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6-BXY 7T-FRAK/AFINFI72L20-1-HNEEOILES

MR, KBERTF, 2R B

BB RIS

(2) Z 1 LREROBUCHEFICEID Rk LTz,

T-IRAR ) AF NG TR LTIV (1) DEE 8 BFED S TITo72. 1 B H ORUSELThH
IVl y T FaTINAING T-AF - -T I TR DA AR T A, BEREITERRY 6-AF - -T
Noa N FEERMEL TR, 22T, HiHbEMTHD 6-FRAKR /AT IV T HL - 1-TIV R

F—I—KR: 7 a7 A HRAT X —8 2CREA], T 7XL U HER, VB LEY.

1. #8

L RTE DV, T ER b R B A
{9 AR AENRBIED 1 D TH%. protein
phosphatase, Mg®"/Mn*" dependent (PPM) 7 73—
DO7aT AL Ser/Thr BRARAT7Z—F%, kA 724
FEICAEET D Mg® $£72013 Mn™ REDEBAA
BKIFPED R AT 72 —8THD (HFD, 1998; HAT,
1998) . PPM 7 73U — @ [ % X, protein
phosphatase 1 (PP1)<°protein phosphatase 2A (PP2A)
722 @ phosphoprotein phosphatase (PPP) 773V —
DT AT AIRAT 7 A —F LT BRSO [F M
PZLY, PPP 773 — DR DIFL AL BA VA~
—RDIZKL, PPM 77V —DANN—=DIFEAE
ITE/~v— LTI EL, IRERBIRAR AR,
L 94 7 7 2 ok 2 T MR B BE O RN BE 5L T
% (MacKintosh, 1993; HFf5, 1998, HF, 1998;
AR, 1998).

G EOEBEZ DT T a—F D 1 D
IZBREREZ WD HERSS. flx X% —ED
ERNEE T IUXH DB FIN IR RN B D
VBB L TREISILCODEDLD TRV EFFHT
EINTE, FaT A% —ER PPP 773 —DRA
77X — B ORREMIIC B W CTIREFH ThH-72
(Hardie, 1993). L2xL72235, PPM 773U —D7RA
77 H— RIS RO ER ORENHFV L,
PP1 X° PP2A DOEAITHHA & Bla L TR

TERWw, ELZHT 7 o —F I LD FE I
F72 o7 (HAF, 1998 ; Hardie, 1993). ZD7=,
PPM 7 73U —D A R —Z LU R A7
F DI AP LEENTND.

2003 4,
2C (PP2C) @ 1 - protein phosphatase, Mg*"/Mn*"
dependent 1A (PPMIA) (ZxfL CRHENFEOH DL
BN ST (Swierczek et al., 2003a). i~ 1,
ZOHEDOFTRITROAFERN R HLES T T-
IRAR ) AF ST HZ L 1-JVR g (1) (LLF K
FOETIE, TXTK UL FEEDOEFEIE
T)EEL, ZOMREMRETM L2 AREL,
WFFEABRAAE LT, STIRIZHEW, 1 BERE B ORSELTC
T-AF - -ThTur (3) OEMRERRTLEDA,
BEREFIRY, 6-AF b= -ThT0 (4) DN EARR
WL TRLNIZ, ZZTARIFETIE 1 OAREED
UL B T D 6-RARI AFILF T H L -1-F
IVRVER (2) AL,

Swierczek HIZJY, protein phosphatase

2. MElETHE

y-7Fu7rhr (5) BIOM Ty, ZOME
BRICAWE BRI T TRz Ve,
K HEMOHBEZIZS YD TN DT LIa~ T T ¢
—[PSQ 60B, &IV T LZE]E W, 51T, 6-
AF)V-a-ThTmr (4) OHEBEHOIXEERIKn~<
727 ¢— (HPLC) [/77 2, Chromatorex SI ¢ 7.6
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Bromosuccinimide,
NaOH, COOH (PhCO,),,
EtOH, H,0 CCly

T AT T

7 9
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1. HCI, H,0
2.MeN, H,0

COOH

L0 Q0L AL goe
Br Br PO(OEt), PO3H2

13 15 17 2
1. MegSlCN Bromosuccinimide,
BF3-Et,0 S, Pd, COOH (PhCO3),,
2. Py POCl3 Triglyme EtOH HZO CCly
fﬁ@f O ” OO ’ g
6 8
CHo=CMey, P(OEY) 1. HCI, H,0
GOOH HeS0s 0. cOOtBU Toluens GOOtBu 2MeN.H,0  GOOH
QO™ ¢ —>6f —ao™
12 14

1L 1BLU 2_0)‘%&%%

mm x 30 mm — ¢ 20 mm x 250 mm (& L2V 7T
165 5 B, ~FYAFER T L (19:1 (viv) )]
%, T-(V TR VIRARIIL AT V) ST H LT
R tert-7 F LT ATV (16) BLW 6-(F=hF
VIRARVIVAT VY FTEV ATV tert-
TFNTRT IV (17) OHEEIZIL HPLC (BT 4,
Inertsil SIL-100A ¢ 7.6 mmx 30 mm — ¢ 20 mm

x50 mm — ¢ 20 mm x 50 mm (GL Science); &L,

FEl =T V)%, T-TRAKR I AF )L F 7 ZL 2 -1-J)V R
VE (1) BER6-RAR /AT )V FTH2L - 1-T1V R
Vg (2) OHEEIZIT HPLC [#7 4, Chromatorex
ODS ¢ 7.6 mm x 30 mm — ¢ 20 mm x 250 mm
(& L2V, Wi, KRR A% —0(7:3
(V) ) +NUAF AT I N B L. AL
(NMR)B L OVE BHHTICIE, 1 INM-AL400
W7 — ) TS PRGNS 25 (JEOL) , Esquire
3000 plus ESI A4 +7v 7 MS" > A7 2 (Bruker)
L.

2-1. 7-*FNh-a-7ho0r Q) XUV 6-AFI-
a-Fho0r 4) DRAR

A RITSCERICREV To72 (Pal et al., 2003). 5 %
2.5mL (2.9 g, 33 mmol) &L= 13 mL (14 g, 120
HWALT VI= 810 g ZIRAL, SHFRHE
U, RS Z 50 g DK~EX AL, Hilg=F
JVC 2 [EffH U7z, BuFn &K T 3 IR, A%
FHABREE TN D D22 TS, Al L CiRE
WL, 7993 a U N I T T FT 4—
[RBREALE, ~F Y+l /L (17:3 (v/v))] T
FEHIL7-%, HPLC [#74, Chromatorex SI ¢ 7.6

mmol),

mm x 30 mm — ¢ 20 mm x 250 mm ; &M, ~%
P HEER T L (19:1 (viv) IIZED B 4% Bk

L7z IR 3,15%; 4, 60%.

3: 'H-NMR (CDCl;, 22°C, TMS, 400MHz, &;
ppm) 7.82 (1H, s, H-8), 7.26 (1H, d, J=7.81, H-6),
7.12 (1H, d, J=7.81, H-5), 2.89 (2H, t, J=6.10, H-4),
2.61 (2H, t, J=6.59, H-2), 2.33 (3H, s, CH3), 2.09 (2H,
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quin, J=6.35, H-3). "C-NMR (CDCl;, 22°C, TMS,
100MHz, &;ppm) 197.97 (C=0), 141.22 (CO-C-CH),
135.81 (C-CHj), 133.95 (C-6), 131.99 (CH,-C-CH),
128.34 (C-5), 126.84 (C-8), 39.08 (C-2), 29.21 (C-4),
23.36 (C-3), 20.84 (CH;).

4: 'H-NMR (CDCls, 23°C, TMS, 400MHz, &;
ppm) 7.93 (1H, d, J=7.81, H-8), 7.11 (1H, d, J=8.06,
H-7), 7.06 (1H, s, H-5), 2.92 (2H, t, J=6.10, H-4),
2.63 (2H, t, J=6.10, H-2), 2.37 (3H, s, CH3), 2.12 (2H,
quin, J=6.35, H-3). "C-NMR (CDCl;, 23°C, TMS,
100MHz, &;ppm) 197.37 (C=0), 144.13 (CO-C-CH),
143.71 (C-CHj), 129.95 (CH,-C-CH), 128.23 (C-5),
127.20 (C-7), 126.82 (C-8), 38.98 (C-2), 29.56 (C-4),
23.29 (C-3), 21.57 (CHs).

2-2. 34-2kRO-T-XFNF72L-1-HIVE=b
DIV (6) LU 34-krRO-6-XFNFT72L -1~

FVEZMIIV (T) ORR

A RRIESCHRIZHEV To72 (Jouanno et al., 1995).
3 F721E 4 %#0.60 g (3.7 mmol) EVED, RUATF L
27.0.55 mL (0.40 g, 4.1 mmol) &7 bRy FET
—77—10.20 g (0.22 g, 1.6 mmol) Z#/1x2T60CT
2 IR RIINEZ 100°C T 4 FFEINEALTZ. RIS, BV
> 2.8 mL (2.7 g, 35 mmol) &4 LY 0.56 mL
(0.92 g, 6.0 mmol), WhAZMZ T 160°CTHEELT
IaayAF N T LRIV U RO RWZ R, KG
Wik 20 g OKNEZIAATPHYTF LT —F )L
THIH L, R KEMIERE CHEEL, A IR
FRUY BEINZ CHARS T, 0T, AL CiiE
HoJ L, TAIT HI LA BRI %, 7Ty ay
VTN T LI~ T T 40— [REIREE, ~F9
CHEERE T L (17:3 (viv) ) ] THEILT TLC T
YBEATERL, NMR (ZXD HEW oM & Z iR L
72 W 6,47%; 7, 63%.

6: 'H-NMR (CDCl;, 23°C, TMS, 400MHz, §;
ppm) 7.26 (1H, s, H-8), 7.04 (2H, m, H-6), 6.85 (1H, t,
J=4.64, H-2), 2.79 (2H, t, J=8.30, H-4), 2.64 (2H, sext,
J=4.25, H-3), 2.34 (3H, s, CH;). "C-NMR (CDCl;,
23°C, TMS, 100MHz, §;ppm) 143.40 (C=0), 136.33
(CH,-C-CH), 130.77 (C-CH3), 129.35 (C-6), 128.15

(CCN-C-CH), 127.45 (C-5), 125.08 (C-8), 116.90
(CN), 114.15 (C-CN), 25.60 (C-4), 23.86 (C-3), 20.97
(CHa).

7: 'H-NMR (CDCls, 23°C, TMS, 400MHz, &;
ppm) 7.32 (1H, d, J=7.57, H-8), 7.07 (1H, d, J=7.81,
H-7), 6.96 (1H, s, H-5), 6.79 (1H, t, J=4.76, H-2),
2.78 (2H, t, J=8.18, H-4), 2.46 (2H, sext, J=4.20, H-3),
2.33 (3H, s, CH;). "C-NMR (CDCls, 23°C, TMS,
100MHz, &;ppm) 142.24 (C-2), 138.84 (C-CHa),
133.75 (CH,-C-CH), 128.44 (C-5), 127.36 (C-7),
125.76 (CCN-C-CH), 12433 (C-8), 116.92 (CN),
113.93 (C-CN), 26.06 (C-4), 23.71 (C-3), 21.23
(CHs).

2-3. T-AFNF72L2-1-ANE=ZMI B8) &

KU 6-AFNF 722 -1-hIE=ZNV (9) DIARN

B I SCHRIZHEVM T 572 (Jouanno et al., 1995).
6 E721% 7 %040 g (2.4 mmol), i 91 mg (2.8
mmol), 10%/37 T LJ—AR 22 mg ERIT A
22,9 mL (16 mmol) ZIRAL, 2 REFERS 7214,
FIRICELTABL, Y=F/Le—7/1 20 mL %/
R THBFREKRE 10%KEEETFT N D LAKES K Tl
Ll =—7 VHICHEE T N L% A TS
B, AU CIEMETZERL, 779 23 VBT IV 1T A
Ia~ I T7 40— [EBELE, ~F% o+ HEBR T L
(17:3 (viv) ) ] THRIL T TLC THBEAmER%,
NMR (CEV B O EZ R L. IR 8,
88%; 9, 86%.

8: 'H-NMR (CDCl;, 23°C, TMS, 400MHz, §;
ppm) 7.37-8.00 (2H, m, H-4, H-8), 7.77-7.84 (2H, m,
H-2, H-5), 7.39-7.43 (2H, m, H-3, H-6), 3.79 (3H, s,
CH;). "C-NMR (CDCl;, 23°C, TMS, 100MHz, &;
ppm) 138.57 (C-CHs), 132.61 (C-4), 13225 (C-2),
130.84 (CH-C-CH, CCN-C-CH), 129.43 (C-6),
128.06 (C-5), 123.76 (C-8), 117.71 (CN), 109.02
(C-CN), 21.84 (CH3).

9: '"H-NMR (CDCl;, 23°C, TMS, 400MHz, §;
ppm) 8.07 (1H, d, J=8.79, H-8), 7.93 (1H, d, J=8.39,
H-4), 7.78 (1H, d, J=7.19, H-2), 7.63 (1H, s, H-5),
7.44 (2H, m, H-3, H-7), 2.51 (3H, s, CH3). "C-NMR
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(CDCl;, 23°C, TMS, 100MHz, & ; ppm) 137.15
(C-CH3), 132.76 (CH-C-CH), 13220 (C-4), 131.25
(C-2), 130.44 (C-3), 130.26 (CN-C-CH), 127.21 (C-5),
124.54 (C-7, C-8), 117.63 (CN), 109.53 (C-CN),
21.53 (CH3).

2-4. T-AFNF72L-1-DIVEBE (10) &
U 6-XFNF72L-1-DIVK B (11) OIRAR

B RIE kA S B2 TYTo72 (Kiryanov et al.,
2001; McMurry, 2000). 8 F£7-i1% 9 % 0.10 g (0.59
mmol) E/KEE(LTRNT A 1.0 g (26 mmol) ZIEEL,
ZKE7K 5.0 mL (280 mmol) &4 /—/L 5.0 mL (86
mmol) ZMZ CEFRIE-, FEIRL T10%H
Fe pHI \Z/25E TN T2, RIZ, Zansk/L ATl
ATV, ZZEKCTHIEFLIIE, BETELT
NMR BEON MS (2L THEiE, BEEZ R LT-.
IR 10,97%; 11, 98%.

10: 'H-NMR (CD;OD, 23°C, TMS, 400MHz, &;
ppm) 8.69 (1H, s, H-8), 8.14 (1H, dd, J=7.33, 1.22,
H-2), 7.95 (1H, d, J=8.06, H-4), 7.76 (1H, d, J=8.30,
H-3), 7.39 (1H, t, J=7.81, H-5), 7.33 (1H, dd, J=8.30,
1.59, H-6), 2.49 (3H, s, CH;). "C-NMR (CD;OD,
23°C, TMS, 100MHz, & ;ppm) 170.86 (COOH),
138.31 (C-CH3), 133.78 (C-4), 133.41 (CH-C-CH),
132.63 (CCOOH-C-CH), 131.10 (C-2), 129.23 (C-5),
129.01 (C-6), 127.88 (C-COOH), 125.62 (C-8),
124.44 (C-3), 22.36 (CH3). MS (ESI) m/z 209.0 (M +
Na)".

11: 'H-NMR (CD;0D, 20°C, TMS, 400MHz, &;
ppm) 8.86 (1H, d, J=8.79, H-2), 8.10 (1H, d, J=7.32,
H-3), 7.92 (1H, d, J=8.06, H-8), 7.46 (1H, s, H-5),
7.42 (2H, m, H-3, H-7), 2.47 (3H, s, CH3). "C-NMR
(CD;OD, 20°C, TMS, 100MHz, & ;ppm) 170.81
(COOH), 136.77 (C-CH3), 135.43 (CH-C-CH), 133.47
(C-8), 130.70 (C-COOH), 130.44 (C-7), 130.20 (C-4),
128.40 (CCOOH-C-CH), 128.25 (C-5), 126.53 (C-2),
125.38 (C-3), 21.50 (CH3). MS (ESI) m/z 209.0 (M +
Na)".

2-5. T-7OFAFNF78L-1-hIVE BE (12)

BLY 6-TOEXFNF 78 -1-HIVE EE (13)

DR

B SCHR IR W AT - 7=
2003b). 10 %721 11 % 50 mg (0.27 mmol) &V,
N-7'2Ea AR 51 mg (0.29 mmol) EiEfER{L
YAV 6.5mg (0.027 mmol), PUHEALRSE 1.61
mL (17 mmol) Z/NZ T 6 FEMEHEE7-. SUSIE
TR L, BUKTHEE L%, NMR (ZXVH
W OfERSE, HBEZ R, IUE 12, 86%; 13,
84%.

12: 'H-NMR (Acetone-Dg, 22°C, TMS, 400MHz,
8;ppm) 9.13 (1H, s, H-8), 8.33 (1H, dd, J=7.32, 1.22,
H-2), 8.15 (1H, d, J=8.30, H-4), 8.00 (1H, d, J=8.55,
H-5), 7.66 (1H, dd, J=8.30, 1.71, H-6), 7.61 (1H, t,
J=7.69, H-3), 4.86 (2H, s, CH,Br). “C-NMR
(Acetone-Dg, 22°C, TMS, 100MHz, §;ppm) 168.22
(COOH), 138.10 (C-CH,Br), 134.13 (CH-C-CH),
133.72 (C-2), 131.87 (CCOOH-C-CH), 131.57 (C-4),
129.91 (C-5), 127.82 (C-COOH), 126.56 (C-8),
125.89 (C-3), 35.05 (CH,Br).

13: '"H-NMR (Acetone-Dg, 21°C,TMS, 400MHz, &
ppm) 9.05 (1H, d, J=8.79, H-8), 8.31 (1H, d, J=7.20,
H-2), 8.16 (1H, d, J=8.30, H-4), 8.07 (1H, d, J=1.95,
H-5), 7.72 (1H, dd, J=9.03, 1.95, H-7), 7.63 (1H, t,
J=7.69, H-3), 4.84 (2H, s, CH,Br). “C-NMR
(Acetone-Dg, 21°C, TMS, 100MHz, §;ppm) 168.21
(COOH), 136.67 (CH-C-CH, C-CH,Br), 134.45
(CCOOH-C-CH), 133.93 (C-4), 131.59 (C-2), 129.11
(C-5), 127.21 (C-8), 125.93 (C-3), 34.11 (CH,Br).
2-6. T-7OFXFNFI72L-1-HIVE B8 fert-
TFVIAFI (14) Fld 6-TOFAFNFT75L0
-1-HIVFK B tert-7FIVIATIV (15) DIAN

B X SCRR IS HEWAT o 7= (Swierczek, et al.,
2003b). [ FARITZAIZ N =0, 12
F721313 240 mg (0.15 mmol) wENED, T r/rmAX
> 3mL (80 mmol) &iEAREE 40 1 L (0.75 mmol) %0
Z, 7I7AAaBLONN—2NEAITF L H A%
7L, ZKIBT 24 WERRERL 7. BORIIRIRZK SR T 1
U ORI SOSIRAE N ., 7aak/V A CHHL,
FRFD R FR /K 38 T N SOKVEIR C U, A HFEIZHR

(Swierczek et al.,
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M~ 27 20 LA A TR, Ailh LTk i 5
L, 799y a UNFNATora< o7 1— [
BRVAIE, ~FH+FEE=F /L (6:1 (v/v) ) ] TH
L, TLC CTHBEZMEZRL, NMR 1210 B MO
EEMERR LT IR 14,60%; 15, 58%.

14: '"H-NMR (CDCls, 23°C, TMS, 400MHz, &;
ppm) 8.95 (1H, s, H-8), 8.13 (1H, d, J=7.32, H-2),
7.95 (1H, d, J=8.06, H-4), 7.85 (1H, d, J=8.31, H-5),
7.55 (1H, d, J=8.42, H-6), 7.48 (1H, t, J=7.81, H-3),
470 (2H, s, CH,Br), 1.68 (9H, s, CH;). “C-NMR
(CDCls, 23°C, TMS, 100MHz, &;ppm) 166.26 (C=0),
136.40 (C-CH,Br), 133.12 (CH-C-CH), 132.17 (C-4),
130.82 (CCO-C-CH), 130.10 (C-2), 128.99 (C-5),
128.61 (C-CO), 126.63 (C-6), 125.61 (C-8), 124.83
(C-3), 81.44 (C-(CHs);), 34.27 (CH,Br), 20.29
(CHa).

15: 'H-NMR (CDCl;, 21°C, TMS, 400MHz, &;

ppm) 8.87 (1H, d, J=9.03, H-8), 8.09 (1H, d, J=7.32,
H-2), 7.94 (1H, d, J=8.06, H-4), 7.85 (1H, s, H-5),
7.61 (1H, d, J=9.03, H-7), 7.49 (1H, t, J=4.03, H-3),
4.65 (2H, s, CH,Br), 1.67 (9H, s, CH;). "C-NMR
(CDCl, 21°C, TMS, 100MHz, &;ppm) 166.37 (C=0),
134.91 (C-CH,Br), 133.31 (CH-C-CH), 132.24 (C-4),
130.55 (CCO-C-CH), 129.88 (C-2), 128.88 (C-CO),
127.92 (C-7), 126.46 (C-8), 124.84 (C-3), 81.44
(C-(CHs)3), 33.31 (CH,Br), 28.25 (CH3).
2-7. T1-(PIPFIHRRAFRIIVAFIV) F 7820 -1-
HIVEBE tert-7FIVIATIN (16) F=l26- (T
FEIRRAFRIIVAFIV) 720 -1-HIEBE fert-
TFNVIAFIV (17) DiRAE

AT EZ 2 #1247 >7-(H. M. Kim et al.,
2004). 14 £7-1% 15 % 40 mg (0.13 mmol) &EVEY,
FLx 3.0 mL (28 mL) &HiUEERJ=F /1 1.6 mL
(9.3 mmol) ZANZ THIZEAL, 120°C CIRITS /205
6 BEH L=, WIZ, HPLC [# 7L, Inertsil
SIL-100A ¢ 7.6 mm x 30 mm — ¢ 20 mm x 50
mm — ¢ 20 mm x 50 mm;{AEEE, =T L] T
FEBL, NMR (ZX0H O EZ iR LTz, UL
2 16,68%; 17, 65%.

16 : 'H-NMR (CDCls, 24°C, TMS, 400MHz, &;
ppm) 8.81 (1H, s, H-8), 8.09 (1H, d, J=7.32, H-2),
7.94 (1H, d, J=8.30, H-4), 7.82 (1H, d, J=8.55, H-5),
7.52 (1H, d, J=8.30, H-6), 7.44 (1H, t, J=7.69, H-3),
4.03 (4H, m, PO-CH,-CHj), 3.37 (2H, d, J=21.7,
C-CH,-P), 1.67 (9H, s, CH; of /Bu), 1.25 (6H, m,
CH,-CH;). "C-NMR (CDCLy, 24°C, TMS, 100MHz,
8;ppm) 166.41 (C=0), 132.40 (C-2, C-CH,P), 130.94
(CCO-C-CH, CH-C-CH), 129.70 (C-4), 128.35 (C-5),
127.70 (C-CO), 12622 (C-8), 124.02 (CH,-CHs),
62.02 (PO-CH,-CH;), 34.40 (J=136.75, C-CH,-P),
20.28 (CH; of fBu), 16.31 (CH3-CHy).

17 : 'H-NMR (CDCls, 24°C, TMS, 400MHz, &;
ppm) 8.83 (1H, d, J=9.03, H-7), 8.60 (1H, d, J=7.08,
H-2), 7.93 (1H, d, J=8.30, H-4), 7.79 (1H, s, H-5),
7.34 (1H, d, J=6.35, H-8), 7.46 (1H, t, J=7.69, H-3),
4.01 (4H, m, PO-CH2-CH;), 3.32 (2H, d, J=21.7,
C-CH,-P), 1.67 (9H, s, CH; of tBu), 1.23 (6H, m,
CH,-CH;). C-NMR (CDCLy, 24°C, TMS, 100MHz,
& ;ppm) 166.56 (C=0), 133.56 (C-CH,P), 132.02
(C-4), 129.15 (CH-C-CH, CCO-C-CH), 129.10 (C-2,
C-8), 125.10 (C-7, C-CO), 12452 (C-3), 62.05
(PO-CH,-CH3), 33.71 (J=137.58, C-CH,-P), 28.28
(CH; of Bu), 16.36 (CH,-CH3).

2-8. T-FKRAKRIAFNF72L 2 -1-HIVEKEBE
(1) Fld 6 KRR/ AFNF 72V -1-HIVER B

(2) DMIAFINT L EZ)LIEORAR

A BT SCRRICHE W T o 72
2003a). 16 721 17 % 40 mg (0.11 mmol) £
LV, RER20mL 2% T 120 CT—Bhn#k
L7z, HIRIZE L CHRME L, ZZBK TV A
TG Lo, HZEmESEo. kI, AEAKE
AR )= T:3 OIRGIKIZ N AFAT IH
AEREIANTEINL, ZORARICKISWE N
Z T H LiAdx, HPLC [#7 4, Chromatorex ODS
¢ 7.6 mmx 30 mm — ¢ 20 mm x 250 mm; IR,
HREK +A X ) =T :3(N))+ Y AF LT
V] THELNMR 12XV B O, HEEL
L7z, IR 1,74%; 2,82%.

(Swierczek et al.,
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1: 'H-NMR (D,0, 22°C, DSS, 400MHz, &;ppm)

8.06 (1H, s, H-8), 7.86 (1H, d, J=8.30, H-2), 7.81 (1H,
d, J=8.54, H-6), 7.62 (1H, d, J=7.08, H-4), 7.41 (2H,
m, H-3, H-6), 3.11 (2H, d, J=20.75, CH,-PO3H,).
BC-NMR (D,0, 22°C, DSS, 100MHz, §;ppm) 177.02
(COOH), 135.26 (CH-C-CH), 134.80
(CCOOH-C-CH), 132.48 (C-CH,PO;H,), 130.37 (C-2,
C-COOH), 129.03 (C-6), 126.44 (C-4), 125.95 (C-8),
125.29 (C-3), 37.4 (J=126.74, CH,PO;H,).
2: 'H-NMR (D,O, 25°C, DSS, 400MHz, &;ppm)
8.24 (1H, d, J=8.55, H-8), 7.94 (1H, d, J=8.06, H-4),
7.83 (2H, s, H-5), 7.66 (1H, d, J=6.59, H-2), 7.41 (2H,
m, H-3, H-7), 3.21 (2H, d, J=20.75, CH,PO3H,).
BC-NMR (D,0, 25°C, DSS, 100MHz, §;ppm) 177.43
(COOH), 136.28 (C-CH,PO;H,), 134.01 (C-COOH,
CH-C-CH), 129.73 (C-7), 128.67 (CCOOH-C-CH),
126.05 (C-3, C-8), 125.37 (C-2), 36.76 (J=126.74,
CH,PO,H,).

3. BREEE

3BL A DAFITHONT, BWNL 3 DAEMT
HZEx2ARIELTEY, ZEF L 3 DERIZ O
TOLDE A TERETST.

3 B4 OERUCEITDHERIFED HPLC D7
~hT LK 2 \RUTZ. Fe, RO EZIC
LM A 3 ITRLT.
2BIOK 3 LY, ZOKIETIEEDIREIZIBNT
b A NTEAERY ThHT-ZEDRBENT-. —75,
SCHRE T 3 7% 81% b A EFLIR STV (Pal
et al., 2003). L22L727230, 3 OREIERIX 15%

conc:l0mgimL f\
column: InertsiISIL-00A (T 6x30+20x50+20:50)

solvent:HexanetEtOAc(191) !
gradient program:none \
flow rate:3.0mLimin
temp.25°C
samplevolume05mL
RI detector: Wide f ‘\ / \

[V y

et ettt i
"V
500 10,00 1500 7000 7500 30.00

2. 3BFVAORHEBOIOTNI S L
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B3. 3, 4DIREIHT HIRERILDFE

THY, 3 & 4 OILEE GO 5ESTEMEIZTV MBS
2%, ZOZEND, CERD H I3 L4 DIREMT
HOTFIHEMEN B W EPRIBINTZ. 7235, 324D
[ E 121375 NOE £12X% 'H-NMR % Fi 7=,

WIZ, T DARIZB NI AR FEL—TF—h
DI R T ROIREZ X 4 [TRUTZ.

70

60 /I'
50

—

.

40

Yield (%)

30

20

0 05 1 15 2 25 3

BF3 etherate
([BF3-Et,01o/[ 7 1o)

4. TOERMIZHBITHIREIZNTHTVERDFR
I—T5—rDEE(EIL)

4 10, 7o bRy FRr—7F7— O EITFEHT
KL TEVE 1.7 DS EOEE ChDZEN RS,

BT, 10 B 11 OARRICELT, T
JERFR R Z R 1 IR,

# 140,10 & 11 CTRISKFHICKREREDRHLHZ
EDDDD. 10 OERIEE 5 DL, 8 L 10 DO
ICHEERELTTINMEE N TELI LN DT
W5 11 ERICKOGRE ] CTIT o722 A, ZOHfH
ROAERRMHERS L, TOFREZSSICRSSE
HTET 10 252 L HIRT.
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& 1. 10 BLV 1 ORISHFREEIRE

10° 11’
Time, Yield, Time, Yield
h % h %
72 87 24 98
95 96 46 78
122 93 48 97

* 7-Methylnaphthalene-1-carboxylic acid.

b 6-Methylnaphthalene-1-carboxylic acid.

CONH, COOH

SoRieenudvl

5. 85 10 DERBITHILEEEDEIL

L7ZH3oTC, 10 1ZHEMNITE 5 DEBVITRS )N
Ir, AFIVEED 6 fLIZHDL DL TAITH LD D
I EID U FHE TN EVI ZEN DTz, T B
KT 6 BHURIOE TV AVINAK D REOE D 1 LI
AF VIR IT N8, (AIHOSARRRE 23 ET TV
T=AIREER DT EB 2 BTz,

12 BEO13 OARICHOWT, SIHL- AT
FCISHEREIAS 2 BRI Cdbo 7228, FEBRIC 2 B0 KOG
EATo12E2A, FERETH ST\, 2070,
BSR4 e, 6 RpfH SAEIX L7 AE 2R, 6 R§fE]C
B E ST, 86 %, 84 Y% LWIEWUEEAFLHT
ENTET-.

X 6 1% 15 DAV TOREEDO B2 BRIz
iR THD. K6 XV, JFEHI L TE/VE 530 6K
W 830 DEEHRBIEN FN-TEVZ T,

INEESEZ, RIERAZT/V 530 ICEEL, Mg
T BT 35 L OSSO R SO WD TRRET L 7= 21X 7 12
RLTE.

7 XV, Wilg 9.4 mM T 24 B AN R BRI B
WEWD T EN o7,

60

50

4

//\'\

g
©30
2
=
20
10
300 500 700 900 1100 1300 1500 1700
CH,Cl,
([CH,Cl,1o/[1310)
6. 15 DERICHITHIREIZHTS
SHOOA2  DELE(EILEL)
o REAIEAT 4.8 mM O LT 7.
70
60
50 /f\‘\‘\‘\‘i
< 40 —/
i< /0
2 30
20 / —— 4. 7mM
/ —&— 9.4mM
10 —&— 13mM

15 20 25 30 35 40 45 50
Time(h)
7. 15 DERITETAMBEESLV
B R SR R

“ D rman AL DRI TREHI LRV 530 TITo7e.

16 BEO 17 OERKIL, M44), SCERICHE->THRY
VR TV T OGS Z 1T o T2 (Swierezek
et al., 2003a). L)L, ZDOHIETIIHIES 16 BIW
17 21552 ELNTET, 2. 7. Tl _7=diY R =
F VN ROS YRR 7=

1 ORIGEIT 1.6 % THY, 2 OFIRIL 8.3 %
ThHolz. 1 OFINEN 2 LRI &I
I, 1 BB B ORUSIC BT DIRD 72N K EHE
Lzt Wz 5.
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