.302%E 34.2 lN/mE Z7FsIFon, 5U3 27 stol A AAd 162 24.525H 25.2
mN/mZ S7FsFR k. Adbs R FR7F HE S e §84] 19 2AEC] ] A9 dAFAS TS UE

Wk (I1b) > (I1c) > (Ila).

AAlel 14, AAe) 16 5 A el 189 ié & W/ R8 100% oA ™ - FAE (v A Eols E
HE A9 vlxE HJE Zxd oA mmlhmt%mMMmm2iT12H7h§}m €} 6400)0l 4 Ak
AZE Qo] digte] Alg Wy 30l whel AlFERTh. &9 WJEE AwkEel 2 3% Zzdd FE|Zle]
Aol s ZAAT. Az AN RS 2 TH% TRIA FEFH P 0.1 TF FEORE 3
G2~ HRIE Y= BAgEgitt. Ag A¥rt & 4A0] dAH 9
£ 44
U H/9] 58 100% oF13 o) Al AlzE A
Axd | A Az (B % A%
14 3 7.0
16 3 7.9
18 3 6.8
I 479 dlolE= Tl HINEG e B o] AR Hypb B wyo] AR HIEHA ¢4 wU ¥
JAE} ginlsA /MY Al 93-S T7HNS Y5 e.
Aol 14, AAe] 16 2 o] 189 2AES F4 ARIE F 2B Ax FFL V|FOE 0.222 T4
= APz Yoy FHE A2A9 HzE FRIE ZxHold)d H7tsta

FZ 4B
disg el gEl s wolEd M BT
off BRA S
IEEEESS 1.3
14 4.7
16 4.0
18 5.0

4Be] Astol met, AAlel 14, Al 16 B AAle] 18& Fd AlFel sl Hee] WEzddol ASHA

o}

Ao 19

H]~(3,3,5,5,6,6,7,7,8,8, 8-S H7IEF 2 228) Wdo]E (5.7 g, 0.0078 ml, 1 eq)¢ A7l XTI-580
(4.3 g, 0.0078 mol, 1 eq) 16%}1, 2 A% (0il bath)E ©]&3ste] oF 50T WP 2= (= dd4)=E 7}
dabar, LC/MS E GColl 9ldl RUEHSHEA di #97] shallA 8.5A417F & wnkslltt, EFES W
o] Al 0S5 AUt (8.8 g, 88 %). LC/MS (API-ES+)+= A AHAEZHA ity AAHE BEXE FA
st U9 W I3 E veidt. 1W A8 Al Wy 1Bl uhek aﬂ}:ﬂ A g (w7 wjAREA =T
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7t &A1Y delzo] FEFH o))l A
< AE W 1BE o83ty A5l oH,

==z
=

stelom, Aaprh 7 SAdl Ao k. Hlale] Af]

3 e
A3k & spel Aol nt.

=1

F 54
A 199 mW g
FE(FF %) | T4d 4 (mN/m) | £& B2 (mN/m)
0 72.1 0.1
0.0001 47.4 0.1
0.001 20.7 0.1
0.01 19.5 0.1
0.1 18.9 0.1
<227>
Z 5B
Hlatoll Ao} ¥ e
FTE(FTF%) ‘ %9 48 (mN/m) | %5 I A (mN/m)
0.0001 72.45 0.15
0.001 38.42 0.35
0.01 21.20 0.36
0.1 18.38 0.03
0.5 18.36 0.02
<228>
<229> F 509 AN 199 FW A= o) 3 5BY Hlwd Al FW FHe] mluE A 199 FAEo] 0.01 F3H%
A, 53] 0.001 2% sENA Hlad ARTE folatA o w2 W FEHE PSS vehd

<230> A 20

231> H|*(3,3,4,4,5,5,6,6,6-=U}ZF 028 2) ZyoolE (5.3 g, 0.0086 ml, 1 eq)$ AF7 XTJ-580 (4.7 g,
0.0086 ml, 1 eq) S Egsl1, 2LUXE o]®ale] ¢ 50T WH %= 71938k, LC/MS 2 GCol o3 =UE
FalHA HA E97] sl A 26.5A17F SF akEelth. ERES Wl Fof FA o dS AFIIY (8.8 g,
88 %). LC/MS (API-ESH)&= A ~dEY 2] E BEXE XAEE VN9 g2 I35 YEY
Al wH 1Bell whEk AAfe] 207 Hlale] A = 0 TF% otol2ZZAE(TPA)IA &H F
ZAAE d9ew, Axrl F 64 E & 6Bl A Ut}

4

¢

f

i

o
:|1:4‘l
d
g
~

2% 6A
A e 209] ¥ 4e

B (FEY%) E9 4= (mN/m) ®E Azt
(mN/m)

0 39.72 0.04

0.001 19.34 0.08

0.0025 19.06 0.03

0.005 18.94 0.02

0.01 18.86 0.01

0.05 18.79 0.02

0.1 18.78 0.01

0.5 18.66 0.01

<232>
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<234>

<235>

<236>

<237>

<238>

<239>

<240>
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3% 6B
Hlale] Ae] 39 4#

TE(FTH%) EW 42 (mN/m) EE
(mN/m)

0 40.0 0.1

0.0001 39.6 0.1

0.001 35.1 0.1

0.01 21.7 0.1

0.1 20.3 0.1

0.5 19.6 0.1

6AS] AAle] 209 ®H A dolg Ul X 6BY Bl A E
o] =

W o] vns A 209 ZAIE] 0.01
Zo A Hlae] AR Fo5 ¥ W &

W A4Ee e e,

H| (3,34, 4-HEGEFLEA-(HEFLEEZZANFE) Dedo]E (5.7 g, 0.0078 md, 1 eq)¢} AT
XTJ-580 (4.3 g, 0.0078 mol, 1 eq)—°~ Egetal, LUXE o83t oF 50T WH 2&2 Ztdsta, LC/MS ¥
GCell o3 EYE|HsHA Aa 297 gtellA] 21.54%F Ft unkelgitt. E3FES Wl Fol 34 0ds A
Tttt (8.8 g, 88 %). LC/MS (API-ESH) &= Ak ~HAEH A diE AHYE BIE A SE 1719 He 5
5 YErdY. 29 FE SAXE AE WY 1Bel whEk dExe] gl dlen, At x Tl €A
=of 3l

°]

k.

£ 7
oM Aol 219 B A

I (FEEY) %% %4® (mN/m) R
(mN/m)

0 72.5 0.1

0.0001 52.2 0.1

0.001 24.6 0.1

0.01 17.9 0.1

0.1 17 0.1

79l AAld] 219] ®H Y dlolE o] & 5B Wl Aol ¥ FH o HlmE AAd 212 FAE] 0.001
2 0.01 FF% sl vlad Avc o3 o @ md AES 73S YERdgh

2 Ao 22

H]~(3,3,5,5,7,7,8,8,9,9,10,10,10-Ego]t7}ZF 2 v 2) ZyoolE (2.4 g, 0.0028 ml, 1 eq), AT
XTJ-580 (1.6 g, 0.0028 mol, 1 eq) ¥ #AZ oMAEYEZ (2 g)& 10 m¢ 2] HE]-1}o] L(REACTI-VIAL) W& wf
ol (w7 AW o)YolF F=H 1 LA FM ALo]AE]H (Fisher Scientific))olA E3sta, 70C HHS-7]
E5oll 7, LC/AS 2 602 RUEPshaA 93A12F st uwkaqltt.  E3k=S 35TCoA s5Hstal, ®e Fof
A 995 AFstYTt (3.4 g, 85 %): LC/MS (API-ESH)E= A% ~FEHo|A iy HAE BIS gAstE
70 2 IS e o3 80%)E delWo. ®W FE SAHXE AE Wy 1Bol| ulel delxo] oy
oA Ao, ARt & 8o A= At

=]

l

<!
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<242>
<243>
<244>
<245>
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<247>
<248>
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<250>

251>

<252>

<253>

<254>

<255>
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A 23 WA A 27

3l7] AAle] 23 UK Ao 27 wbS w2l 19] AR Bo| wiel 2 FEke] T o o]E o ~HZE thololuld H
7tete] AASEGA S FAsE AL dAlgth.  dE-ulo]d wbg wloldel A, F 100 dAE 1 T ATt
ul thololuly} 2 ko] Wy ojolE o AH|ZE ZdEal 50CAA F 5YU, 60TColA 4, L 70T 1.59%

kls A Zbdstel, HNIR =HERAA Teby] Bl ojs) Wl w AYERZ Holm 80% Ae A

KR =

1 O hal h=4

k. whe EEe] v AAolmR, & me oMEYE-RS Frbste] Al 26004 anks golsAl st
Ak, A

71 =

i

N}
a1
=2
Y
>.
i
o
N
~
=
Lot
ro
o
o
Hr
-3
f
3%
(o
i)
o
Ll
0%
oX,
e
mv)
o
2
o
=
)
Ay

Z 10
NH,-R,-NH, Lol o] E2 AR E
A o 3 & * g % o] %
Al e e s8
23 ED-2003 2.3 A6 1.7 2.9 73 ZEA 9 9]
24 ED-2003 2.5 Al 1.5 3.0 75 24 REs ]
25 ED-2003 2.3 B3 1.7 3.0 75 REE
w51 A
26 ED-2003 2.1 A7 1.9 3.7 92 2 A gk aLA
27 ED-600 1.0 A7 3.0 4.0 100 ZA 0

srAfsr ol oFAl AHAE o 2 Al

AA e 23 WA AAE 27 iE B Y ZAAE S elslE AT NG Py 8ol whet Ak, A
o §90% 0.1 FF4 FEZ AL Axsgom AP= st 2z AAld (0.04 9F At who]
ot Hrhehglon], ololN el Hbse] 40.0 gol HES s, ojojA s Y gl FYB
W wholebe REA wukstglth.  Ela U, S0 oI 28 FQh st Auste] BAE §441Y)
31X AARGY. A2 AP2E A% ANBS FA PHom Axsg. AAd 272 0.1 F34
§o FEE 99 P4 F 108 SPAEUELS] FalA7]T GolesR NS ANk, Anh & 11
AA= | glek

2F 11

ol 4 6] 23 W] A6l 279] T 4

=

A Al TN (EE%) #£¥ 4= (mN/m)

23 0 72.2
0.0001 61.8

0.001 38.7

0.01 32.4

0.1 28.2

24 0 72.4
0.0001 57.8

0.001 34.5

0.01 22.0

0.1 21.1

25 0 72.2
0.0001 62.7

0.001 47.9

0.01 32.2

0.1 28.3

26 0 72.6
0.0001 62.5

0.001 47.1

0.01 36.0

0.1 32.3

27° 0 72.5
0.0001 64.9

0.001 54.8

0.01 24.1

0.1 22.6

PN 278 Bl 29 F 10% oA B EL ] 8 AR

A

=

o 24 2 AAd 259 2HES AIF Y 200 el APA ek FEAelA 58 2 ARy Az A
ol gisl AlEEAT. dixdolA, dEE AAE HrbekA @sktk. $UdE nie FEAe A Blule] AE H]
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