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%74 M7 IXNERTIEYE L TEEL &
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D A0 RERF & BRREETFH OGS L
HLLMEATHL MC E (xay 7= rR)
NEEMEAT B, —J7, MC RIITHSEIRE E 72
FEICED B LD SPRICRE S, 2D L) LRh%
FE7+M7O3IXLEV), A VR IR R
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WA A+ U fEE D, $Eo T, MC fRiE, 1E
HOEM*ZEbd 2 EHRE (R') & n —H%
FEIGEAT L ECEY, A+ s b
727w SP R X WV REICHEETDLIENTE S,
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N d
R
MOk G 1K) S
Vv1s —
0= N
R
SP{k (8 €4F)
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W5 AR L T bgE, XA S v
» MC #FidZEibl, ZifECTRFZR 7 + b
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Ml iR P HE 3

Yovsy 1 ~ 4 #48%L7e (W4)e = AT
V3 BLXOTIVI—)L 4 1%, 40, woOTE
WENHHANy AR Y S o Th b,

+//
X1, Br NX

2,3,3-NAF )V
A RL=r .
1) 8,5-Y=hr ‘\
FIF AT TR O —
2) g W 0= _J—No;
R OuN
1 R=CH,

2 R:(CHQ)ZCOOH
3 R=(CH,),COOCH,
4 R=(CH,),CH,0H

K4 Y=rOCPRUIANLYZEOESSD

3 =B&
31 HEB LU

BB X O EATIZ, UVS > 7 EN-160L/]
(hEsss), gluTllELZEE MP-21 (v~ Mt
), ARAMRINHIE S DR-8100 (kBT )
Kb s INM-EX-270 (HAET) B &

OHESHTEE IMS AX-500 (HAET) %W
WTATo 72,

#H#E, 3-7aESa 0B AF )V (Aldrich),
233-N) AF VA FL =y (EEIbE) B X
Y AF)u-dg AIVkF > F (ISOTEC INC.) %,
ZOMIIHIIGHZEN S AF L, iz,

B L OB OME L, A TR
7l Ubest V-550DS (H 2!—%7\7'1:), e E

IIEREE > 2 7 4 EHC-477 (HA4% %), 8
lit VRV 5 STR-458 (HASOG), AT LHE
RIS E UI-501C/Q (7 ¥ A+ %), 500
Wt/ »5 7 UXL-500D-0 (77> &),
¥t v5y TEEEE XB-50101AA (V¥4
"), ¥t/ 050 Tl E XS-50101AA
(v v+ EH), AES T A1) S17-UV-10.00
(GL Sciences Inc. Japan), /34 L v 7 At )
PS-50 (GL Sciences Inc. Japan), fa %5 A7 4
V& — Y-47, IRA-25S CRZAST), TH7 1)V

¥ — KL-50 (RZMT) L7174 — 1L
1400A (International light Inc.) % H\»TAT- 720

32 Bk
321 AFVELY O

30 mL HA2OHFAT7T A3, 233- M1 X
FNVA Y KL= 1027 g (645 mmol) %= AL,
SR\ L2, KIS, BNV Y 10mL, 3
AL A )LV 1.0 mL (16 mmol) #hNz, 1 W
BORGE L 7o, =HiT 18 BBHE L. Boh
oA Z R VT THE L, IBRE BRI
5 (R =CH, %, & 1632 g (542 mmol ), X
# 84.0% TH720 30 mL AT A7 F A2, 5 (R
= CH;) % 0154 g (051 mmol) A, &R
L7z &iZ, =T—5)V 10 mL, K 5mL i1z
7ot FERTHEELZHS 150 mol/dm’ KEEL
F ) AKERE 10 mL MR 72 €612, %
T 90 /iR, MUSER T = — 7 Vi L 72,
T — 7 V@ % SRR TR L 7otk SRR
T )T AR AT, Ak EErEEY
1L, 6 (R =CH,;) %IU&E 058 g (0.38 mmol)
Bl 22 TH2 6 (R=CHy) 23T 30 mL
HZOOF A7 I ATIZAN, EFREHL I
35-YV=truaPyF LT Te F 0171 g (080
mmol) BL P —57)V% 4 mL Nz, 60 7
NEGRGE L 720 IR, AT LRk %E AL,
IY )= )VTHELTze NFH ey ) — LD
RAEBRL ) HESL, BEOBE T %2 0131 g
(0.35 mmol), 58.0% TH72
1 : mp 283.8~284.0C
IR (Nujol) v/em™; 1625, 1612, 1587 ( %% # B
-CH), 1270 (C-N), 1230 (C-0), 750 (-NO,).
'H NMR (270 MHz, TMS, DMSO-dy) ¢ /ppm ;
1.77 (6H, t, ] = 145 Hz), 398 (3H, s), 754 (1H, t,
J=062Hz), 758 (1H,t, J =089 Hz), 781 (1H, t,
J=117Hz), 783 (1H,t. ] = 097 Hz), 840 (1H, d,
J=776Hz), 845 (1H d, J = 1.66 Hz), 857 (1H,
t,J =165Hz), 890 (1H,d, J =165 Hz).

322 HIVEUEE Y OER
30 mL K=o+ A7FZAal2, 3-70ES
08 1501 g (981 mmol) % A#, ZEFEiE
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Wl 7%, 233-F)AF VA FL= 1563
g (981 mmol) %02 720 120C T 25 EERIIN
Btk KEMZ, zouafiaflitlz, 7
Ouk)VAEEY, WAKREES M) T AEZT
HRREL, AWtk BEEZWMEREL, 5 R=
CH,CH,COOH) # 1351 g 572, 22 Cf72 5 (R
= CH,CH,COOH) #9XT 50 mL =21+ &
TIAINIAN, EBREHRLI, ERY TV 043
mL (433 mmol), 35-Y=bhOaH ) F LT IT
v’ 0918 g (433 mmol) BELUIAF NI F )7
F> 40 mL &Mz, 3 KEERIMEETREG, SET
40 IR L 720 T LRk E A BL, =8 ) —
VBLOANXFH O THEL, 2 % 1231 g (294
mmol), I 67.8% T/,

2 mp 3125~3130T,

IR (Nujol) v/em™ ;1736 (C=0), 1610, 1574 (%
FE-CH), 1270 (C-N), 1086 (C-0), 750 (-NO,).
'"H NMR (270 MHz, TMS, DMSO-ds) ¢ /ppm ;
1.77 (6H,s), 292 (2H,d, J = 36 Hz), 468 (2H, t,
J=473Hz),756 (2H,t, ] = 198 Hz), 7.84 (2H, t,
J =369 Hz), 845 (1H, d, J = 7.75 Hz), 854 (1H,
d, J=99Hz),858 (1H,d, J = 1.65 Hz), 893 (1H,
d, J=165Hz), 1272 (1H s).

323 TATINIDOEM

0 mL A2 FAT7T AT F-7THETU
NV ATV 100 mL (916 mmol) & AL, &
FEHL L7z, 233-F Y AFIA U KL= 1458
g (916 mmol) % 0z, 120C T 25 MR N
L7zo WHI%, KEMZ, Z7ooRv oL
2o 7 BRIV AREE, WKIEERT P 7 A%
Mz CHIEL, »#fk, B2 EL, 5 R=
CH,CH,COOCH,;) # 1433 g (544 mmol) 157,
Z 2T/ 5 (R = CH,CH,COOCH,;) #3-XT
50 mL 215 A7 5 ATIZAN, EHRER
L7ze ¥R DY 054 mL (548 mmol), 35-3
—haH)FALTITE F 1437 ¢ (544 mmol)
BLOAFVIZFVT M 40 mL 0, 3 K
B L, S SICEIRT 16 L7z i1
WL-BEE AH#E =7/ —VTikiEL, 3 %
0.893 g (2.04 mmol), Y= 375% CTH7zo G,
EAFH L ETE N OREERLVITo 720

3 : mp 2295~230.0C

IR (Nujol) v/cm’; 1556, 1525 (%5 7 B2-CH),
1377 (-OH), 1377 (C-N), 1178 (C-OH), 1091
(C-0).

'"H NMR (270 MHz, TMS, DMSO-dy) ¢ /ppm ;
177 (6H,s), 301 (2H, t, J = 22 Hz), 398 (3H,
s), 468 (2H,t, ] =473 Hz), 757 (2H, t, J = 1.98
Hz), 784 (2H, t, J = 254 Hz), 840 (1H,d,J = 792
Hz),854 (1H,d, J =99 Hz),858 (1H,d,J = 1.65
Hz), 893 (1H,d, J =165 Hz).

MS m/z 439 (M+1) , 366 (-CH,COOCH,), 158
(-CsH,O5N,).

324 FTua—) 4 DER

100 mL F A 752312, a71bAn) 74
8402 g (561 mmol), 7+t b ¥ 30 mL, 3-7 1
O-1-7"1a/,% )/ —)b 236 mL (56.1 mmol) % A,
R T T 2 BEEMEGR L 72, W, Bt
MEL, KEmzZ, =7V LA, =—7 v
&%, EOKWEES M) v A EMATEEL, A
B, BwilEEEEL, 33— F-1-7as8 ) — )
2225 g (120 mmol) %57, 22 TH/z 3-9—
R-1-708 ) = V& $TRTE0mL &+ A7 T A
TWZAN, EBREWL 2, 233- P AF A v
FL = 1904 g (1196 mmol) %Mz, 120CT
1 EEBIINE L 720 S 512, =ilT 10 04k L -
% IT—FN, ¥ ) —LBLOTE T
L, WITEMEL 720 242 3 mol/dm®KEE1L
F b AJKETE 20 mL FANA, 30 R,
I—F VI L7 =— 7 Vg% SRl &k ¢
gk, wiEAE AL, 5 (R = CH,CH,CH,0H)
% 2287 g (780 mmol) 572 22 THZZ5 R =
CH,CH,CH,0H) % §XTC 50 mL &#2[1) A
TIATAN, BERERLI, ERY TV 065
mL (654 mmol), 35-Y=ra¥JF LT ILTk
F 1370 g (646mmol) BL L% / —) 40 mL
iz, 30 rERTHEIE LG, BEEREL
720 SHUZBRIRER KR T N 7 2KIER Z N2,
voauixy s L, Yraa Xy VR
JEAME L TR BalhEkr, 25— LTk
WL, AR 4 % 1524 g (371 mmol), U
574% C1&720 FREMIEZTE NV ERXAY /= LD
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REBHEI VT 720

4 : mp 200.0C

IR (Nujol) v/em™ ; 1556, 1525 (7% 7 B&-CH),
1377 (-OH), 1259 (C-N), 1091 (C-O).

'"H NMR (270 MHz, TMS, DMSO-d) ¢ /ppm ;
177 (6H, s), 292 (2H, d, ] = 363 Hz), 468 (2H, t,
J =473 Hz),760 (2H, t, ] =451 Hz), 7.83 (2H,
t,J =451 Hz), 847 (1H,d, ] = 7.75 Hz), 854 (1H,
d, J =941 Hz), 861 (1H d, J =775 Hz) , 890
(1Hs).

MS m/z 411(M+1),394(-OH), 352 (- (CH,) ;-),
158 (-C4H,05N,).

33 B L UBSUS

Ny ZAEBEYS o MC KIZ, mikA 4>~
Witz o, 22T, MC K95 X V) REICHAET
B, BHEOKEVWAFIVALEAFT F (DMSO)
BT, EBILOBKSEIT-> 720 72, &4T
AT PV, AT RER 2 H W T,
HENFE 250 ~ 700 nm, 7 — F T AL 1
nm, EFHEE 400 nm/min THIE L 726

331 AT MVHIEB RO T

Ry 2¥at¥s 1 (79 mg) % 25 mL &
ARXT T AAIZAN, DMSO %Mz CHERL 2.
ZIH A= NVEXRyY NCImL #EOEBL, Al
D25 mL BERAATFTATERAVT 25 AT
L, A7 MVIlEBRZREL 72 FEOTIE
T, NUJAKOQVEYS Y 2 ~4 AT MU
BRI AR L 72 IRy 2D Y
T 1 ~40EEBIUTARY MVHIEBBD
REEELIIRTE) TH S,

£1 ANIMVBIEBERNDEE (/mg)
BLVEIEE (/mol - dm®)

RyyA¥ars e VR
1 79 35 x 10"
2 78 30 x 10
3 76 28 x 10*
4 84 33 x 10

332 WHIEHROR Y B L
KFEELTEFE ) VT TR, BT T A
T4V F — (Y-47, IRA-25S), T¥#:7 1 L% —

T HE 5

(KL-50), @740y — (K, 4L w7 2t
)V R 50 mm) M AADLET, BELD
WHEE, Har (550 nm) & LCHLY L 72,

333 L

N2 YTy 1 OARY NVIERR
(F#1) %, EENAEELLV CBKE 10 mm) A
n, L2250, BiTH 332 (2t THLD L
7omHE (550 nm) & 17 BT L, MC A%
SP ARIZZ L 720

Ny 2AEREI Y 1 LREOTFIET, N
VAT VY T Y 2 ~ 4 DAY MVIHIETETIC
G (550 nm) MG L, MC 5% SP I
LM 7o, WRAHRERTIE, SEAVITHHIILA <2 v
HELARPSPEL, 21218 M, 31317 4
M, 41320 0M& L7 (B2),

334 EUG

VT R EE R O BB IR EE 2 25T 12
HEL, NyVA¥TEI Y 1 AT MU
EWW (F1) 2 ANENLELL CEERE
10 mm) ZMEEX VAV FICEEL, 3=
W AHF72, 25C THOLEED e b T 5 £ T
SRR, BAMTHDGERHI MR FOR S B
FED S, 130 45 ERELT2e D%, AT b
JVBISEVRIDS A o 72b V% SEAVTTHL6 6 R
OFBELSWY L, [i3E 3-3-3 OFIETHH
ek B L7z, WHDGEE®, EHICARS P
WEBERD N> 72 )V, RV
AEEICE L, MC RORINAR AN K 2 max @
FEEEZE(L % 3600 AV HHBHR L 72,
NYAEBES Y 2 ~ 4 ODARY bVHlE
BIZOWT, Ny A¥aET » 1 OARY
MOV E R & REROFNET, 256CI2BIT 5 SP
7 5 MC AN S BRI RUL DR 2L %
JBIR L 720

X, RUYVAEOET VY 1 ~4 DARY
VIR IZDWT, 25T 2B BHI5E & Ak
OFNET, WE 20C, 30C, 3b5THB L V40T
BIF 5 SP 5 MC AR S B ELRUE D
FEREZ L 2 B8R L 720 W% (550 nm) o HR4)
IEE & HEATEERIZ R 2 1R TH S,

_13_
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®2 FRAORSEECRHER (/min)

NyvA¥DEZ» 20C 25C 30C 35T 40T

1 18 17 17 15 13
2 20 18 18 17 15
3 8 17 17 15 15
4 23 20 20 20 17

4 HERBELUER

41 B

233- M) XA FINA Y FL=ryaed@mo sy
ELT3EMT, Wivr boruI A LkRT 478
OV a4 Y RY IRy IJAVYOVYS VA2 Ak
L7z (M4). ARUNEIL, AF IR 1 5% 58%,
ANWVRUER 2 D568%, TATIV3H38%BLW
TIIA—=) 4557 % Thole 2O &L, K
BAHEGED, A4 v B UERER R A 0B L
LONRY VAT YT v OEE TS O
BHETHLIEERLT WA,

42 LG
RYVAEBET v 1 ~ 4 DARY bVilllE
W (F£1) 12, 550 nm O HLEE BE L 72,
FERRETE, SRAVTHRIIN A~ 7 PV EREL,
PR KRB L OBOLE A 157, S 512, WL
X0, X0 b= VoOFEHIE W TEIVIR
W RE LTz, BoNioRy S A¥u s v
1 ~ 4 OB RN E, WOt B L OB VEOLLR
BiZFE3ITIRTHY) TH 5L,

#3 WEXER (/nm), BAEE
BLCENEKFRE (/mol” - dm® - cm™)

ACONY YTy WU AW R WO VIR E

1 527 0.83 24 x 10!

2 527 1.00 34 x 10

3 529 093 33 x 10

4 536 0.93 29 x 10'
43 BBUG

NYYVAEKTES Y 1~ 4 ®'HNMR A%
FVE DMSO-ds CllE L7z 2h, £ F
) YEROR—RFIHEEG L2 2ERD A FIVKFED
Y—271&, b5 7 ME 177 ppmic > > 7 L v
N (6H,s) & LCEIlENz,

RyVA¥OES O MC KIZTHRikESE T b
D, 2RO A F )V FIIMERE FE BRI C S
%o —7, SP R VHEELY b/-hwvizo, 2
KO X FIVAKFEIIEE FIFEMRRE I CH L, &
D kXY, DMSO 112 SP A HFEHET A4
X, 2RDOAFNVIEDOY =21 2RO R L5
Y7 MERbL OV Ly b (BHs) & LTHIA
B SN D3 FTHb, fE->T, 'HNMR 2
N7 MVOMERFRRELY, RyvAEnET v 1
~ 4%, DMSO HT, 9T MC k& LTI
LTW5bZ e -7,

FIT, Ny JAKQVYI 1 ~4122o0WT,
DMSO Hi, "J#t%E gL 725, MC RO
AR FN BT W ORERZE{LEZ, 20T,
25C, 30T, 35C BL U 40C CTEML 72,

BAREIZDOWT, MIGER ¢ (FF) % HEdhic,
HEMEASRKO72ME —1In (A, —A) % HEwhi2H
D7ay hLzEeZ s, 51 ~ X 54 1R
91, wIFRb JVEREEZ R Lz, 22T,
AL ERBZ (32 b b HEHE a0 MC
%), A 3t BBROWLETHL, TOZ b
A¥OYT Y 1 ~ 4 OBEHEALISIE— RIS
ThHhHEWVZ D,

20000

-20000

-30000

—10%1In (Aco— At)

-40000

nnnnnn

500 1000 1500 2000 2500 3000

t/®

X5-1 AFIF1O—REIERXZ7AYE
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120000

100000

80000

60000

40000

e w
Y 25°C
20C

-20000

0 600 1200 1800 2400 3000

30°C

—10°1In (Aco— At)

t/f

R5-2 HIVKRCE2O—XBIGERERT OV

60000
50000
~~ 40000
~
<
I 30000 -
48 20000
=
oAl
=
0w
g []
I -10000
-20000
-30000
0 600 1200 1800 2400 3000
t/
3 el uh a3 O
X5-3 IZXFII3NO—REIEXTAvR
o
40°C
120000
-
E 100000
|
{:8 80000
E 8
-
[=}
%
‘ 40000 agC
25C
zmgggggggggggggggg%m
|
o 600 1200 1800 2400 3000
£

®5-4 7ILaA—ILAD—rkEIERT OV

NV AKOET Y 1 ~41220wT, K51
~ 54 O&EE (20C, 25C, 30T, 3CTH
LUM0C) ICBUI2EMOMEE 25, KiREICE
A RISREER kK (B 2k, Boh/:
Ny AR YT v ORSHEEER, £4I10R
JHEDTH b,

F4 BRICORCEEEH (/10°s7)

RyVArno S 3 B 5 24

(g 20C 25C 30C 35C 40T

116 297 376 707 132
219 349 672 131 263
231 344 587 966 157
177 358 712 136 255

W o =\

RYJVAEBET Y 1 ~ 4 1225WT, b
FEOE (TY/K?Y) &Mhic, FUS#EER (k/
s oKD ME (-1Ink) EHENZ 7Oy b L
728 ZAh, M6IRTIHIZ, wIhd LWl
WER L7z, EROEE2L, 7L A0 %
HWT, Xy 2a¥nt¥s >y 1 ~ 4 oiFbo
ANF—%E (£5).

1.5 - -
o« AFNE 1
7 )a—) 4
11 A BNVREE2 4
e TAT) 3 2
10.5
2 10
E=
I
9.5
-]
8.5
¥
o)
3.192 3.232 3.272 3.312 3.352 3.392
103T1/K1

F6 XEANCJETU1~4OTL=JZX7Ovk

%£5 HFICOEHEIRILE—(/KJ - mol™)

NYVAYOYT v HHE L AL F—
1 93.6
2 96.0
3 747
4 1011

— ]»ES —
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PEEY, Ryvzav¥otsy 1 ~4 o8
AL IS D E L= AV F—ix, 7Ha—) 4
SHVKIEE 2 >AFVE L >ZAF)IVL 3 TH
5l o7, WAL AL F -1, SP R,
Yo VRV RO BRI & OO 4 )L
F—#THY, SP hH MC RIZEEALT 570
WCMERIANVT—THb, £IZT, SP kLB
BIRFEEO T AN F—B L OWEDETH HiEMHL
IANF—%, SFNHEERENEZ L7202
FOUIR 1 & 3EiE & L Clbig, 8 1L7,

HNVERVEE 2 O SPRIR, EFLoEEELETH
B AINWKRFVILOKERTH, 42 F) VEROSE
FETBLUONY VYT VROBEEIET & KER
BT A I o TRENL, AFIVE 1
D SPIRLY, B ANVF—2Lo2EZ LN
Bo Tz, MIVERFVIIERMIET, HIVERFY
HOKRERFIIKREAL > & LT 248 %
Lo, T, AIVKRVER 2 OBEBIREIL, »
WRFVIEOKZR T VT VBRI L - T
CAMEREA I > & OMOBET I & 028l
L, 2FVE 1 OERBIREBLVEVWZ LT —
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