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21t ko mixture $RT. IRE 4R e BT 95 83 dis- 2¢. trans- 2¢ # 3£
TR, wa TLC(ilﬂi‘&I’ﬁiE\ﬁl) AN e C £l | T :
guarled . madleplik | dnkle- doublal ¢ T TN 5.4 t.re;t- m . dd :{aggt.
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VA~ b 3BT Ph-N-C-NE o BEg & 5L

20U
1 RZA 7 F 113340, 3350 < NH. OH 12 A © < ok de
1610, 1605 ecm™ (I €07 o PR N R 5105 . Mass2 X 7 }

et s

Wb W 201040 F 4 F o opeab MB A F T _chart 16 ©
T LT dk 1 pagmentalion 28 b 7% 147146132130 9 fuprand
pek WREL . S 0% L) Ll OHE o 5 12 3 5% 0% 8§
Loy 3 A, NMRZAN 7 b3 QLo A7 270 F v
' Gl 2 5 L > 7

-3

H oH H
Q) ———~t$r%¢*mﬂ-»~<)€?0w D b aABXE
, .

g H I L il o 4 T
> | 1 > 7°0 b > (3553,
| Q" L maspmil - TR
y @p? LTRSS %
| WL AN T b
| o T 9 RRIE

H NT

m H H v ’(L)\ %IXJ\ Y. N
m 4 130 mg 132 | f"{a_ *gim;jmui&nd*&
M T -7 e RER
chart - 16 @é i -5;7 ‘Q{ﬁj %_j. _a. b % & (j\ Sav.lgeSE)
: "o 1 8 B Dupliphan Le
o BEERBAL(ZY > TR LN 2e0 2 NT WD Lo
2RI FALF -9 vottEsr L2l e BER LR,
Savige 3TN T Ao EMEI LT sRE LT DY

NT IR LALAY N LARILT L RRET AL BRI XFA
W12 3> T3t o OH & r Cati o COOCHs B &) B4R oY trans
T hAYHBP LT A trans-4e b T LA ) MKNPHET A
¥ mp. 223~224°C Wec) O 3a- /’.ﬂchwaede@ (trons- 2¢) o\
18, N, DI RIR GG TS trans- 28 L GRAR, AN 7 F
WF - 9IRINBRELIR. 3L -G o B ds-ke
G S ERE o cs-20 N E K L. AR ITET LN s 20 Y
BEE, ANZ FAT - I THELI. BhZaol L5
CEMARL o TN ) mKAMo T3 opirwngalio. o\
AR LGS LHBR 0 E KR Aa, B9
B ¥ 4% 2 trans YR E L T2 (chartIT). :
L- Tnyplophan. 10 B U D-Dugplephon Lo o B ¥ 13 38 RA 846




Wm“ hV/R.B/O2 > M92s o
o H,0, 0~5°C “NHH
ic wans- _2__C
IOH-
chart 17
m‘:o-”c
H 03Me
trans- 4c¢
28U P L

X 2aaifThon 2N ) },\, F -9

Q—h Ly - T ﬁegj-

Rufy coH S AT TR~ N

wE gy f

O AMT H3
3a- fuja'lc-xy -

b, s
0 CosMe { H20- EXO0H

cis-4c NN

) REBTL. B At LR 1T 4BET
E Tabile 2 (I R § (chart ).

}i H hv/sens/0: MaS N
N “NH- H:0 ., D CO:H chart 18
la trans 2_0 cis Za
Table 2 200 A~ 7 b 0T -9
cis-22 (B A 1L ) trans- 2o ( % 3 1)
Jeas P,@m RN TLC (530:'"-%‘73/) mene PO&UL donwr
229.5 ~ 230 °C (dec.) mp. 231.5 ~ 232°C (dec)
TR = 6-5 min HPLC Fip2 = 4.5 min
23T (6500) . 294 (2000) | UvT¥: Xman| 235.5 (6590), 294 (2140)
3530, 3300. 1620, 1480. Fpd)S) g, | 3450, 3270. 3140, 1615,
1405, 1370, 1340 IR Ve e 1470, 1380, 1318
220 (M*.T5), MTQ2T).1T5(24), 220(M% 100), |TT (32, I75(32),
148 (20), 147 CT1), 146(T0). | Mass @ W4 (A | 158(2T7), 148 (20), 4T (T1). 146
133 (27,132 (10D), 130 (56), |20 (56) (67),)33 (29), 132(98), 136 (36), 12060
NMR Fia.ﬁ)?)

2773 (IH. t,J=12.12Hz)
3.00 (IH. §.J=12.TH?)
4.26 (IH, §.J=12.THe)
551 C IH, §)
6.86 (IH. d.
7.01 (IH. t, J-8Hz)
T7.35 (IH. t.J=8Hz)
7.46 (IH,d.J:=8Hz)

J:-8Hz)

S S%CF3taH-D20
ppm

-H (ABX)
C3-H (ABX)

-H-(ABX)
Csa-H
Ctor Ca-H
Csor Ce-H
Coor Cs-H
Caor Cq-H

1 292 C2H. d.9-TH)

4.69
5.39
6-86
6.98
- 730

T.40

C(IH. t,J=THz)
(IH. s)
(IH, d, J=8Hz)
(IH, 1,J:8He) -
(IH. t.J=8He)
(IH. d.J=8He)
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AEDS SR L EHE RIS T o T Tz R N E
koL tmktiﬁu 2ol BEMAAR T8ilo L5 27
O F > imERYg shift , Gii oA T 27T Lo E e shirt
LTwh o Eds, bﬁ*—ﬁm?—i‘iﬁ&ttmns LTs. 3

2 TLC & 2c18] 3k trans sV ds 4 ) NS5 R 1
2 o cs, trans {3 TLC N T3 LJ HPLC |
e X BN E AT o ds, trans o Yt E
A1 I (FIJZ) 2a,b o cis. trans o T N

7 \-:\,I.JF|38(P(6)(\~T‘3CJD T ). cig-2a, trans
2p (32 295, 238am T B o . trans- 2o, cis-2b (1 296, 239m T Ik
o cotton NEETT -

7

'Flg 2 Za o HPLC p;s_g cds-2a o YV ZA7 kv (H20)
@p ) ) - . ;::‘~Z< r'l' T * ; ; ‘ I.'l o *
CO:H _ : i
HHH . -
trans-2a cus-20 i iiladl el
\\ l
I! ] ﬁ‘y
— : .i v PN =
= \: = Packing Materiol: 3011-C
—— ;\::-‘: +—— Eluent: 0.5MKH2P04
=== Press @ 20+30 Ki/em?
== 2V
== == = Temp. : 60°C
=—fi= | : 1 e
— 45265=min
- __+__.__
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4000 3500 3000

o x 1%
H
[AR——
418 T
] .
i e
1t R
04 ') cis Z'b
T
;o
[
¢ 3+ : 1 ,,“.\\
N/ \
W) omor s o %0 100nm
L / T *
.54
-10 4
OH
e
@Niuj\
M CO,H

trans-2b

Fig. 4

t __cis-2a 0 IR7HY

(KBr)

Fia. 5

. trans-2a o IR2R7bv

(KBr)

11 x 1
H
_— th. 8
* (3 N
H H COzH . )
trans29 CD AN 7f A (H)
+ 34
10 300 150 400 nm
° + t +
\‘ '."\ 1/
\ 1 \\ [’
-84 | ‘l N/
Vo
A i
Vg
-toa - H
[
“ 1 . OH
‘J. g :‘1 " CO;H
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Fia. b

cis-2a & NMRAN7 o

( 5%CF3C02H-D20)

Fig. 7

trans- 2a & NMR2X7}kA

(5% CFsC0z H- D20)

Fig. 10 -

5a o NMR2X 7}

(D20)




F i U1 Daplepan Lo 008 B (D B 0T TRl o RE
WL Dwplszhan L (03 LT 6 AU TR N CEE N A & (2
e 8T ol Voot L BEACILHIRY I E TRIUL
[ 2 (2 Table3 (IR F . 20 o RET 4 F ° FEBETEE T A
g5 L TS I 3a- ddheypinedeindsle 2o o fuadian Cds, trans 2 2B
AMYEUVREETT AHIL L. Thal.

Taple 3 FINR.B. F -0 -Duplophon Ja 1.02 (5uM) 03T AT L

og iy EnE | RAGME 2000 |5 iasg ke
100 (0.1 /50 3.5 80 - HF 6 oo

50 (0.05) Yoo ’ 8 1 - L%ty

25 (0.023) Y200 g 80 | ~ BRICI(3 v A

15 0.015) Y300 ’ 83(83) | -  rE 37w,

5 (0.005) Y000 5.0 81 - Yiwo £ 1L E &

0 3.5 - 99 Tt RIVWAiHE

o HPLC 1249 KTz f 32 (P 42 nWE#8) 9 5 0N B

N k< B )5t 2T 5. LS LRB ERA G
¢ RIGIZIEST € 3 Dypleplanla ¢ L EHIIBRT 5. AL
n % .5 ) Duplephan Lo 0 1§ FBZAL (L 5w T R.B.(3 ,Ezw»t&fjm.,L
(TFH LT Yoo EALEBETT AT HEF VAL 12,
FIoRB U ERE v LTIz &% % B o U KEL
WoEIRE L. Tabled o8B X x4571:.

Table4 2% £ AV I - Typlephan da o 38 R pf L

sensitizer mg(mM) EALEE |[RICE MG 2an | TN
Methylene Blue | 18 (0.05) Yoo 1.5 65¢T1) | —

" “1 6(0015) Y300 -6 83 -
EosinY | 15 (0.2) Yo 3.0 64 -
Proflavine | 12 (005> Yo 3.5 23 - 54
®- Rose Eengal” 11§ 8.0 16 86

@) 2 1.023(5mM) ER ) 121 520mg (25mM) {RH]

by Lt 306 ms (.5 =M) XA
EosinY ¢ R0 T 13 2eadR B (AT . 3 12 Roflavine & R IG T
BRNBITNAECTHREEEENC I nENIYE LI
%12 P41 £8 ) — 7 MethyleneBlue ( JA FTM.B. £ 8&7.) &
Y3 E LI TR CTIIRINTIIRIRIEZ 4 - 2 ITHIT L.
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RELRB A Ar BIIAUVHEEINELNI. &2 0
§'5’FT 3a- /zgdzwgpﬁ/m:fm Lo S AKT B L. iﬁﬂ’-ﬁ‘FaEI'( IR
W?\( EIGoNiE T 9 AT T4 <. CHaClz 38 124 = RB.
AHE LI EIANT. MB 34T > ZIEBIAE (Ane
berlite Ca-50) (X4 % & N A& E KITEAMT 5 E D
MB. ¢ ITAF 1 LB RTHLLEL H. L0 L hyliplan
€ 2047 LI0mM) AT 0%8 (P20 £8) B U MB. % Yoo

;\,% HWIT RIvo 85213 3a- /”7‘/1"3'/’3"“““"0("& 2a o
412‘6 &’Fa\ﬁ,b,hb I3 CH2CL: IR TIAMB. E R 42 3
FENEFETH) . AT L LB LB RTCE
WTIIRB. 2 WHT 5% aNBE.

T8 il R-B. % men (3456 3 € T2 pebymor eupsit R.B. ( 12
T ®RB. T g*’fz) At . o 3% R .u.mu}’tr{?ﬁ'?ﬁ-’ﬁ ntwes?®
GRBIENERNERE LT V. DANEERENIEE R
thbh. DFAETLIERATEA. $o0fld %4 - T b
. % T @®R.B. % X BREEL m?j;zz A (chart :9) L.
2.3 - diplowl- 1.4 - dioxene™ ¥ Al TOE RBRILIL Y - T 0 o

a g a N
ollowns  pMF
®-R.
+ Néc's' l 60"- B
1 1.
Aose l 10 hr
(R.B.)
Jlﬂanwbﬁl»(a&i p%ww chat 19

2% dcmujl My/m wfb'ejmm, feads

@ RB. 0%t E A LI ORE & AT L'fl"dp/&-f—:eanﬂo-

NI BRBEIL ERET L. Lo L RAIED LF < g e
BlAZ I T L 20116 % 2K TH o LT lak 864 Bk L
. Wil Schaap ¢ (2 Aydhophilic polymer & A L. T o
}’oéjmm. t RB. ¥ 9 BAG T AVE LT ¥ 1?"&?1] (RB £ &
T 5. chart 20) EAVAXBRY T o )8 KEZIL % 471 -
CH=CH2 CH2= C(CH3) CO2 CH2CH20H
tHaCL N T "DMF, s0¢ DMF pred @P-RB.

(tH2= € (CH3) €02 CH2 =) 3 doy

thart 20
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Tv 5% BT G (3 0 0 @RB. (3 Ayduphilic naluwe’ o &
nonplar EBEF T IRL T ELBELTNE. o
$ 39 @RB ERVTUKBIRT O RIGNZ &~ 2 (THEF
LTIgVIEH I 9 “/ugaluMb natew® % > o @R.B. ax €
RUECETHDL ) LRDHILL.
ST MB. (Voo oL 8 2 ) & AT 50X EtOH-He0 SBRE P o
B B U SZEtOH-H0 ¥ T Dyplephan L & 2 45 o BB LT LTS
35 A0 38 RABZIL & BFT L 12 (Table5). Table4 o M-B. (/hoo
TAEFE)ILIAEEF LA TMB 2 RIVIIV3 R E2
AIRFENART LIT. Lo L RB &R W 5 X Dyplipdan B i
Y280 LT RICH M ok < 125 T TORE B < 2aaY
SICRAS-E IR RS

Table 5 Dgplophan o 20 & W T2 505 3 BB L

Wm sensitizer (,y;’g:;) hp B o | BUK FERA 2
La, 1.02§ (5=M) M.B. 7300 nn | SO0ZEtOH-H0| 100 min 54 (20)
Le, 2.043CI0mM) ” Z S%EtOH-H0 | 2.5 hr | 55 (20)
la, ¢ R.-B.  |asQucsiop g T.0hr | 7T (20)

st s R » b yplephan 11025 (5mM), B ¥ L T 5%
EtOH-H20 (300ml), 3% Refl ¥ UL T R.B.(ISmg, /300 ® /L &%)
ERCTIHEA 0 BRIV NR U 3a- Aphexyporisleindde 2 oy g B
WNRC., IRBUIRLUHBNE ) T hbn Tt ok
NDERBIL RN AR EA RN LTIR ToRRET T
<.
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% = s Mychepmongpymeloindele o B Bt & ¥E %W

ﬁﬁ ?U T iﬂ:’\T ?‘?l: Luj};&f/uw\, o 7}(,&}&% DD S B ) i& f"«
M e, %"C ¢ Me2S 3R T T W E & < 2a- /'ﬂdWXthlﬁfio(&eotc{A 2 m
L) ?’\. T\ 2 T /kl\ q) rﬂj %0) 3a- '%C&W'Lng}’gfbl&‘e&/ddw 500) ¥
ﬁa%?‘%ﬁl,f\ ( chart 21), ‘
OOH

H
| 2 ~
NH, 0~5°C. HZO ﬁ N"YCO.H

N
H AV > 490 nm H 2 3a

OH OH
I: :|H|u| o + |: :lﬂlﬂlcolH chart 21
trans - 20 ' C\S 2a
L- :D,J,,L,;meuozg (5mM) & 5ZEtOH B (300ml) % T R.B. &
BoH y LT 0~5C TIERBEILT A v 35 aq-ra‘]z Lwref/a,
11[159&3’9(\5&&0%@4') 9% o ;E T NELH L b,
B JGA & BEAZBZIE 1T LI 45 CHaClz 38 R % 4T 70 - X R.B. ‘&
Bed . 4R L KR J&dm_ﬂ;dj 3 ) N%oEtriay
'f% 3152 9 5 v 2R B~ powder (o domelg
NERNEPL»LNBENELTEFLNE. T 1
'&7;«'6\(~~ Sephadex G-105 3 L 1l L. BBY o
'f%

la

B3 A ri3ne 2 0 Powder ( Jodnwtzﬁ, 4

HNEH LA )RR NELND . Saa Uy

- 2 N7 bR
" OOH B 73 Ph-N-¢c-N #!

O:IH";LCO.H Flgg ;Eo.ﬂ) ( rlinzugt 236 294 nm )

Uy zanzka & L. (Fig9)
Mass Z N 7 } (<
| LEwta3iide
ho . .- pek 2% Yz 236 12 D
Amax 235, 294.5nm 30T 1 HHNE

HbLNB 3711
Z N 7 F v (KBr)
(3B v T1d 1615 em

S uN NI i /ARG P

s
R

my

.m 10 A~ B —t— N D&q& [)\R Z_ b .
* Y pead NS T E AT RISV |
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$KY ONMR 2N 7 b vidBa, Gilo s F 27 0b 2k
< 5FAM70F 2% g R 8] o) signal o\ 3a- Agoliergpypirele-
cdele 2o cis.trans RAP LML T v b (Fig10.P ).
) dz,ewo/%l 20 9 s, trans D NMR Z N 92 } v &) $34E L rc sa
pli s A F > 7oB b 13401 Cds), 433 (trans) ppm (T T L
oz g8 LT R G IL s, trans NSl A F L 7D
Lo o320 g ) i FRMS shift L T. 5.64(trans), 5.75 (cis) ppm (3
G - EERL U TELRIS AL A (Table ). T o 8l o/ F

Table 6 58 #NMRZN 7}/v (D20) >7o ko #ﬁ/n\ﬂ— d )
cis, trans oI F (31313
2.50~'3-25 <2Hfm'8i=*Hc> " dis) 6:4 (271 - T WA, 3T
- . F . = . - 7 I - . ) 3
. (((;fl: :Ei:s“; Cz—H trans ) cis, trans 13 TLC (3102~ R%O
4-35 Co.4n. T SEE- SO = 74) TANBET 3 A HPLC
5.64 (0-4H, 5. Csa-H ., trans) 3 BN |
[ ) (Td- TLANMT . 4R
5.75 (0.6H. S. Cga-H. €is) s 5P B I A L- ﬂ.
670~ 715 (2H. m ., Arom. H) :}Tﬂ:rl:j .IJ ’ llf’.% a iMG,
715 ~ 7.60 (2H. m . Arom.H) th 6.% 2 s
s — NhLhs. B
Fig. 11 Sa o % EME
(.g; Jodometry
T
80T : . . .
g0l -70°C
P .3
\ —* -10°c
4044
4 t. in H,O
0+ L' 2
0! } } } 4 } } }

i
10 20 30 40 50 60 70(day)

ol RRE T, BEATH I BRETACELL.

Ho0 13 R8T b o t 13 5. powder 369 -10°¢c, -50~-T0°C
LAY R E L&c(wu:&g ¢ ¥3 A C Lig . o o
). =S0~-T0°C o dep pracgr TSR I NITTOE MERT
LI AT e T ReaBs BN T, I 02
AKBRLERTHET D e/MBITEC . Gdoaly )
S a Pl T420% (3B L. £ 78 1% (32 KL starch fest N
ML A, o |




g =% Ssrcdito Ly plephan 0 ¥ 1% maf % ARV

I

& 0 312 Duptoplen 0 KB R & T 0 3§ REBRSL & 057C
a6 z Bt o Aydreprreeile S PR
BBl Lo L e [0 H 2 2R E T hylplesh
7 B Fimgit o 21 R v 11 BRIV B RS BT femgl
#J)nbu:rinﬂﬁigf ﬁi o % A B 0 1A ;_%\ <15 ;;-ﬂ.),?'l‘){ <1
Tugpleplon 0 ¥ TEELAC & SOCATLTHT IS - T2 € chart 22).

At EE_Y“

A 3

H
L-@T\f-colH h/RB./O N Me)‘é} 9 CO':H OH
NT NH Hz0. ~50°C | 2+ @;i;lcw
) NHCHO NN,
Lﬂ . é'u Z‘o_
chart 22 0 COH
CF3COzH @K"\/LNHI
NH3q
v o

ML R AR B CERL . MR LAKREAT - LT
Duyplephan Lo @ WA E S L 25 B M ATU D T laidiE R L
A BN R o KI starch test (I B BB THE. TS T &
s 2B A MeS e m ik TR 5. @rloMes,
FtOH $ 40 % (2 AEER % A0 L U BLRER L. RB. % (H2Clp T JH
SEEd A, KA CPHWAEMA TERTIRI L. fonyl

rugrune 3a & ;Ly)wa)tinm fa (T m K /’J\ﬁgj h. 3%@'2*1% A T
2 % 3BTRS Dowex50-X8 13 3 5 T INBETF B ¢ bawv 2l A, 30-
’(‘JW:]F%MM"(V& 2o O\ 48 % 2L NI,

SR oM KB AR T EAL - W AW AN AP N

M’WW%D\” £950°C T RN T (3 Aynawnie ba L
T2l % ﬁ-%&z«é.zﬂfzﬁméﬁiﬁ; BT EHELNTwAD B
DR L K. SIS (W AN

SURAB A & 80~90°C 1T LT Btk LN e 3BMITI-
=N, O o ]}uﬂ;zefjmi_a nBEFN ) ALNA. R
B AN o TLC T 1T 200k P13 A BN G T N
fownuj[lzﬂnwu’mitw n ‘Ji 'f&«l, r- 13 n» 150 1o 1§y G 3R
AL, 2 Ao ELIT T E. T L bo aN 8%,
B UCRERIN O Iyplephon Laa¥ 12% 56 hors.
® 12 2 o RAIT B T3 chaclz ME 1Ll ) RB X
tHacl, B IXFH T THE RPN LasL CHzCL TSR TLLE

* Amberlite C&-50 T &35 A BET A FU TAE.
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st oapt KRB0 T AL R 14T - Tw v,
R ER RS0 O R BT 25 BMT RF LMK
L. 3 T:80~90°C o RV T (D 3.5 ey plik (i BT L TLC
LA TE ) o [WP'&F/{M\,LA NEL o LN B, 2T - B O
O NN /udulw’:mwy ondsboniie Too dNEN (T L - T B¥t o Lo~

BAE NN E UL AL ivh.
: - Ngoaopenong onelolomins 0¥ 20 B (T 1) ARETE L T indele 3
— sa - . - e
Fp s apl e LT3 9 oAl ¥ FF R E
o F - 9 NHE (chart 23). 7 2L Lf&” Jiz,du]mmoég 36
LMLy Ao
2L eom 4 A~y OOH
( I j T NH, CHy _8 CHj
"a “lc ' N?~Ph benzene@_‘rj{ph
) 2 . 70%%h .
OOH : -
a
s |
@E:;j::r\mco Me benzene @NjQ*HCOzMe
9 2 L chart 23

_at L 80~90°C T o ROAT TR kﬁ)uow:wm fa, le 2 iLII /9 < @
ARG T RPN A A LT A 00 L 3 phupeiony
ondolenine Ta 08 lall BB 17T 1< HEUAR t&RS L
TuwbriotEbhins,




25

30~ N«doﬂw]ww«y}z_gf,u slsinolsdn

/\m‘glﬁ

n L, ‘[’e—_z__n_'ud,_i#_:ﬂ)m'_‘.;éaw

% v 3

27h),300

$ -1 o &M TUBLULAMEN

B0 3a- Agchepuiexypyraclecndsde 20 DF T ¥ o B TR
AT EKGBRTERTHMET S TE T2 Z A
u&%?é.%:%:m%ﬁi&%&%%?béimﬂ

7. Amberlite C& - 50 (COOH form) T /EET H v . 3a- ‘i“d"[“”‘ff’
pysboindole 20 15 6T % 43 & 1B AL (3 formglhpuscnine 2o % b
0 5% T3 HLN 8 L I (chart 24).

O0H 0 COH OH

N ?

R NHEHO HH 7 chart 24
] Ja . a chart <4

el San KBRoMBUT S 5 MAFER BT L.

~

%
TN %t Jable T XF T

Table T BG'JJvigfz_ufmwﬁw/t-w&—CnM Sa o kBiR o mEL (T I B AL
Method | Sa (mg) | Hz0 (mU) | RAEBFM e | 32 GO |  Za (%)
A® 202 1000 6.0 2% 21

224 200 9.5 21 40

X 506 200 21.5 16 39
B 214 50 15.0 1 g 53
236 I 0 12.5 |2 50

0y Sat BRI Bl hHKPANL. KL sturch test P42 130 5 3 TmAIS.
b Sa nACRIE & T 120~130" C MR LTH S 08F T KI starch test Ml A3 T
mR I,
TN, R L S, MAAFETINIH Y6
23R L D te—wua(l/ajmgm;w’wc 3o B E D R
2~2% T ). 20t 20~ S3AORFETERLT S,
L2 L Ixy,lf[s-lz(wn %J} i_ﬁr %\ ) 3°~‘7€ﬂ0[/ze}z_blng}uj/2 vodscinclsbsn % 7§
BLRL T 0 BAANAL LTIBAIT S L TS (R 58
1 Nb- fomal WR o £ RIIWOH LIS [ B H T BL
12 fevmuglhanarnnine 203 Dugplopham Lo 0 O3 BESLIS & - T 33
AKLTHLATI Y 70 TLC, UV XX 7 } o, BRE
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2 ¢ Riy, LRZ~N7 L v, HPLC (&5 TIELR v
)T‘L I » }—5{\ < 3Sa- fxﬂo(rw};_uni‘d:a éa A szw"jﬁy)uuwwdaw 3a MY "j
T 1dd EoNiE L ARE OO, ‘ ¥ (< zc«u»«-yfkgnwwné:q 30 9
415‘2‘§ @ X e B LT ﬁ?‘ < ﬁ%:j ® ﬁ - I 1123552 38b)
;}L 3 Iu‘ﬁb i W 3 A o Sa- ﬁUCLlW'Z”’UfWMLd"& 2 B2 %
%%uu.m,%1x;mmmu;bm%gﬁﬁuk,~
BL@m*ﬁﬂTﬂ&%4#>%mi.%%&mﬁﬁm
L. 2R e AR LIRS R & Table s N
Table 38 N REATE ) 30'@@W3£%‘LMLM Sa n/NAL

R | Secp | iy | Metal ion s PRSE G| 3ath | 2a )
1 240 [100] TFe* (01) 1.0 4 54
2 193 |200| TFe (1.0) 24 1 1 7
3 249 100 | TFe?™ (0.1) . 4.% 1 51
4 225 7 ct (o01) 68 9 59
5 225 s Cu (0.1 87 6 60

a) KI starch test PR IX B35 3T 8% PA b) yrusaine ¥ LT X
3a- }vefdw excole 2o KBRITE i&T'FeCLs(O-H%EIb% %) ER
mdg »rX MNRR R C T8 { B4 Pl T KIstarch test P21+ &
Nh. RIGEAI ENBET AL 3aN 4%, Ledv54% 12 ¢
MT- (Runi). FeX £ o1sde v 8 Emi s L. MNRE (201 4B
L5 T oA L) LA . 2a, 30 ¥ VIRF IR (Run
2y, TeSOa (0142 E A %F) EilRm LiihA o HATIZE
£94 85 1] ( Gdoulry (3 X 5§25 3003 Fig2) TKI starch
test B2 AL IS 0 ),

iq. 12 5a o MAFES o=
Flg 1 ﬁ‘ﬁ’i‘ﬁm 2_“ n 1 ./p’ 2—0. v

(lg?ometry o——o Fer' S1Z24F 6 A
L L e Cu2+
o | : s Run3). CuSOa,
1..\‘\& ) i Cu cl (0t ‘% t v
607 " ~xq $% ) nikme
40-\ \—‘ (3 AR L3 A ) o
-"\ \_—‘x?o— Ii‘_ ? h.a.' 2_& 6"‘9 %'
0T\ 20 %9 60% 4% G
\ N
o — hr< (Run 4.5 Fig.
2 4 6 8 1o 12 14 16 18 20hr 3),
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v

PR TR AN T AR SR AL o A% % 12 5B &
LW (O N ] noonig AL 3a- /xgaauwy,me@na& 2a

ALy T re.
TN SN ¥ 1 ﬁwxwma}zj, Y. aa—iﬂdwfmwzm,m(,,_
Cdelc o 5107 ARkl L B ANARRTUAY B ot
o T p (2 ke Sil2 h FTlLik1Th INAE % ¥erd LTo.
7 T (EBIE N H0 T A AT AT LA S0 &R T
s i By E Al TAF 3, 10 BRD Sa oy KGR T iR
ek . BBRTAE LY SRR 23R 1B < 6305
4 T 4 5an¥ 6% Fa LT CToANE N BN . MeaST 5ok
Zasmetd A L feumghanoiins 20X 2~3% , Lo oY T2 7
LN, KRRV Bat S LTIE LI 2 £ < T 200
g E (3 56% 13 A < A (2 Sa o AR B T Dagplamine
B R ad%A Y (3R1E) Si02 a¥e o BEITE S LriEkTU
pLhgu.oBE LT ZEE N 5 A Ao S0 IR
I REIEA G AT T ST A, Bk nik 13
pArugentFi bnb.

mubmﬁﬁﬁmﬁ%ﬁulb%ﬂ%&ﬁb.zmﬁ
2 4 Table 9 1< F L T=-

Table 9 HBEEEH XI5 BQ'#g;c&_ﬁpMmgwuréMM 5 o AFEE(0~5T)

(< &

KX

.:s> 5 Ji

MmNy

e

Opr
2
S &

(s

Wam| £ B 50 g | K20 | BR300 a0 S0

>300 |500Whalogenlamp| 281 | 350 5 | 5|38 |53

253.7 |48iHg lampliow) | 2235 120 5 12 | 38 | 2T
+  |48JiHglomp(sow)) 202 300 0.5 vy o34 | -

500W halogen lamp (2 & 5 BB T (25 p5 P 15T b 53 % o BN

AL . ARRERC a2V 5%, R ARRIT Y - TEREL
1z 2aa¥ 38 % 4% LT SR ET L AR KA lamp (2 X
L BT I AARNARE S R A e o RFD 2L ERT

WA
3- }l“-]owawufxyl;na[&&nb)w.%%\é% 2 0¥ aprotic Bl Fimk o B R
T INEE G 5 At RE NN FUA B 13 1966F McCapra
SRk LT ARl mE N hBTYS MRE B
&) 2,35:“ g;sm |,9,”b)0) 3-%&1&@5!%%0(&&”'-{"“' , 3a- -ﬂﬂa(ao’wzw,j_.

’

pgmolecndsbe & DMSO ¥ 10 G B ALF ORI ANER D NS
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$2Avh LTIB). RN ER, ﬂi%ﬁu~1v
E. $IpmALEL T T ) BOBLILIT X ) dioxctore
NE A EFEELL. TN EE R %q;‘)-btﬁt}"%y“’c,a\"ﬁ(q
N5 % ¢ #E LT A (chart 25). |
OOH OOH : . ook
CH;j 2
@;iph @LQ\IHCOzMe |: ]N | Nl
g 9 H CO;CH;
10
_MHe 10 i A Otie
Ok = O —— QG
Me -78 °C te Me- chqrt 25

~r

SN & 3a-/uaolw]zmex‘sj}:gmo—fo-dno&& Sa ﬂ%t?’%?ﬁt)\“ﬁ, GLivAh
0 EREF LML, 5B 500m3 2% & o DMSO & s0 A .
BEPT L L T 1T0~200°C (2 -~ RGBT 5 . meF M (
#2104 ) T3 H N ﬁa&rwn LNbLEH EodhoRKi
WE LI, SOoREZNR I LB ERIIAE X E A
ﬂﬁﬁ,m¢%flRﬁbhm.ﬁﬂmﬁ<%ix*w
mqﬂ.QM,&MWMMmmw&UW”WJQE%Eéﬁ
Tonsae BRE T IL@EE L IS - T2,
IRLERT iz £t XKoo NEBEEIRET LY. £ KIZ2
BHUIBAB T H) . Rpuweniu fa NBEL-T 2 1505 [
Flpergc. BB 3 b40AI €48 LIVIn - T2,
ST MmUY ) Sa L3 v GALE BRI A 6L
A3 doxelawe 2 0 DR (S Y DINRE frmaglhgnuapine 3o a8
FBRL T s FREBLEL LA, Lo L 2ao it a N
7}:»»\";?'1,%(3'()’-,&,1 Ir: 8 %Kt 2 A7 F vy
TFT S RRBREANT Fre - BLTGRER L
LT m%auamwwnimmﬁwaﬁmxu
T3 FFTANT Hb.

COCHs

NHCOPh
13
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5238 FeogRT LIS NBRALY

Rl B Lreose- fvdabwfuexﬂ/cjzw&-éna(y& S50 DT T T
LA MR EIRET L1z (chart 26). T o £5 % (3 Table 10
(t$f9 L.

'O COH
@ i l NH, @TEI
N co,H N

NHCHO NTCOH
no

chart 26
3a LA AN

QI

-~

Table 10 AT HEP KB A 30- Iqwgpwmu( Sa o0y HNRD

un| Sa (mg) buffer solution pH | mU | B7ted Y| 3000 2a(%)
{| 209 HEPES® 7.3 1100 55h| 9|68
2| 205 | /oMKkH2P04 ~ fsoMNaHPOa | T-2 | 40 23.0 | 43 | 38
3| 229 | JsMKH2PO4 - fsMNa:2HPOs | 8-1 | » 22.0 |43 |30
4| 381 | 0.1MNo2HPO4-0.1MNaOH [l1.6 | ~ 5.5 23 | 20
51 215 [02MHsBOa+ 0.2MKCL—-0.2MNaOH | 9-4 | ~ 22.0 25 | trace
6| 223 | YoMNa2003- 0.{M NaHCO3 | 8.8 | « 80 min | 5T | T
" T 204 v 0.3 | » 110 48 | 9
8| 200 0.2M Na2(03 1.2 ] » 110 33 | ¢+
8| 227 | 0% Nazt03 - 30% HCL 9.7 |50 10 62 |trace
10| 225 | 10%Na2COs - CH3cO2H | 93 | 40 10 72 | 6
11 261 ; 10.3 | 50 10 56 | 20
12| 226 s 7.0 | 40 10 57 | -
13| 239 H2C03 3.9 | 50 60 - 1101
a) HOCH:2 cHzN/:NcHz CH2503H b) KL starch test P34 13755372 B

R LATWA 3wmman}i%%4ﬁ;a"z HEPES & pH73 (3R
B YRR LTERTIEMNT A 55 B T iad
X9 5. RIIR% Amberlite CGr 50 (cooH form) T AEET B T
{b’w U»ymouywwu 3a N9 %, —ﬂ«:dmax«lwlzne—(mmolv& 2a p\ 68 X
2L rz (Runt). SR U2 pH 7.2 (T#AE L1z ) © BE butfer %
ﬁlw B Y HEPES buffer & ) { A AT (3E <. 238f] §% (LKl
starch test PR 1273 ) AEET 5 ¥ 2a1N 437%, 200838% §§
LILIZ(Run2), So R KEBEFIR (L) Aok d RO L
K ILEN MBS . T o B buffer & A v 1335 A ZanY
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m43 w18 L fred o b fan blaAnPFE S
L

[:%E]"‘t LIz ‘) > BE butfer § © o 200 ERI2 pH
(Z(TF C 22 85 M % 2 Laiuiis b 3anN 30%,
LT3 (Run3). @ (SpHILE o 1) o BR butfer ¥
293 5 7. 3,200 RE(IATF T S (Rund).
: m'f"?é]ﬁbuffer ¥ T mfn\ﬁ-r‘cﬁ’i—, r= o~ B
%F 071,1 MR UK 2anRER EIIRGNT - [2(Runs).
Lo L pH8-8 0 Na:C02-NaHCO: buffer % W« 5 ¥ NER R
N3 R 3 ') formgllegrunciine 3o NIRE V5T % (T8 X LT:
(Runb). T X T 3 o huffer ARG TEIRRE L.
apk PHEI03 [ L UFIE Bl ¥ 2 buffer & © R %4770~ T2
b RUBTE AT LA R CIT) . 2a, 2anlRF (3B
T LT\ (RunT). 3 72 02N NaaCOs CpHIL2) £ B v T L 3 H
17 3a, 2a o JRE 24K F LT (Run8). 2 # ¥ 1T Run 6,7.8
N &V T 3EEI AN ”117\2‘—( (713 N, KManw)w)u
3o 0V E iﬁ\,?’)ug HE N LN X3, T, mug,@/égww
0 R E N BB Y LT 3aNT oL ) HACERT T
Trvftihbt%‘zb%n\’(’*bm'( 1%t RIAT
b%.3a0)7}t”e\di"l’(~lal‘ib EHERITLIS. 2ok R
N Table 11 ST LT V5

Table 11 ' _.}_of_v_’_ﬂy_%muwrw a0 FREE 5@)&%5)%1&7@;2
3a ¢ N/
Run condition pH | B8 M |50 es l; L(: gz'%. l'é" ‘g
1 H20 (r.t.) 6.6 72 hr 84 sy EIEH LIt
2 H20 (reflux) v 1 42 ’1‘3\’"\"%5“_3 At
3| Yoo N NaOH 12.0 24 L7 C3apv 84% B
4 2N NaOH 5120| 10 mn | trace M 3 #U 7= (Run
5 | J5oM Na2C02- oM NaHCOs| 8-8 60 54 1), Lo L 2
6 ’ 102 60 53 oK EBR E !
T 0.2N Na.C03 1.3 60 47 85 Pel 1D i:i_g T A
8 | 10% Naz2CD3 — CH3CO2H | 9.3 10 67 Y. @iRE|3
9 | I5%N0a2C0s — CH3C0:H | T-2 | 0 81 LICAT T
A (Run2). 3a

7

% YMoNNaOH [J Bl LEBR T 4y MILIT T 5 X 2a%1T%
Bk > ILAa LT . iz TLC X ) 2 < miﬁxn\'p.\,m«qt\
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5 (Run3). 2NNaGH ¥ & o 380 4 333 T (TR < BBRIEI0
CNT3a3Er AL IRE LS (Rund). iRt Table 10 & Run
6.7 T A s 12 butfer ¥ 1330 ©BAFT 5 v 15Tkl @
R E 37 LT il54% ., 53% 13705 12 (Run5, 6) 3 1< Run

T oA 02N NazCOz % (2 B v T 121 85 4% 300 @R (3 47

CHRTTA. MENZEIT TN )KBIRTIEFTL ET

pEE o REFL @ L3¢ H (TIIEGH T 3a- Agdiepieny-

pyruscein i 30 WNAAREY AAMER B TNENNS .

pH 9.7 1T #AY L 12 10% NazCOs = HEl SBL & Ay T se- Ayde-

prsmgpgraelsimdele Sa o NER RV EAT IS ) ¥ 20 39104 T3

AL, NBET B vzeoNe2%4F GV 2a@BEFRER Lo KR
BT x 13- T2 (Table [0, Run9). 3 72 (0% Na2C03 - CH3CO0:2H

(PH9.3) L X A T L AANRRC. 2% RZ rx v )RR

2742 72 (Run10). Lo L pHI03 1T F 5 ¥ 3aon R E(IIATF

Lz (Runit), & VG RURY 8 BT A lang LM % R

LIrYy A . pPHI3 (1B W TRHIOMNZETA, pPHT2 (L

Bo T(TI008I4L L 3akBRTIE AL 12

Table 11, Run 8.9). 2 o £&5FK (3 Naz2COs-HCl (3 [3(3 cHeozH

) BREF LBV T L3370 YLt Has g

T hAHF LF LTV A. T T pHTO (TEAHE LTI Nats
- cHC0aH BRF C e BEMI AL TN )BT
B I5eR0NT EA AR L. 3aN5TL o RE 45
LT (Table !0, Runi12). 2 & Na2C03 - HCL { 3 [ (3 CHaCO2H)
BRSPS ER BRI LER T HIET s - O TREL T
CoBEnhrrERLLNEAT. 02 TADICIIR

BiK (PH3.8) d ¥ T Sa o AE LR L. Lo LAELAE

A LI 1 I MERERAL 4T E w2 LTI3ITE
CERICER LIS (Run13). S NMRILEBIAT b o5
CTsanl 3annERNR I b Ty B A 1Y,

#mMmUuRdAhor I HFBRTHA.

(7p)
P

Y o 3T 3a- %ﬁotw,mnm;%uxma& San, ARG T
oob, BERTYToOAM AT R LIIEBEERE. 02
Na:COs = CH3COzH (HCL) R B iR T T formalbpunncre 20~
GRB o> E LRI HF 0L 00T ). Dyplphan
o — 3a- xgo‘n@r—%my?{‘ft&e{‘ﬂmo{&& 50 — fm%muwmmi 3a o -
TG MLd S NT 202,
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%ﬁmé\ﬁkbﬂ 36 - ‘ﬂjd/‘ uyu«fptldo,&saq)ag'f:r,\q
) A LE B J?vﬁﬁx'$1i¢%p$75 i)‘ﬁ'i_?j.loh I T
E ikfln\fi@f"l‘}”( N 50 A BE N < £ R ~0 R
DEPR AV SN S ‘p:tmme.rbhf;nwr;.
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M5
I
fonry

pusil

30 H«szu.- pAeYYPUL weindes 2 b fmnufz/:aunwmnd;w
iy | I-4 =]

WERTE ARG HECHISEE

L“lw,a/:h;w- lo n ACESRT 1IEBE T 5 0~5°C T o 38 RLBL
aF Do .
ORI S I f,c‘]c[u}wirzw:cflzelu-ns&&«: Sam (I3 li_'i 83 (<

7\% L AL, 2o »’J\‘.;‘;ﬂ— HL ¢ Xri3 (4 SFfLﬂdmcr}wwxy ovdsbernine Ta %
%20 Ry TAAE LTIEINE ). Wk X IR SILT TS
AT BTN T ET 3002 BT fongls
wwnine 3a 0% BNELDO LU - <% % (32 chart 27
CBeTopela N I RINEMT 12A2 S LT3 o (32 )
. To 1l H20 W AT 0 L T2 K0 Y e Ltrd g A Pa,d{ b 1% 2

>iLe

3
Af-

&

~oon_hv/sens/Oz o~ l gou
O:nj NI, * ‘W [O\—,j/\r‘?" - O:n:tnlcom
1 ‘/b\\/ 7 \,ﬂd\f’.
°/°“ o codl
H NIl /m'"]
ot | — ol — [oges
% 3 . 12 chart 27

e

M TN I AT 2o R T2 el
KNS HN. 2o 2AT HEIY LTI chart28 R F F padd
ﬂ\:%i LILhs. BB G Dﬁlj}f/tamu/"-l , Lgfl& wn%’,"fj\{“{t/ﬂ.ﬁm 3a.-
'ﬁ*ﬂdlf}w‘-ﬂjff‘j/bic{@nd&& noG {anujl/ég)uowwdiw gﬁ\iﬁ ’)z\ ) Nb'f'”"%‘
fpraanineh B RN E R T 5 EIRE 2 128 B IR 0 dydey
teloe 15 €82 5 pah ( BE# P8 BR) 1N2ap it H
LU A, LovL5 o053 ~o TIR BRI Nb- i"l”‘?é'
fupuvening 16 0 2 HONEH LT B 2o parhrlIF S
%—’—ﬂpad t LT adcef-'c twdorur 3 08 G — B &fﬁ/ncﬂa,(m.
tadorer @ imdolenine T 1IFE )« I N0 G dixelane 12 %
ST 3INE KT H pph NEFRL LD,

S5v T vonhldic /u'mg"rj.ax;n n A 'Z:}g’;’}‘iﬂ\"t}fr_a'b%(: -
W T (3 chart 28 (2 & 9§ FR (S 3a-fugwfwm¢a& 1T %
pathyl Zhioglycolale 18 N KBPNOBGET T MWMAT
bt 2- ol dhioghyerlale 19 N EHRF TIF L NAHS 0¥ EH
T oEincd. TRERRINTO AY 3L ¥R
AW (3 indele 0 240 12 t-Butyl K & ¢ o Dyplaring

G
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|l

NH:
OH ‘ A
/ 12 \
' co.u]
CO.H O[,\J\S. NH: .
o L
NHCHO
NH: ,L 12
16
o COH
an
NHCHO chart 28
3
OH - 4-./_\ .
HSCH, N =\8
C] /\l ] ‘ COMe . O\ | RucoMe
H x;: {:{ SCH,CO;Me
17 COMe
‘ . OH ] OoH
: O\ j/laoo,m - /\INH :
[ N ¢ s chart 29
| CO:Me _—
19 GH
COMe

FB R 20 08 ALY 5 T 1§ 1o 3- Agdhepmony indslonone 9
HDE 2700 bPAHANMRZN 7 L Al h T HIRIAT
B b 3a- dydropreongpgmrlecndole 20 ¥ 0 PA LT ¥ FEAVER 3 L
rANE R ANE SR 3-@%3%0(&&0&/’&33 tE7DOR LAY
BUEALJ ) - v FaNMRAN 7 b LT B roafti]

NGRS AF 8o a2 (chart 30).

AL OB E T A TS L NI L ) . Lyplphen
Ed S5 7 tofPilt #FENBERTAFNAL IS
. J;W/(o#mi o ¥ A (X Nb - frmulhy nunenime 16 X 1§ & LT
5 B oHmARTTL L2~ RENEC U AS 0L
Bk o path 49 LY —oputh o THEM B LE L LN
}; N 3—1‘” 16 pLrevy mdsblemine T 00 5 Z«w%ﬁdamw 2~




OOH
hv/R.B.[O: . .
I\N"\/ NHCO:Me MeOH_—“ |\/\N'\, NHCO:Me
H A g N
20
OH
chart 30 N .
_ NHCO:Me =
\N’\/ -
hd AN
22
doxolane 12 ¥ 8 dE T H oo 3 v
TWEE LE. 3T:
HHTEM LR ©& 3.

35

OH

i
Ooty
HTCOth
23

IKAMY BB @ o o
CRLME NS e R

~N 9 par{ AY
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% W 3E 3a—yﬂ@ym3ww¢m¢q’4 A BRI L BANE B R

Bt kX EE Ithwmu , Ilg}zﬁjauu HE R o 3a-
deiw/wuxu’ﬂulbaﬂ Al 24 % @9\'(9\’@31'3 bt g ‘f?%l: 4 )

Baeyer - Vllhger R E I A LT L4 bengoxazine 25 HX
BET 2 bqa-n\E{:thEi 4\1\\ %~ (chart 31). |

ooH o"ﬂ“

—_—
Qwmmi ke — KL
H CORz H CORF'? H  CORy
¥ RO 0 OR
H
@N N>R Lhart 31
25 H COR2

[.4 - Bw&m(;w.a S IFRBE T LIRS A L o- MMW 26 4\ B
AT & . hu%»mk%mbiimﬁét%Kuhi
Wb, : ‘

00 H OyH

HCl H* *o o)
©\_ni;:1cozr| [@mcow ——-)[@WCO-‘)H} —
5a 27a
OH OH i Os
[@N N cozH]—'@NHz+ Homcozn]
H H L H chart 32
26 28a

[N '(30.‘%50[»0 W‘J}JWM/ILCL&& m@it\ibﬁ}t%$ T L
r\. BR L L- Dgplephan la o 0~5°C (3 E (] B RAS AL IS S

(- L;hﬂ RN (3‘1"11,'&0/1.01«1(!.5(2 2a NIt KT HhrE
M& L) (1238 BE ¢ Ak . EIR T ITBFMILH T A r K starch
test sNFE R INH A . o0 BN XIGENIET H T 14 dengoxaging
i o ug/‘\:m (1” L vy, o- wmvnoflmwé 26 AN 40% 58 (, #L[<
M 3a- 574& 2a V24 % 3§ L 1Lz . o- a/nu:uo}zﬁ)m-e 26 11
¥ nu;>mt5 , u VIAN 9 kv, 1 RAIN J7F A, TLL &
NIE (L DB R LT. o 45513 5a amand
Mantjy,ﬁ%%mi%/é\t B 3R AHRBLIC L - T Jggger V)lhﬁgﬁi
Bz 4L A ) ¥ 9 1.4- Lwarxa}wd 27‘1")\11%5 AN . Jo




37

M2 EBETETERRT TES (2K E’cﬁl‘f‘n
0- aoumsphened Zé ANLE Lo HFL LN A (chart 22).
BB IRE T 20 KA LIL5 pubou HE R Ba ﬂi‘?—%ﬁ%
I, WA LG - [T,

N ﬂ)}%[: 5 n Qfﬁx_ﬂlf ‘(,&% (T o- amwna/zfumm 26 z)\iﬁk'@i
B 3. Dyplphan L 0° 5 0- ambophonid 26 0 %A FG L -

9
e L Tchart 33 K9 A - FoNsBZE0 G LT v b ooy,
o b oIS Dyplephan L0 b 2k fE AL b T
L AL RO

0, 0 0 (COH
CO2H .:____::9 NH7 NH2
NH2 NHCHO
0, 0 CO2H

" N
—— ~NH2 CH @EOH.

“NH3 TN, NH;
‘ OH OH

~_chart 33
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" E-5 2 i otEs s b, - g »
h=F  yplpha 2B 2 SEFR T LTS
¥ 198 RERE 4L R R

iy "y - - ‘.
% — P _l/l_‘d}’/if/l/{fwt b }é/bmbb_g\»_‘_.:cf/z,uu,;ux N )
B e Tk lly);_&;/\ an 2.3- C&:&XU\C}.{WLM

N T T AR

AT LI 3R (2 0~5°C T o) Dupliphan L o 3% TEBEIL T (3
fromglhgrurenine 3 0 EFIIA LK TR LT 0¥ £ 50°C
TORNIIECCTIEYTELNL 3 o0 W onegelx 4urs.
L2~ LR F TR < 'D“ﬁ".“fk‘m 2.3- deexygenase » L5 LR
WEIIBW I w. =5 B LIS 3a~‘/’7z1ﬂmnw¢y/rw&—
ondele 3 11 10% NaaC0s- HCL( 3 7 (3 CH3COH ) BSRF T F
Fe < MAL L. 3 N IRER CIF LSS WB Loy 755
[20 T X0 RRYE B (745 L- ngfl-':}oa'i,wn la o 3% REG 0
RET L r2 (chart 34). 1 n 5882 % Table 12 (2 1 7 -
L-luﬁ,z"bf,un La 510mg (2.5mM) % 10 % NazCO: - HCL (285 ml :

H
_(I—j’ N=co,q  hV/MB./0, o CO2H
L {jl © NHj 2 > @\/\)\NHZ

bufter solution chart 34
a 0~5oC NHCHO

Table 12 Na2C03- HCL (CH3C02H ) BT PIHITH L I‘ujé—/’/&m la
N 3§ BB 4L :

Rl buffer solution ffﬁ,;t('.?,‘ M.B. &38| initial PH| 40 (nm) | B B3 im)| 3a (%) | 20 (X)
i | 10% Na2C0s- HCL [7~20| O] 9.4 [»300] .30 43 -
2 4 0~5 “ 6.9 g v 40 -

3 4 4 0.02 [ p 2 37 -
4 | TZNa;C0s— CH3CO2H | 7 " 71 >550| 90 52 -
5| 5% % ’ ’ 6.9 g 30 50 -

6 | 5% NaHPO4 = CH3CO02H| ¢ 5 70 s 120 trace | 45
7] 5% NazC03- CH3COH | 7 ’ g a 30 54| -

8| 2/ ’ 5 4 . 2 25 EN A

O MaST R L Lr: 354 1 40% bIMeS TR A LIBA: 29 %




pH 9.4) - EtOH (25 mi) (2 :BAT L . IE RN E ¢
tL EE) EMARNIEEIC TELE LA L
filter (>300nm) 3 L T 500W haloge: lamp &% BE AT 3§ 2 ¢ |
UVANTF AL NE0AT mEIERTE, Uy AN T
}~ ;L, TLC(S|02""-P"°A0 7/3) G zblrW?tlmULC)w}k ey ¥ T
1.0 LILVIS o T E B l\ Amberlite C&G-50 T NEE T A ¥
3a¢>}+o\ 43% o E T L IUr: ( Tablel2, Run 1). Bl 3 o &
Tk 0~5°C, pHES T 4T 79 (Run2) . MB.E % Yot
LB IRV ST A (Run3) 1T¢ (1130 e o548
LITS. =% pHT-1 o TZNa:C0s - CH3CO2H B3t # T M.B. (
Voo BLEE) T A T Ryrex filter ( >300mm) ¢ (3 14 CGRGR
filter (K2Cr207 , >550mm) 3B LT d $BH T 5 ¢ v
LR CE BN, formalhpunanie 30 0 R F N 52% (28 &
L7z (Rund). 372 Na2C03o & b ‘) 1T NaHCO: & A v T BEiv
FTHYUAIIDM T lad Ak L. 32 %50% 48 13 (RunS). L 2
L Na2C03, NaHCOs o0 & 9 ) (2 NaHPOs- NaOH (pHT.0) » #4 #7 :R
A VHE Y ENEREQBECE ), 3a BESRE D L
M P 30~ Agdheypyrcliondele 20 0 B 48 L . L o R L
BACELG, 1B F L U- T (Runb). O o3I Naacos -
CH3COH(HCL) ¥ T Dwplaghan 0 3% F&Mﬂt 54T 10 L. gl
%;wuw;u)nc NILE )R FRERCERELN LS NP LU
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BRI Dyplphan DB P T o ¥ KBRS
#ﬁ#uiaY&NQFu%M%b% AN NaxCOs
;;{-CH3C02H RERE (BT A RINT L 2 ¥ K A= I {
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LIS BV TE 29
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sensitizer?® Ergg| A omy | B 7WeFM n|  3a (%) |recovery
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ws | g | 354 ™ 32)%1{3:1 cio*)' )
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IZENR: f\fj\.‘g’r .
BoU Mass 2 X 9 kv
T e 36813 N3 1A
>opeak WEEN G NS
P 0MR LI (B
o3P A 83),
‘i’f"”’ﬁﬁl: F/G]Jﬂ/na)
N vLE L AHE
N E N S NI jLAY
W by plophan o Y5 B Bg
WTiE LN w)
BEAFIC. g
L* B 1% Benassi i,
nlok Thh.

3 B phphate
doffer (2 B T ERTE

wdele 20 NEEXIATH ) .
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forumglhymarnine Bo 0¥ §7207% X BT 5 F 25/ Lo r U ST




L7

$o0B BMW., TN ) HAKGERER

B3 TR N TR Dyplophen 0 38 BB AL £ ACGRRT . £
BRF UML) I XK NEL D B V- 70
T2 CEREBMRE T LAY MEKERY v 0¥ REL Lo
BT 4T v Table 18 o 83 2458 71:.
Table (8 BEY, 7. nY )EK,AR*?®L°MM¢ laas¥rems it
R EL)fﬁ‘ 3 RIES 2a (%) 3% | recover
u| solvent | pH (h:::gr‘ﬂ v‘c’;}i UV [WPLC] o0 <1m%>j |
1| 5% HCL <A 4.0 0~5 — - — 77
2 | fooNHCL | 25 | 5.0 v 81 | 98 | = | 2~3
3| foNaseaH | 3-0 | 4.5 7 67 | 75 | = | trace
4 | 2~3% NaaCD3 | 8~9 2.0 30 — - 29 —_
5 K ” 2.0 50 - - 1) -

@ CF3C0:H T ADKABY LIt 1 Aynurenios S0 ¥ LT 2R

5% HCL(285 ml) = ELOH (I15ml) 1 TypTophan La 1023 (5mM) % &
L. MB (Vo TU8E) 38R Bl rLt0~5C ¢ 485
b B LY. R)K,m/i\< AT EF e TTLEI LI (
Table )8, Run1). = & HooN HCL (pH2.5) ¥ & B 7G0T (3 A RIR
Yo R vt UNBR G EE vy, 5 BFRI4% (013 3 a3l % F
h. MeaST E LTMEBET Ar. 202814 (U VEE
HPLC: 98%) 0¥ F T |/ 11 ( Run2). & IT /oN CHaC0zH (pH 3.0)
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CRLTTACAKSREN4TEN) L 2aoRE AT
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Ny HEAGERT o LRI M ITE ) 0 20345 LT Y
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KA L Dyplephon Lo 0 $E 2 0 BE T (¢ LU A Y EELLo
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(I3 2 pKITAMA T BLE o W»%prru 3a 0¥ 3§ (,)jl
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’ v FEBf LT A .
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LT L Juplphas Lo 1028 (SmM) @) KB (S%ELOH- H20,
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B @RS AN B RAER L LT Apuwwnow ba oY
2%, disxylyplophan 68a WNE 2% 2B LT HF v ot
( Table 20 , Run1 ) (chart 55).

Table20  Sxyluplophan 280 0 7o n Y RERBIRT v osikAT I

a)
b ) Bk | e | e e 0| S e
! - air H20 r.t. 145hr| B | ~2 > |5 61
L1 - ’ ’ 4 |Alae|35]| -
o I 02 G ’ 0mn| + |43 | 22 | -
4 ) 4 5 , 4 b |+ | 27 | 52 -
5 ’ y H20-MeOH|  ~ 4 T30 1471 -
b y air 4 . 5 . 6 20 —
7 ” 4 5 . 4 B 119 |43 | -
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|0 Ng’((f,?&) H20 r-t. {4hrlSmin| A | 24 | 54 | —
9|+ [Py [ro-deon| ¢ |Bhr30mn|B |25 154 | —
10 ’ air Y 30°C Shr|~ | 25 | 57 | —
" p 02 4 50~60°C 20min | # [frace | 61 =
ED , Y 2 2 3hr | v |trace | 14 | —
3] 5 air “ rt. | v |~45 |~33 | —
14 3 v Hz0 ” 6 A | 55 | 22 -
5| 2 07 |H0-MeOH |50~ 60°C | 3hr30min| B | 24 | 39 | tmce

@) A RJUHR (KLstarch fest F54L) & F A AT BB A (T
B: RIESR (KL starchtest P44 3713 FRHE) + B AL AR TNEE
XD e o 290 (230mg , ImM) @ KB R(30m)EC 10 & T 4L
%% o NaOH®E20 L 2B ¢ L IR A . HPLC ' 5 Be
G AEM Tl T H. ERMEE L TEIFTEM 70,
1.7 /n\ (2 T2a0) dinaliwsworun s FTIvd b U Ev- bitlh 2 50
pok 1S % T B R CELRI S . S AOVUREIRY L TR
BB 0.7 AT e BN D pek 2NRBIIHERT AL UV
2 N7 b oL b3 exylugpliphan |

OOH 0 COxH

COH ' NH; 2%9a @ 251 nm o PRIR N R % R
N0 NHy N;3CO‘? LT Baurxdwdee &b
12a ra N A 232,259, 347 nm o) PR 4L DY
- ¥ X §A5. R o KL starch

test VEF L TFON LML E v § A . CH3COH IS B A% L2 MeS
CRTvRICAMN LEAT A (AR . AL AUV 2T
b 13 Agwunioe fa 0 BOR ( Amax 227, 258, 360nm) & - L.
HPL C z (1 ﬁnmﬂofim 66a 0 2 O 9 dinaliusiaonur ¥
Apuwnine So (T30S D %3565 P8 70,78, 10.8 A o 3K
Wi, 5. Amberlite CG-50 (cooH form -
HI0)T AT B ¢ 660 ¥ disliusisomen O SR ATI L L T 46X,
S0 % 35% 1% 1= (Table 20, Run2) Kpmaening fo O 3% 3 (3
anlo 4y LBLiL LT E 73-3‘(/'5 5 }nnufﬁkljzucwwdnc
30 % CFaChH CARACANAR LT 578 de ¥ ARE, UV AN
Thn, LR2~7}Fn, TLC, BRIV, HPLC L ®
EEd &1L ) L LT (chart 560 . |
CO2

CO.H 03 CF3C02H 1l
::;l ey TMezs r1.,15hr N2 chart 56
N 3 2 S P A NHy ——

la 6a

~




~ MMFI
whg 5% T/NGEL.

T

menri)mgim&uh-
1w b d-, B diexyindsbyl-DL- afanios secmx»\7 Mo T -

g c FEPL LT B

‘mHhSawge U)?ED\C jg‘ 3 ) .

aaa i l‘I ’( 13 < Jajnwwywu

D’Xva(/("f'up,c
T ) MAGRRT v o R HBULE Lo T deglipk
bat AT HFNR L LT
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e}«,ﬁa,n bba (I WWM % H20- EtOH 0 L %] &
T 2N b g

o il Samge w 1%

\,M‘L Zga n

IML

St 1L TiHER 0 HERT T 0 RK E BRI LI (Table
20, Run 3~15). )
Table 21 L- dmybryptophan oa & 2N J v 7-9
. o )
T A S E YN 2(1—jL Foon| B R Z 1k
5 u*ONHz ’
229.5 ~ 230° C (dec.) mp. ' 206.5 ~ 207.5°C (dec))
tr= 7.0 min HPLCM TtTr= 80 min
3180 br, ITIS . 1625 IR Vhax em™ 3160pr . IT17. 1622
249 M (4590), 255 (4770) H2D ch
Uv : ® 248", 256,
290 ( 1550) Vi A ©0 291

240 (1H, dd.J=9, 16H)
2.68 (IH. dd.J=16.4 Hz)
4.64 (1H. dd.J= 4,3He)
710 CJH, d . J=8Hz)
724 C(IH. £, J=8Hz)
739 (IH, * . J:= 8Hz)
7.58 (IH. d . J= 8Hz )

VR
CG:-H ABX
C3-H ABX

z‘H ABi
Cq-H
Cs-H
Cs-H
Ca-H

2.36 (JH. dd, J= 4,16Hz)
2.65 (IH,dd, J= 9,16 Hz)
473 (H, dd, J=4,9Hz)
704 (IH, d . J=8Hz)
T18 (IH. T, J:=8He)
724 (IH. t . J=8Hz)
745 (IH, d., J=8Hz)

(: 5593, H: 512, N:11.86

-----—-_———-—-.—_—_--_....

C:55.65, H:5.24, N:11.76

Caled. for
CnHII 03 N2

Kyproscapic

©) PackingMaterial : Nucleosil 5¢- 18

Dctect. : 254 nm . Temp. :

rt.)

Eluent : Hﬂyﬂeoﬂ = /| , Press. llOkﬂ/mz‘

TLCIZALRIR YL RIEGBRLUTHS. (5i02- "PrO%\0 =% - R} 0.8,

$iD2 — n-BuOH: H20: CH3co:H=421:1= Rf 0-2)
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sE T TRk RRETEINL. TRATT2 R
RovIT i < $720 T sxyliyptephan dMa 1330 % L
AZIIE K 4TS ) X déu-jfzuj n66a NN43 %,
a N2 %38 LB (Run3).—F DR E 4

ERURE] 39X dté’xldzuj fan 66 o 0)49@%—{(1’15'}: L. %ﬂ)uw;u'ou
. ( Rund) . RR ;‘ﬁ{r% % H20 8> & H20-
Lroas . BElvo F, AR EIET A
L1I g - - (Runb5.6) . $Z03Z v L T
Me:S T 3B 7L C BRTU R T 45 E 6T RIVIR % Amberlite
C6-50 ¢ EET A ( B3 ) ¢ ciioxgﬁ%};&—lzﬂmtliéa PNENEZ I
o d A (RunT)e Lo L 2032 (30T TN IR INI!
T T B. Run 30 BRIvIIHy T REVA XL ew
widaion L O B N AT T Ra 6 Ba nainF ok
CFIR (DX B Agwuning S0 O RFE Xk BT LT 29
AEAkB T 4BFMIEH LY. Rund 0B A tAED
He $2 8 Wi L 1l (Run8 ). RERIS N: 2R T RIC iR
KI starch test &N tis LFEBLISTIA 2 T ReFMILI L
. Run4,8 Y BMaoBERITT). dynurenine 80 »n R
A 1f X LT - T2 (Run9). R IE RNRAR % AN R 3
e Ay LEFTEAY SEEMANEITE, IR 05
. B 7vit o Klstarch test aV IR HE & T 7 HE LIT Amberlite
G-50 o 5 A C/ABELT(BR). I9Fn 5 Lot T
BAes LTy A RINEHLND . NEEE R Ayuwie
ook E NG L L. STAORE T HNR (Run10). & (T
8RR BICERR % 50607 (L LITTAI20H R €41
. d:.ng,zutﬁlafl’wn 66a (3 (3 ¥ A ¥ 15 qu?J iynwzmivw
banv 6l % T {5 & T (Run 1l ). Run 11 X Bl ¥k o BV & % 85
M 47757 € Apunenine £o 0 BF (T L. BRI R A
A (Run12). kKT L ) E0RNK BIIEFTEE LR
Nfiy o hH. 5 ETLEETE 0% LY EHeF i3 (¥
Blo % % 4% I ( Run 13) o\, 3% L% FE T3 RN
BB (Run1d).- HIz 2 EALEET BIC:E B 50~
e B3 E AGRT 3.5 BIE AN kT, TR0 D5
" oxylugplophom 230 N E I LEH L LT (Runi5).

N dam 290 TN ) HKBRYT ¢ o 5L E AR
Lo ted L e UV ANT7 b ATEPT ST FITO £

Ot 5~
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cr k. B b22Ban KBER(UVREL) $IS NeOHEMA

Y. %r @kB8an Anx 250 nm APEIR G INE

H20

whamale 720 1TITIR T B L 8.1l D Amax 258, 342 nm K

+*

w3

0 . R R A R e A e
:. ”i| lml" Ijm.' n [lu Tl anl mlimntnnion I

Fig. 1T 20 okBiR =

(Z NaOH &0
LTzef o $Led T 40 .

L —
L, A

N [ A 0 COzH

it il 1t

a: 23a in H20
+ Na OH (E i)
c: 285K 103 C
5o R )

BT B BEL % disybupliphan tea 0 BEBAE 0 LR 1260
(05mM) o KB L I0FE LEENaOHEMA. BER
2 TYRTS5EMIEE T H ¢ HPLC o pallan (3R FT BT R
684 0 ta o pak VKR ITKY L. AREETA 290 0
Lo pok 538 KT 2 oNEHLHA. FTRUVRANT Y}
wos G (3 6ba® 255,290 nm oy PR 0 L 235, 286am O BROR N Y
Faemw LG M A, Lo LRAAEELEMA S . HPLC
LBITH 2900 pak RH K L. 68 20 pak @ Jn 1Y B
L. IfUuVaN 7 baibids 235, 286 nn 0 BEIR (3
Bk L. s o B K AS. I N ENELT D X dinghyplphon
%qmﬁﬁﬁmiﬁ%%d@iiﬂﬂ@&ﬁa%mk
thart 57 (LT3 H“(l: Mx?tuj}ﬂg-fzfm 66 AN T LA 1 7](3;-&

H on- HO. H
COz2H CO,H 7
@ghw - @an %-o“““ @ NH;O’EulCOzH
§6a Ka " e chart 57
599 LBy LA L dismowadd Ba 134D 0
+ 290 o 2K MeOH £ P 1< NaOH LA AL B HR TS 8Bk v iE G LTS
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Tha A\ B 12 L1 ytj,nk&'o(nu C:'-l,(;rx;j,l:\.c aciol '—gﬁzj;; & TS (DT B ¢
nt BhiZ. -

Wk o §E R b englugplplan 2 0 b dimglgplipaan £,
fyuinens & 0L PRI B3 5 v . chatss T4 7
© oggptanie 29 € LB T AT o dydupexid T2 N E AL
o dieitane e T cavbamale T3 (213 7). 7313 3271 2 F:’]‘;\‘ 3 7s

@"J/\r ] 0
COH OH WCOZH ____1_____} . O + 03
N 20 NHZ N *ONHZ N QONH?
H H N
29 //

(= .
CI%O*[—} @ I'/\ OIBH 9 CO:H

~COH CO,H @_Q/\r_co H )

7 —> . p N ) NHI
< NH, f}‘_‘i 0 NH, N Cz0 NH, R @\)\

OH
12 2y p
v

s .4
%

~

€ - —— N
)
I
QO
Q
I
\ 5
O
¥

N“S0 NH
Hb ?
66
o COH
“"
Q COZ_H.._* NHy )
HTon NHCOS chart 58
Oe C 73 -_—

AT E B AR 3 AR &R LT hpunaow £ V5
KB L EL LIS, LavL R N aACH AR & % 0T damino acid
BIIB, PG ﬁgmbu-;u.}w s WK TA TR L EE TR
ve o 2oy BN gl;i P % rz 13 MexS T 1‘27‘[‘,5 A . d“’x'jﬁ‘j/ﬁfjaw
o L. 206 0 b Ao b ~ O TR AR L.
ik &Xﬁfﬂ[y’i’a/mml 30BN o B 56T {wt}nq;dmmﬁ ;t,g,\.ggg
N &x%fljfl;fjau Q nh f\fd) )%/%\(: (1/‘{\.< r"% LAvTg o -'_f: R
NIR@ YL TR BN TR Ak IR T AHET T2 v S
S (NI

SN BN EANLERTEY g’a%%ﬁ [ WJIWPIT/W“@ G i’ﬂ)w/um}nﬂ
Sno BRI, T T S, EF N LT SIFAT R
DRI BT ITIREIE 8 00h &~ R NR S ey
YR LNT WIS ﬁlﬂb{a—’?ﬁwn "‘}n”ujﬁ@jmbwnm — £’7W7u/ﬂl 4% BRIL
Mzl Mf’t"fj“”'- "’ﬂt}fudp(e-fszn —wﬁ?mw»i/;u N FEIE N Hh AP LER
Lo iidh 3T, |
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3 1 _Q’_%ZE‘JF-’E:?";‘"” 7 o wzzu«ﬁ';lgzgr_ caxll»gxg;,{:(g acid

A DT E ang Tansdsumalio )

-

% - ‘]'] ;.pxuﬁtjr};,ta,w_i,w

A2 B T i % @R AR AR TREARE
.' : "I)E,l?\“/ﬁ._: ’)3.’7<- N,N"“C‘j{.iﬁm-%/’: L[z
psdsns 3903 R L v TN o o T IRAT oxghgplanin
360 LTl T 2 pj'na«t_io(:;u-.}g ~ ﬁ‘_ :}9::\1"3' A g’?H" ».&?9%%? Cre

(T egligplanine 3 HCL & MeOH KHE e
\ - 0ZNaOH (fo Bt A s E) &EMA . ERATTR
S Lo AMA R R e 9~10 BT, TR R
Tk (HeClei@ R T2 C BRI T A ppastidoe 39 0 Jy 2N
(ol /B 2 b BRE. 120.5~ 121.5°C n¥ad ¥ L T 2% 0RET
S L. LN o FEEUVINT FAN 0- Zobuiolons
W oE L L AR 236.288m) E R G H. I RINT LA
KBwT ch[rovwd/{, oy DB R AN 36 & 1700 em™ 2~ L 650 ot 5
h‘)d(\-\b%}. NMR 2. X 7 b A T aomalic 7'\3}‘"/.0\‘%
B A shift LTw A F 1T Mass 2N 7 FArie b
N3 AT v pad 2N TR 1T6 TR L. pagruntaton 2N 38 L (3
FEM LT A S, RULERAME L IRFEINLC
chart 59). ' - ‘ |

NaOH

%HI-HCI > m

N Argon , MeOH H chart 59
36 av . 3

-~

=

=

(S}

<2

|ES TIPS
»'iy

aadi

'(-%?riai'\rzagmﬁtoﬂs”éf’&(uvs;“&)‘i)t:m’imnk.
A~ 7 b el RRGINERNT H L. B0
Cfbdine B o SRR N G W, K ) X 2500m (P2 KR & £
sxyliyplamine ™ T LT CBRF Vel b U5 (Fig18).
T % NaOH 20 b NaOEt (34U A T B Fk 0 R &4T 1 -
NP RENLZETOLLIROHFTH (5. T
T oREGLrEBEH YL TBEE, TN (NaOH)E 5
Tz o ST RN EITEY pymebudane 39 0 LK F &
HLe T 2 ¥ T AB It s TRAEERINLIC (FEI X
Bo i AB). Fig 19,208 IR LafREd LNl
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O N Fig 18 39 o EtcAzR s HCL ®
ik | N " H;_; a0 Lited o gheE T L.
HEE
A 42 _:_ i~ I ‘
T BA 1 . . L
NEd: @E&%}Hz: a: 39 in EtOH
Z_ e b: + HCL (EiL)
mmn iy 7\ K c: 2.5 B5FH IR ( 54F (2 RR)
—\f/A S
Rs nl_‘ - }\ R
..1-.. ..-), - ' i = N . f -
1 —t 1 {
200 250 300 350 nm
(%) Solvent —%%— n-ProH (10) ‘
39 30T  (NaoOH :mol.eq.) - Edteooﬂﬂ(fi)z) Fig. 19
Al —es— MeOH (10) 36 24 .29071'53&/
S —== MeOH ()
B 204 =
2 PPty
£ 3
&
10+
1 2 3 4 s 7 & 9(h MOFER
(%)
38 so-t 2 ’Fig.AZO
2 36 0°0, 39 ) 45
i ‘0—. ~ —
IR 1
¥ 30

20+

10 A

Solvent : H20
Na.OH ( mol.eq.)

} 7 R v fa)
4 S (hr)




MeOH £ Bt © LTUNaOHE s 10 L ¥ E o0 5T s
FRCRY ST TR EAT 2, 20N RIVo R FI3I0EL
L4 EAEALIIIEELT. B0 52300 2 NITY L
SsramaeswEmy e, LU 9 B iRIT BT AR
Biglg rw s BRTAH) . ¥R LT 21 % @R T A
g o NaOHE 2 252 L8 2, | BT L dE NCRY S ¢
pr R ER (LB, SRR M AE T B T L3S

P o R E T EFIT0LITI SRR % MeOH n~ L
HOH 12 4K & NaOHE oY 5 H L L% E v ) BT T ORI %
ﬁﬁﬁt.%“5%MﬁK%%WZ0M§KUU~m%
I E AR L S BpIA4E 213 1t e TS n-ProH,
NOH (DB 2 A5 E ) L v ) Bl 12 L MRS LR
AR N - d i A LBl R ANE D) HPLLO pak
N¥ M A (Fig.19) .

gt 7oL 3 - A FR b H0 IS % i . NaOHE mi0 & TV
L § v R EITH Y L RREIET RO, BakF30S
%ﬁw%,ﬂ®ﬁﬂ%ﬂﬁb.bmb:ﬂﬂhkﬁﬁ%
(T HrREBIBRT L. Z B o RE (3304 LS.
N> A® 4 vt LTHI2DA BRT H. NOHE % 5
BrAsTETHY DB ELEENITHGAL ) RIS L
ﬁ<qu.ﬁwmﬁumméiu.@m%%mﬁmw
ﬁﬁﬁm%%?%%.MW§%3%tW%iKﬁ%§¢
by BRiv2erigd 712390 RE& L NEN LB
FHBLEY LT <. L L 2B EALE I TRGTL
&mmmﬁﬂﬁ<ﬁbﬂ‘ﬁM@K&%MLﬁEQhH
B A 0N U RGRF LS. B¥ 036 45 ¢ LT
#9204 BRT 5 - 2 r A Y E o NOHEME BHARL
pogplamene 3% o fuc foar (& BT E 2 BiLrisEok
Pt ) p E IR T T AN ARIZELTL. 9 o5 1239 0
R N34 AT TE ) ok antiI3LBRIT A
Fig. 20).

X BT L[~ ot TRORFENRL B
&A% . BN L At (3 H20. NaOH (3 2 BEATE RS
ﬁmMﬂE%%ﬁﬁvk%@mﬂmRH&UMmiﬁm
v 889 b A DR E Lot Toeglit L, 51022 T
LT AT A L. 450 15%4F 6 AR pymedidou 39 0




0. %

Z T8 L cawnmed UK X

@—m*‘h 36

H  HCI
. reflux
5 hr Argon

0

NaOH ( 2 mol.eq.)
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N oacgl 4L I AT & R R 144.5~ 146°C 4B & ¢
MU0 A T B L I E 4Ta 2 2 4 42 5
(X3 Oiﬁbm'ﬁzfﬂﬁt%‘k LI\ 2 wwondee ﬁﬂ\f)ﬁ]
LT 6 %1% L pure (chart

chart 60

CICO2Me(10.mol. eq. )

+ " .
@NHOI ] (I N + @E\"NH + MH
NH C N"S0
CO)Me CO2M92 co ? Me NH ? Co 2 Me H CO)Me
Y 78 47a @

Moa~N7} vy - 7@ Table2 RHRTF.2 B3y 7

) test VA M % T
IV 39 ¥ ¥t N 4ABRI% T shift L.
€02 CH3 K o¥ 375 ppm (L ARA

5% .

LT 9 )7 LR ca
(< Calblmw# 7 IR BV amale T dansd (1530 em”

8y 3 4
Table 22 &'gwnoes TT @ AN 9} T -9
3- CO)MCH '
IR = UL em| 3210(NH), 1735, 1683 (CD), 1530 (NHCD)
UV: AEM@nn| 232 (1550). 2675P (401
NMR: §0n®® | 24T (2H.§, J: THz, Co-H)
3.32~3.62(2H. m, Cs-H)
"3.75 (3H.5. CooeH3)
388 (IH. t, Ca=-H)
616 ~7.44 (4H, m, Cqos5.5'~H,NH)
766 C1H. d .J: 8Hz, C3-H)
878 (IH.S. Ar-NH)
2 4(M,63), 205(39)
Mass - % ) 35(M+1,17), 234(

204(36), 2021100, 159 (33), 146 (45)

H602 $11.96

N:1l.86

CGIS'Z

C:61.54, H:597 ,

NMR 2 ~ 72 b v b awdow o NH

Cy = H AV AK 5&3% shift L T v~
| Insr 3.
E (1683 an™ ) 3L 9} 1T 1735 em

IRz2z ~x 7}

)n\*m\.h[')
nh. drzuvan

7 b v T3 0-Lduidine
ooy R sy L 232 nm
N Kk N Tt
L. Mass 2N 7 F o
TWEATIHNT AN
234 ;D\"/n\}—}{ T >

}w«é (< ’.i’.:

%%

"x%bt:t év
WYL YT Y fest pN
o, TLC (ALO: ploth)
TWHREA L3N
. 0V2a~NT A
2T ¢ B o 23Inm
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D3 KRR B G R NMR 2 X 7 b ovat b 2B o cooch:
AR 3 UL U Mass 7~*\7)~)\,a‘u78(\1TR36’%v1o
NEHLNL S LER I L.

Do) 78131958 % Witkop Lav R FL LTS 40 LAABLO AT T
hb. .
ML”%R&?ﬂ?h@ﬁ&(ﬁuﬂ‘%kTmno
MRXERTED L - KB TMEZRT D ¢ N '
\)ﬂﬁ;@_\bﬂm/m‘o&o(mue I9MNERT HS
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\% = w\r'] M\éﬁ_ﬁfl—_ﬁ{jwn

M%’Zf’to’““ 37 uh ) EET Argon T T B2 T 50
NN_O"‘% 500 VAT ° ’9%’”“:1 i rTl. Tod . RITL-
;\':“T % ﬂ- Ta(‘_ > f:

W?ELWJ&FAO'”' 29‘1 AT 18} %:1& N RN E
. BE (2 Cormnforth G (3 951 & DL~ G’Y“}.VIUPLBT}\:LM\ 28¢ 110ing L\
NaOH 15ml £ A0k . 6 ANMRR LrainE qxapau au Jc
W% AT ) v AR 2300CE T T T8k o E gy b T L

MEL T 5 m B ﬁ,%i“ﬁj (37 45 T 75

@NH0=[N1C02H C . XM TR@LNBLE g 202 ERRE R

e P LERTH CBco BB ILEMN LR
” na.
N G T A X‘}t‘ﬂ}?f["]u\“” 29a 886mg (4mM) o H20/eom (
%, 160ml) BRI 013 £ v 8 F o) NaoH & DR Argon % B
E\Tﬂﬂkén.i%t‘u.a- » Y. HPLC »» G n@ﬁpt st 290 AV b d
HITRY e 14 Ao Le per RRT D
27 /test N T «hb—}‘ N UV 1'\7 bl b

T 251 om0 FmREAR L 0-Leluidine B ( Amox 231, 284 om)

nop NE g b%n‘faﬁﬂta‘bwﬂwim carbeveire
acd 80&@&&%5\ (3 B’leIW'vt&Fkam 29a 0 pximdsle 3% 2N
mANRE E R 1T (3 ddamine acd suam:{ﬁx»\mi na

chart 61).

H
QLo —==- @:—;tl o
) S0 NH, - N CO;H NHZC NHz

Argon
1

a
80a
~ 81a

-~

!

chart 61
R e BEEAIEX LIRERNRS BLNa b &
& B #J Y L T Amberlite CG-50 o 2 a2 — } 1.5 4L
r S h. a3 38a0 puckm AT LT X 3§
o MMFX&MMwa KRR -T2 T3 T RIVHIIBLE
MAFE B ot it UV 2R 7 AaT@BLTERNT
0- Tobodine ® o PER 20 6 W - <) '37’”‘3?‘{* an 234 o
L sturxw}%—}»\;ﬁl—»ﬁmg 21)-
t auizthmberuteca O La — } A9 LIS
7)

12 pxqligplephan 0o (S 5 3 oV ¥l o [20 TRLIE

OO0

S

P

had

S

B
3“4»-}&:5
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Fig. 2! 800 o ALBIR I

HCL & &m0 LIz o

Aeey v,

1ojage it
]

a: 804 in H20
bt + HCL (478)
e c: o 2AFM 209 ik (SHE S
B2

AFche LTl BoMNaoA R e L TG e R3 W
BEAt A F L BRBEAETH S Amberlite IRC =50 ( COOH form )
LR AEE A T FpHA =Y Rl v TpHT
wdH. DB ForRWEAE e Bo o

o anig L s . B R Heo-

, 5 T A
ARV HY. REEH

L SRR LA CEB 1
%
3

MeOH 00 & H20 14T %

1
wWIN. NaOHE % 10 5 /L rLKT S eh L RTaE
\ I

B- N
i
FI3R <75 . NaOH | BBV 4 E TRV EAT - rs %548
$87 3 4 MMP(W 290 ov i X T 5 Al
QL L 95 &M 2R TH. IO RIWT
4 312'N N“~CO;Na 8 - Loy o =
H, H BELNnxat powder Sep}mdu
L G-0 1L AME L Y UsEdiL
Table 23 80a @ A7t T~ 9 LRRET LN g
UV ¢ AN m 232, 286 NN NN )
IR : D L om® 1600 br | L Ty TEve 2
NMR: §pom 1.8 ~ 2.8 ( 2H, v, Ca=H) N A IV )
3.4 ~4.] C2H,m.Cy5H) (3 Table 231337
6.7~ 7.05.705~T5(4H.», (34;5.6-H)
Mass : "4 220 (M') ) Ricking Material : 3083,
HPLC a) trR= 2.6. 3.3 min Eluent : MeOH, Press :

Diazo colour fest 77?-6 3 85 ¥3/en, Detect = 254nm
| Temp-: 1.t
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. Wﬁi&m Mass 2 ~ 7 F o~ & feen g Y B 80a ST 75 W
W2 LiLsH . NMR 2 A 7 b (8 BT G-k I5-H
@\QPQI[‘/ML INB 40 oo 4] A6 ) ABX o0 770 } > »n /Y

Pu(uvn LA "f“L‘H.(: - Tuw i’ G 8lad ) { FRIEE %
fg‘i{a&@am Na 35 (80a) oV *37» LiLsd. 11T Qﬂ'}%f@
YFEE LT A A andiow BPIE Hacgl i, VKL oo 1
ZFe AT HE & E L I (chart 62).
H H
©:_j/\|- CO,H NaOH CICOZR z $
2 > »> \l ‘L /L ‘
N-0 NH; Argon T:JH O*™N CO,R:
H . " CO,Ri H
290
3‘_20: R|=CH3 P RZ*NQ
chart 62 83a: Ri1=CH3, Ry=H
84a: Ry=CH,Ph,Ry=H

0o W‘Jﬁ“j)’btbfjwn 9an A BRI B L E o NeoH % 0 &
- Argon XE’MTSSBﬂ'fﬂIJDM’f‘ﬁ.b an‘ﬂ\'i AL
(2 CLCO2CH3 — NaOH £ mi 5 £ 59204 T ¥ 7 v/ test a2tk
1. o5 UV 2~ 7 kv o- I»&w(mm PN T B N
23inm A M KEIR ARG A, SRk UVINT}
VR A1 pymelidone 33 ( Aiax' 236,288nm) 7 awl {L (3L
> T T (A,EE{’;‘ 233,280%" am ) IR T AHBFIIL B LIS
3 < Wenkert G b\*ﬂi L 1< ygme&olmw 43 HnUV 2 N7
L )Lshouff}'e, 240~250mm CHAHY) . TN Lo® o | 80¢o ¢, 82a
NETHRTN S SNEI N RE Lo Tdnhe Ui U RICR %
BitL 12 L CHaCly 381 B %4774 - o oV . CHtLB (T B 85 ¢ T 5
83 N3k ST T 9. 8a T ) KIS BIe T o3
WH > 0. 30 Coangl L& (T~ [Oig RV CBLIL C ¢
7. 10l ﬂixm%'ri 4 4 o 38 HTAE Amberlite C6- 400 (
NTOH™ form) (AT E @ R LT H20, 0~707 o
"lﬁh B4 . 50% cmcom A.‘L’H BRI LTE LA
bm/wmuzl (3 CHeClz X T B 73 ). BHlo8ar& bil
B, P e BT HH 3 < MeOH= Etz20 ¥ T CHaNz 2 A w T
330 % 85a (T L[I (chart 63) {4 Si020 3 4 T BT A5 L |
B0 0L REMRE R L prlar ssmur (TLC 5 Si0: / cracla:
QULJ')LZ 3: I)D\'ﬁé cmw»wl,ILM r LT Wﬁfujﬂl&ﬁkau lga_ f.)‘(o
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72 | s L ?3
CH, N z 4
O, v B
N N~ CO H SN 0PN VCO Me
COZR] CO2R1 H
83a,%4a 85a R1=CH4
chart 63 sge t = CHzPh

o RET. I nuwplar somin N BRE 124~126°C & 53 Fa

v LT 2% OREFTELNANR. INHHIAN) F AT -

903 Table2d R 7 3. N LA BB D VT (I Mass 2 N7
Table 24 85a parnTF -9

mew polon womsn TLe @ Josa pelon  womer
124 ~ 126°¢ mp. coronmed
23).5, 272%h UV ¢ Amex ™ 231.5, 27350,
32301755, 128,1690, 1539,1530] 1 R * Vimax em™ | 3260, ITiOpr, 1525
tr = 9.4 min HPLCb) tr= 9.0 min

292 (M*, 24), 201 (100) Mass = ™/z (£) | 292(M" 22), 260 (i00), 201(l0b)
NMR : Sppm

23T~ 3.10 (2H,m) " Ca-H 2.39 ~ 3.06 ( 2H. m)
374, 3.76 (6H.2xS) 2x (02 CH3 3.7T2, 3.77 (6H,2<S)
3.99 (IH. T, J=THe) " G-H 4.03 (IH, t, J=THe)
4-32 (IH.t,J=THz) Cs-H 4.3T (H, t.J=THe)
6.86 (H, br.S) N H 6.94 (IH. br.5)

T03~ 7.42 (3H. M) Ca,, Cs-, Cs'-H 6.98 ~ 7-44 (3H, m)
760 CIH, d.J=8H2) Cy-H 761 (iH. d.J=8Hz)
8.36 ([H. br-§) Ar-NH 8.46 (IH, br.9)

2 (5102 - % aelony = ) b) Packing Material * Nucleosil 5¢-18,
Eluent : ”’%QOH"/., Fress: 110 XYew®, Detect : 254nm, Temp. : r.T.

bu ) 8sa 13 3T AW § 5 We 292 (TANF 4 F L pak NELH
L. NMR2 A 7 b v b (3280 2CHs oNHLR T A
i (3 exylyplomine 36 7 G 4% L AT pyrmedidlone 77 o NHR Z
N kA cEM LT EE L T RANT bV T oamdde T
damd NWHLAAF . UV 2XTPAETOUYVINX
TR LTSS e LR LI, hito B
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MEIZIEE COLEN T He LB TERAMATINT TG,
fro T, awdiF L LT CLChCHs A AT H ) 1T Chz-Cl & A
T2y B FRITEIRATE ) € 88a av 4R B iR 0 &A
Myl T 84% aRETE LR (chart 63). 1 0 LAE
MR & ANBET 5 € BRR136.5% 137°C 2 & FEIR L BRA 161~

62°c O B v IINEET S TN ThALT AT AE &
o foe 2 NLH AN P LT - 9 (dTable 25 183 XD
fzo 32 NTHANCD, ORD 2N 7 t vid Fig. 22.23 (S
FT B Th'). 8a o mee P&écw womer 13 237nom T B,
206om T X (CD), 249nm TR, 22lnmm T I (ORD) o collon

Table 25 g8ba o AN+ LT -9
mne plan o TLC® Srsa  plan Locmin
tR =33 mn | HPLCLP® tR = 3.3 min
161 ~ 162°C mp. 136-5 ~ 137 °¢C
229 5P (8060), 263°N¢( UV AEDMe, 2305h( 8140, 2625h¢
564). 268°"(493) ©AMKTIN 596), 2685M(528)
3210 e (NH), 17541725, | ;o () KBr o) 3300 (NR), 1738, 1710,
1685 ( CDY. 1527, 1218 br mex 1688 (CO), 1520, |223
1,12), 26020), ) .| 368 (M 11), 260 (20), 236
iig)(.blOIl (;2), |f';103(20).9l23060) Mass m/‘z- ) 17), 201 (19), |73((|2),9| (\00()
| NMR: S5pR"
2.31~ 298 (2H. m) Ca-H 2.35 ~ 3.00 ( 2H, m)
3.73 (3H.S5) C02CHs3 3.76 (3H.S)
3.95 (1H. £, J=9Hz) Ca-H 3.99 ( |H, dd.J:=7.7Hz)
4.22 (JH. 1. J=THz) Cs-H 4.33 (|H, dd,J=6.8Hz)
5.06 (2H. 5 ) Ar - CHa 518 ( 2H. S)
6.72 (IH. br-S) NHCO 6.85 (IH, br.5)
702~T48 (8H, m) Arom H 7.05~ 7.54 (8H, m)
762 (W, d.J:THz) Cy - H 7.67 (IH, d.J=THz)
842 ( \H, brS ) Ar = NH §.52 (IH. br.S)
Calcd. for
_Cr 6520, Hi5-47, N2 761 | CaobaoN203 _ | Ci65 2 Hi 54T NZT 6l
C: 65.08, H: 5.5\, N 7-42 Found C:65.21, H: 5.48, N=7.58

0 (Si0.- CICET/guiciz = %4 ) b Packing Material  Nucleosil

5¢-18, Eluent * ™*%eon =79, Press 10k9/cu*, Detect.: 254 am,
Temp. : r-t.
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7§ . A 17 Juss prlen wonn (3 2330m T (CD), 249 nm T
g

2 %
= <
(ORD) ollton ShE X377 .

Fig. 22 86a o (D AN 7} v Fig. 23 86aa ORD 2~ 7}v

@10t (31 <107
m

“407

0 +3.0

{
+207T ,’ \
] \
+10 i \
: . \

0 i : ———
(119 210 230 [ '\ 250,760 270 280 29C 300 nm
i L W

4.0

-40 v
249
-204

-10-
- 404+
-0

- 50
- 6.0+
-lo-.

—10 3

-80+

«30¢
-%.01

-0t

—_— Mﬂmiwnwp
_————— mmP.r(M,W
N E Che-Cl & M o 2 R BY (T agl iLa PR H20 x chz-cl
vo Ry LT THFE Ao b e jL e 0 7id’) o
Bt R L. Ha o RENET I AL 3 LR NOH(
RS )Rt LTNaOHE 332 LS FAY
R T 13 exylugplaphon 290 0B RI3 R C T H 0V, Beo
RAE BT L (850 49%, 860:53%) Bl LK MNPy <1 A
CaBERTMoT A RN TG b D

COOMe diamino accd %’ﬁ\lﬁewfﬂtﬁtz LT
RN beZ i bnan, BLEITHR
Me T353R, T v,
87a R=COOMe, COOCH;Ph N ﬁt - }j/tbg P_tamw 5% o L

2 v 8 #hiz evylwploplam 29 & N,N™ acgl ¥n 4 13 3 ) ppnelidow
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W%cmo(soa n&'iﬁgﬁ“b%n\ﬂﬂ&b‘tm-,R. | |

% 2 o Fseudomonas (< J)‘: TthR 2N AMNCHILEY
¥ T 5 pyrrolnitrin 88 °n 3 A K ¢ LT (E trpaast 4\
preowtis hAED NFEN,H T L av. L wplephan X 1% 0 E AR, 1B
y el 'Jllf\ BH LT (; TF ¢ 3- Cju{rwo)w(o‘éuwwu 89 %‘1’ 4] ﬂlt

3‘ A ul o o Pa«ln, zo\-rii ST w4 856§ (cho.rt 64).

0 @’5’\”
—
@::T\r N N COCH

89

11959) Floss, ’{V;;;f;;' Lively(1967)
Chang

11976)

@; CHO NHz
| { a
o w R e
l /
; P . " N chart 64

8 B yerolnitrin

~

Lo Lud o BALYMBEaERRAIT I . 31321

npH ConToEREFILLTC.
1 T EHAniT » T e tgplw/f.am.w 5w LI pymedidou

CMW%C aciol 80 ~An K i RV &K 0 b pyrroln\trln 88
DAL AKK v F v LT chart 65 (IR T 373 puk (T AET

(313 oo A hinh.
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QOH OCH OH
e o O — T
2 NN COqH NN
H . . g NN 2 M COyH
2

: 0,

" COH
aocne — Shhyheon o St
> HIH [¢]

S0 NH;
O N
/ 8 OH
C1

(W _______ ] l || II
N N CO]H > NO) "‘_“ _C_D.SIL.G—S-

Hj H ct
80 8"8‘ Pyrrolnitrin

B T
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o
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TS A

(3 fﬂnufrﬁcﬂnwu)u}\,é
Lo 3a- *ﬂ%owg?ﬁnu&—c'uiul 5 Vi

LTI, B EIELEATO ,TJLW&F,CML‘U
e £~ o BRIL O T iR AL AT s 37 A
g r;n.o,(,é{:’:.;u,{,“[ T % RN T 3a~ﬂﬂd7,ofzm«xww/m—c’sé;w(e& 5
A S TRRNL NS SN SRCP ) ‘
RE R < pwder ¥ LT GMmR W@ MaSTERLT A LR
B (T 3e- %ﬂdmm/m&enm 2 ALTJ|Ed . 3wy
NIz e yEol 1% 4L d B oy NaaCOs( 3T 13
NaHCO3) — CH3CO2R ( 2 1o 13 HCLY BR T K b1 3 %
e 123 0l NERINTFE N BF oV H- TT.

3720 B E B T Dupliphen Lo 3§ RBZIL ¥ 0~57C
e e d g ag jwnufﬂ/ég;ww»du 3 @) J+ B\ 50~

o

5 O pat O @l gy

N
R
oe ey 3TN 3
L
« o &

|ul
i}

S SANES
?zr;‘*g el

}%@

BE 3. TORNITD 2,3 -
NEBEIGIIE AL ﬁhﬁfﬁw
A ( Yoo N HCL, MoN CH3COzH, awtele )
12 B0 bi%?&’»ﬁgﬁt'{-‘ (3 7\(%%\1% N EL)?(}‘Z IE—J‘;}%( 3-1”1.% 1cj;14n(7-
neloindele 3 mh&’%‘:ﬁa;iﬁdﬁ ba)l(i?l,;e'i’ A
NG EA ol tuffer F DRIV T 3a- Aydoeypyrr soaolsle
2 (T ﬂ’;ﬁ:f:ﬁ S %. 2 fo’v'uf%nwmu 3, 3-§mmj£u'rw(,off B
A3 T O 1035 5 fydwny formy lypusnion N %
B, oV EHEEL- TR Y HFFTH
YA o B AT I RREGIE v <D M1 Zayplephan
HERBILR I pH e A 1) . buffer s A D ¥ 2
KAIRE » 1 (5 b TR LK L. T BRE
BloowT @R TRE STV DR 1Bl kB L )
TN ) Mo NECIIH S NHSITT T
3—7~me;}mv€ma@&£ R -G B —i}:lj d 2 5 J;BI‘J‘I:
@'} L)iL 5 O’Xj,t‘ujPLrF,Kﬂ/n 29 3 7L A 'riﬂ(:‘éﬁfiq’ pat B 4k

2oy
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O0H '
COqH
Oy T ———— COH R AN
NZ NH2 NH, e L
H NHCHO ‘
Tryptophan l Formyl kynurenine
OH . OOH 0 COxH

Ol o~ LG K
N-~N-~CO,H N“~N~CO;H K2

H H . H H
Kynurenine
\ //

ct
G A ' e G G-
NO; ™N NH; “N“~CO,H NH; “N“~COH
ol H cl H
Pyrrolnitrin
chart 66

¥ 17T Mgzwt&,:{m 66 £ Fyuronine £ L 407 5.
beylryplophan 29 8> 5 Fynuwnine & 0N LB L 1% (3 Bigplophon
L G i 3 55 H 8RB oy padh A gh DL L
N5 R prh U HHE N Al T0.

370 exqlagplophan 29 & BLE 0 73 v & 3T NaOH € 2L
HT B NN acyl 5 4L LT ppmebilow wabeghe acid
80 o RE B CAF LTI, » §EF 0~ & Dyplphan B prwsn
td3 5 pyrrolnitrin 88 nEA K Y LT 28 o~ i, 80 ’E:\‘Féé) 35
R N A A RARN AR ¥ oF (S chart 66).

Brglrgplamine 36 (3 frue dost T BEFRECHALYL SN
Py, ABnEAINRE MNNN=—agl 8248 (23 5
Ppobidome 9 ALK L BB TR LLAE IR
AEAL S YT AL ThHAH B NR Lo ds TS |

o NUN— acgf #2403 exuluplophan 23 035 At 18 ERAR
St AT NaOH Y MARRT B L ELLIL
3- (0- aminoplengl ) - 2 - pymebidoe 32 NigLRHB EMRD
™3 LTS : :
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z B> o 3B

B3 3Y TR MF-1 (20 ) BAERA L X U
M- WTEET 2 OIANTERWE). IRZ AT b3
Ba 295 %, 2152 B U 260-10 W Il LI B ETIc T
pE s lem™ AN Ity VRN 7 b ovITA D
340 % B [~ 323 L AL A REILTRIL (m Tk T
3320 ® ¥ A )L TR 2 2 AT 3 540
@E%Z’h\ﬁ%ﬂﬁﬂﬁf‘ﬁ\“’ MR R LTI Mass 1R
HM:B RMU-6E = 2REUE 2 At c Tz L

CNMT AT o JH$%%JEMAM\m0%5mL
TMS(CDCL- 31013 DSS(D:0,5%CF3cd:H-D20) % W BF
2, LTHIT T2 (kawt A% ). D, ORD AN 7}
»(:}aq\q 23-208 % Al (DA77 13 A3 HA

£ (5], ORD A7 b3 FARE R ) TRA T A
7L’f/n\?ﬂl:1 Porkin -E\mer 240 CLHON T ¥ T A v E'li
LIT. HPLC (3 B 633A TRRE L. juk o @
FRF 38 L 83 D?¥T‘9ﬂpﬂﬁ%18ﬂ
WIT (AR F 2 -xi‘i 4A.). 384438 1L 30-C(
2B 2 4 fiﬂan 54, 4mmPx|5on), A I
305 3 ( 4mm P x 5o ), T 2 & Nuclessil
—|S(3§__ , 4mm¢120cm)‘éﬁi’.')e PH (2
- BB M-TL TRIZE T A. Si0z213 Merck & Kieselgel
0, Mallinckrodt #1 Silicie acid ( # 5 4 72 v 2 + A ),
Merck #1 Kieselgel GTzs4 qach Stahl (BB 7w = }H) %
Blov AL:D: (3 Merck A% Alumnium oxid 90 (0 5 &4 7 02
FA ). Merck 2 Aluminium GT 254 (% B 702 Y A) & A
WA, TFLINT T4 ER IO TN T T4 -3
Prep. TLC CIEWR - BHUBS) v &S L. 0 nUIIER 2
%wmxwwumﬁ71mhm¢Tﬁﬂbhtmz&
AT AH- 1 4 /’iq%?ﬁﬂat C T3 77" ) %L 0 Amperlite
CG-50, Ambelite IRC-50 (C0OH form), % 1¥ 210
Dowex 50W = X8 (SC:H form )& )% VW.oooresin g 2N NalH —
HiD — 2NHCL — H:0 AR TLF LIRE D R O i IR
I I NE T m»ﬂm&am# ") #1 o Ambelite -C & 400
Typel & A . SNTOH form |3 vesin % MNaOH — H20

\/

Fz&»:}ﬁﬂ“
EE#-\\E&H:

N <Y =+ -P~
s “ﬁ_."" yri‘:‘ =)

N
N




' -
ATAILIE LTIE o 7Y CH3ceD

— H:0 — 2N (CH:

5.
rRm o KB E7 LA
70, 2R Lo 6CWIiA T2
2@: Ryrev 2700 BT%
>
° Xan‘fhene, :E,\
Rose Bengal (CHROMA. fu L 32 )

265 (20300)
320 ( 6770)

522 (192000
560 (609c0)

ECOH
Amax (€) nm

Rhodamine B (Merck 1)
Fosin Y (%3 )

o Acridine 3
Acriflavine (E’r#ﬂi?.)
Proflavine (f0/+1)
Acridine Oronge (¥4 4t5)

Torm
3“"_'H20 P TR A
SePhaJewa-lD (= ’}.«LE 1’? oy Y

(3 rezin

Pt

> Thiozine %
He*fhj\&ne Blue (HerCKii)

~ ECOH
A mox €y nm ¢

247 120800)
293 (47900)
326" (10100)
610°"(38100)
663 (95200)

Toluidine Blue (¥#it%)

sensitizer Ex (KoY mol) | dusc | @ 02
Methylene Blue 34 0-52 0.52
Rose Bengal 315~ 42 -8 | 0.83

Protlavine — 0-47 6.12
Acriflavine 49 — —
EosinY 43~ 46 1.0 0.68
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74 1w 7 -—é?)

cemmm 49D am AL EIDnm

Y

Culi. Caks Tan ¥ —
( Cucki-2HL 2007« A all: 2705 L HD 1B )
K2Cy:D7 ZHiv®- =77 Y550 nm
( K:GmO7 303 / H:B 100wk )
NaNDO:2 78I A 7400 ne

( NaNC: T7.309 / H:0 100 i )

7“1\' i) - s 7200 nm

Pyrex

g 8 B

° Nin)\)«drin (o2} st damr / EtoH 160 wd )

° EI’]YII'C;\' (. P" Jbuw'u'uj \'aau.-tu‘) ‘ixtdma(l-‘u:.i‘l 'J’/EWH SDN.L -+
XL HE SU ol )
% R 20 bT I/ Y iisgE L. mk I35

o U7 Jeal ( R7LS T L5 NaNDa 1§/ SUHW ond
arL-3NE L a- naphked 2074 /10% NaOK- 10 mL )

osls R E ARwbL. HAEE 27° L= FARL

evE LT . MET 27  L-HWERL B HE LT

3 5.

K1 stwch test
K1 starch $0u (3 RIUCRE 2300 L. R T RAR RN

el HO &I L TN ok SRR 0

¥% A 13 cacoor JCRGR 2 3T BE~RE &I
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IETHE (TAIAYD zE| ®h

-
Z -~

NN - e

254 TASEA ] RAK 00l B AMA . STLE Bl F
(2 p33C AN HIVA 28 0 AZPEIER T A B h AR
B RAEIART S,

% 8% 1 /ooN Na:S:0: 9 22 (h)

:ﬁﬁ;};ﬂ N K:Cr.07 .‘\"5]/0»3 % ’}.’é i L. SHUE HeD gl
B g . ¥IT KL 200w . 36%HA psmbeomi $TTE

LT &7 10 A ¥ P IT 3L £ T A, MO FII0sL, TANA
3L 0UAT. PARE LTI E Na:S:0: T B2 7 5.

KaCroDp (| 8% 2 44.012 ):aa , Yoo Na:S:03 bl

‘:g 1000 . '\
043012 b

Ja- deu}wwzz”,m,@ulnd
1 9.6 " % H2D !DMQ(:

o Beo RE

AHE L T 3 C DA HS0 0204,
KT 20wq Eamk $II0FJT0E LT aFFTIR AE TS

P FREE 116,10 JoNNazS.03 & Rl v TAITAT

L E LT RATA. (RS R E ~ X

LR X i

ylboN NQ;S:.DB (F’O-TL‘)’) : 1435 m.('_

35 L 236 1
0.94 5 oo 2

19. 6

<100 = 36.8 %




> L- I/vaploffww 1o mp. 282°
Ehrlich : % &
Ninhydvin: 3 )
- HPLC
-tR =30 sy
PBC\ciwl Material : 3001-C
Eluent : 0-5SHKH:p04
« NMRzan 7w
Smo(%‘t\ 3.25
e 3.5
4.05
708 ~ 71745
T.45 ~ 7. 67
76T ~ T &3
o UV AN D v
M0 () nm
2725k
27°¢
288

o 1R AINT b

EBv

max  m

V

~1

745

88

T (ke

Tr = 1222 mane

Nucfeos:l $2-18
e/ peon =

CIH- dd S<8. 1 12 ABX. G-H)
CIH . dd J= 1€ 5H: ABY, C:-H)
CIH . dd. Js 5.2 He ABX. (-H)
(3H. ™. Al + 9-H)
(\H ) Mo Aer‘l '

(\H. o Avenri)

22 7 e RRET)

( 5320)
(5450)
(4590)

3405, 1665, 15701415, /257,
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-5 M I A RER0 PP

-1,2.3.30.8.38a- 'ﬁura)zt{cizew,.1z¢{g
{2,3-b) oo Lr 2
1) ﬁ'—%g. ( R.B. /300 s )

J an 1 1029 (5mMI(DL. L 3 7 12 D% )k H20 200ml
SR L THRAR L. RIRIANR & £ (R.B.I15mg, /500 T4
4 &), HO g5ml , ELOHISmL T - BITAR B BITFET
&ﬁn&gﬂgf%ﬁpﬁ(omvuiiﬁtﬂjw%%it<é&?%
}_é’b Cullza: (aCla {’\\.t&r (490nm ¢CA < 610 nen ) (:@ L T 500W
halogen lamp & B F 5. R TLC (102 - "FOA0 =
7y, UV a2~ 7 ko, HPLC (Packing Maferial = 3053,
Eluent @ H20, Press = 110 k§/ e, Detect. : 254 am . TEmP.:r-t.)
reE T e, 3.5 BHEEUVIXT b v indele o PR
doe 7 ( AMS, 237, 294»m) o PR ICEALT B

1. 2- Cuz,(f—m'a - 30~ jujalzf‘xt(

L 71/'/10'&4;“ mox
.3 TLCL, HPLC b BH L o apl B ek o B KV
K1 starch test 5L T H

o LN E RIS ,
bgMnSMAEEBKMi.iﬁ?ﬁlﬁmﬁﬁgb
v KL starch test M (X3 %5 - 8 o Me:S, ETOH % 30~ 35
CTHEDE LTBRyIUR, B RG A2 (T CH3CO2H (3ml) %
oA T Ttk BIARM L CHaCladdib (100 mLx]+50mlx2) %
51 . T R-B. E kT 5. H20, CHllL - B0k
pif L 1245 D3I (300 ml) & REEFLIGTHI 0n (LRFBT 5
S 4 A L LB (Amberlite CG-30. toOR fornt,
2.8 em®x 3Tem ) (T T H20 TAR I CH L cs, trans B
wA v LT 3a- fudobmgwwuéu}wdm& 2 o packion MY
wwt%gnb,aﬁﬁﬁvmosﬁﬁﬁbtﬁ%ﬁ'
powder NFI 129 Bonn. o n & Hd BV H20- EtOH
LS A B 4T (DL AR T3 s, L, Do AR TS
frons ME AR OEMARTHRMK MRT A THT N

EREVREAFIS |
trans- 2¢ * BB KoK gs , trans-2ab, Cis-2a.b.C * HLE s
trans- 2a ¢ mp. 231- 5~ 232°C (dee) (26°C T 18T TR ROsOBRTAERTE

5 % ) Anal. Calcd. for CiHizNz03 - Hz20 = C,55.45; H, 5.92; N,
\1.76. Found: C. 55.34; H, 5.933 N.1I-43. Sppm 285 (21,
d-like , J= THe, (3-H ), A.34 (W X, J:7Hz, C2-H), 5.31 (IH. S, (ga-H)

v MLAE 3~ T cooH frm ©{XA I%.
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690 (1H, 4. J= 8He, Cx-H), 6.97 (1r. 2. J= 8Hs, Cs-H), 7.230H,
1, J=8Hz. Ce-H), T.36 (IH. d,J=8Hz. Ca=H)3 CD (c=4.94~
0%, H20) 193 Lam) ¥ 0.20 x103 (215), +1.44 «10% (23G), 1 0.4 <|0°
(262), + 3.4 =107 (2965 ORD (C=4.94x 107 H2D) (23 (nm)
113 %10% (216), =1 TOx 10% (226), +1.13 %104 (247), +0:8 <10
(280), +4.0 x 102 (310). cis-2a = mp. 229.5+ 230" ¢ tdee) (50°C
C 3B POs o BRT EE A7 THUIER) Anal. Caled. for
(uHeN203 = €.59.995 H. 5.49; N,12.72. Found = C. 59.59;
5495 N, 12.29 - §ppm 2,55 (M. £, 3o 12,12 Hz Ca-HD,
202 (IH.§. J=12,THz. (- H), 3.86 ()H. §. J=12.THz, G-H)
c.40 (IH.S. Cga-H), 6.86 (1H, d.J=8He. (7-H), 6.88 (iH,
t,J-8He, Cs-H), 7.30 (IH. &, J 8He, Ce-H), 740 (1M, d.J=8Hs,
Co-H); CD (C=4.78 %1074, H20 ) 181 (nm) - 178 =104 (238),
C0A% |03 (262), - 5-4 %103 (295) 5 ORD (c=4-T8xi0"*. H20 ) L8]
(nm) +1.00 x[0* (223), -2.26x10% (236), -1.0x10°(280),- T3
x 103 (309)
frans- 2b = mp- 231.3°C (dec-) (50°C T 685 ff] P05 nHATLE
Foou g v BLKE) S TR0 292 (2, d,3=THz o),
470 UH.1.J=T7Hz. Ca—H), 5-41 (s CGa-H), 630 (1R,
.3 8Hz, Cq-He Ca=H), 695 (IH. £, J= 8Hz , (s -H Cs-H),
730 (JH. t.J=8Hz, Ce-H or Cs-H), T.39 (1. d,J:8Hz, CaHor
Cr=H )i Vi tm=': 34501, 3270, 3140br, 1610 br, 1470, 1380, 1318 5
Ve (%): 221 (MTL12). 220 (M- 100) 7T (28), 176 014), |75 (35), 158
(28), 15T (19), 148 (20), 14T (55, 146 (55), 133(26), 132(74). 13]
(20) . 130¢36), 120 (22), 119 (16D, N8 T, 77(23) 1 CD (L= 4-68
« 1074, H20) (0] (nm) - 1.42 x10*(237T), - 0-4 < 10% (262), 730 “10°,
(294); ORD (C= 4.68 x \0™4, H20) (3) (pm) +1-24* 104 (221), -h
<104 (244), + 0.6 % 10° (278), -3.2.%10° (308)., CiS-2b * mp- 226
Nézg'c(dcc-)(SO'CTv S M POs BRTEENR T %)
SPPz’“ 2.58 (IH ., &, J=12,12Hz. Cs‘H), 2.92 (IH. . J3=12,THz,
C3-H), 3.86 C(|H. §.J= 12.7 He, C2-H), 5-44( IH.5.,Csa-H).
.86 (\H, d.J=8Hz, Cr-H), 699 (I1H, L,J=8Hz,Cs-H), T.34(
H. %, J= 8He, Co-H), T44 (I, d, J=8Hz, Ca-H ) D max oml:
3535, 3300, 1620, 480, 1405, 1370, 1340 5 7z %) : 221 (M1,
IT), 220 (10D), 202 (15). 17T (30, VT6 (18), 175 (39), 173 (20),158 (29),
157 (20). 156 (18), 155 C14), 149 (25), 148(24),147 (58).7146 (60),
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133(21), 132(55), 131 (210, 130 (42). 120 (15), 119 Ci2). 18215 D

(C=473 =074, H20) (83 (nm) T 170 « 104 (237), ¥ 0.4 »10° (262),

+5.4 x102(295)3 ORD (C= 4-73=|07*, H20) (81 (nm) -1 18 %104 (

214) ,-2.58 x 10* (226), *+1.20 %104 (248), -0.6*10%(278), *+5-5x
10° (308). |

frans-, cis- 2a, trans-, cis- 2¢C 9 AN 7 fov F-3 (2 Tablel.2
Fig.- 8 &% B8

) %% ( Tabled o RB. Yot 5F oWl)

Dy Iy Aih(d . T OM300ml EfF 5. NEL A
EEETREL 427 723 T RIS CdH. 22
e N FT 20ml ﬁ'ﬂ‘ L. Amberlite CG-50 (4-2em$ = 10em |, B
B H0) TMBET A L. Za Cas, trans 2 &AID ) 2
kludzrn oy 400 mL A4S L na. 201%‘(13 $R UV F\i ( cis: trans=
b LARAELT E E £oH . &= 2090*2‘4V2=20'ro; 294
) 3 A oD=0-431 1375 RE € KkNnb ¥ 3665ng
5 . BRIV o ARE (50wl ) (CILE § A r 9bmg, (83
) X TiAH .

HPLC (21 5 ( L&k p 106t 5 B8 WE 2 83% T H
h.

I) %% ( Tabled o M.B. Mo £\ 3% o 1)
RBolbh) (i MB Ao DLERGIRT R L.
15 B T T RIU KL A. E HIT Me2d (2ml) t®l.
B# 0 MeS , EtOH &K 9 3 THEVTIAE HaClz 38 8 (50ml
x3) 54T . TiaE 0B TR LI 0 AL (300ml) %
B LTRSS LER (K 50ml X3 5. 20n L FR A L
Amberlite CG - 50 (4-2em$ * M4 om EohR: H20) TANART A
¢ 200 fackim Y 500 ml 4% b LA - 15 B THR LT UV
% % ( 294nm: £22070)F 5 ¥ 0D= 0357 (L) . BE %
K h L 284bmg 127N - AMRE (50ml) RRE T 5L
Tiimg ¢ 65% ) 137 &. HPLC IS HEIREBULATHA

Iv) % & ( Table4 o PF. Y10 ® N 135 o) N
RB.ONDYIZPE RV D X B BhRCLTHEo DR

« CuHuNi0s LTS LTeil .
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berlite CGr- 50 (29 cem®~
Xh - o tmoanL
3130 vVEE(
W (3 18.5mgT

goml (5 5. 0 ORA soml & FHEE L. Amb
wem) 1941 % 3 €. H20 T ZF R
N B

\,\“‘)‘

Y,L‘(z"'té 250ml 4513 O & ”)

294nm ; € =2070) § % ¢ 0D= 0-6961% 7

hb. ‘n%/\aztxg.(asom)t m}%@fa 129mg (23713

gb 7 = Wu&m v LT ITRALIG o L &000ml 45 2.
?k’a L_.*%'UV}\’,{.(wgnm, £=4590) §5 ¢ 0D=089T . 'J
BE1338.9mgTH%- e ARECREID

2'(9mg (54%) 1273 A

AL

2. _E_NWLMPPM R.B. o AP

Mmu A L 17 dlewmuthgloled plyslpneme 2% divingl bogonc
wodmor, Leacls ( 200~400 meok . LL: 08 mp/g) 10.09,, R-B. (foit
) 7.55§ (1.8mM) 13 DMF 300 ml &m0 & m,mmeo CT
no Br P AL T H . RIUIRT AL 3 0L ) BERE R

MBIz o T deads &< & % g AH. 1. DMF (w00

,,.L) 2. CH3CD2EL (300ml) 3 ELOH (300 ml) 4. 50% A7K ETOH
(s0Oml) 5. H20 (300ml) 6. 50% /A K MeOH (300ml) 7 MeOH
(500ml) L <CEFHEET A B E o deads & 83 11

i re.

3. 2.3- &M'? diams D R

Bengpin 10-69 ( 50mM ) L. hylone Yhyced 125 ml , P Lluone
sulforce aciol 019 EMD A - aL:m 2300 ¢ ¢ 1385 M omELEIRT
5. AERIAEL H0 200 ml % 0 L CH2Cl, 3 (50mle3) & 4773

CHaClz EARGELTCHE wHELKE LT CHzclz'a,ﬁ‘ﬁﬁ'
45 v %% & sohd nzoash«r\- S JU% ETOH » L, B 55 da
HhyBajr95H 237 fﬁ/ﬁl;ﬁ'? dioxems n\ié‘uﬂk’ﬁ
Wy LT 44g (375 LT mp 15~ 75.5°C (it mp
5~ 967C) mal R2~N 7 r,m\imuit*ﬂu\.

LD 2a6%h, 312 pm 5 0L 431 (4H. 5. CH2) . TOT~T-34

CIOH. m. AromH )

))
&
q

4 2.3 - @*FA dizne » ®-R.B. 138 5 X8R
A5 %40 RV |
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- R

2.3 Bipheng? = p- dioxons 238mg UimcM) % eHutdn 2700 13 I
L. O-kB /55 eMA. B 5L R T KA (ovse) T
P7Y€i~ filter ( 7300m=) € LT S00W NP )R PR M O A
B3 B, TLC (Si0.- thth/émzes 1) 300 £ ) 85K T B #
Wi %3 2. O®ITEY) ®-RB ERRE . 5O AR DI
sk s KED AT D RAGEN 5+~ KITE 2Méng FI

DA E SiDe (55, demgeme ~ cHecle ) T AEE T B ok Mafznz
?Zd”Q dibenspale &Y B B oslid T 07 (764014 L L
¢ dozen - ne focarw 8- b & 4% sn ”’% r = éﬁ@;i’fﬁf\sﬂa & /4
w (51A)VHF TS mpe 720 737C ¢ B, 737 ) A 222, 27,
282 am . Q,:ﬁ,’; 9728, 1708 em ™!

5. hyplephonlon @-RB: 1235 ¥ % R ALE AL R
L - Jrypliphan 104025 (SmH) & Ho0 ook 12 D3R T AR L
2R ANBEARAB BT L ag A ksl
EtcH/Swd . ®@-R B 0-7§ ¢ oA . BLR A CRTOKAE (o~
5re) T P)exﬁ/ter XA LT S N =T SR R A T EH
T s, UV a~NI kv, TIC R T RRE ESL § aifd
Bs B T L leaw 0t ) BEAET bov. RIGELS. RV
7 oy Kl stwch fest Wit ©h o B HeaSE] | wLt a0k &9 BY
MigiFd 5. ®-RB 0D BT 2 RV /000 L
» bopord B HRFFL. R $h BUR T 2 SR8 Anberhte CG-50
(3.7em§ x 22¢m . R e W0 TAEBET B¢ oAy - ,
indole 2a w350l L JIVEEFOV TE
3% ¢ oD=0.4T2 X RE (T, T DB
RN ,uwzte}zjuan la o A/mc,ls‘cn { /0’0’0)'-,( 7,3 R AU 5%—:?7?)"\
LUV fv(_’.‘:'z _(27fnm . €& 543}33 3 é & 0D= 0.4t7 118 qx
B 1387.Tmg ¥ 145
AL LAKE CRYTAH T o d I3 TengER), An
» B R B (2 87T mg (86%) RT 5 -

6. 2= Conbony - 30~ Fgdupereny - 12,3308, 8a - Anokychopprle
[2,33»b] dole So o ¥ RE Y

L- T, an la 1.02§ (5mM), 5k EtOH - H20 300nl, R.B. 15 mg (oo

{,Lgﬁlﬁ)ﬂ&féﬁ] o LDt RS AR '(\RZE £ 3585 R 47749

Ciodomaling + 88543 - B $81 40 8 612 % R IC Cacosd 3ml EADA
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Gl 3FBLMLS L. CHeCL ME (TOmix2+50ml*1) T
Rp F WL KE D B & DB L Cadonaliy 2 92%4) 15
DLfe 0GR R RESFURT A X F 4G B powder 13T D (

Mm,uj,ﬂ . 4] §5 % ). 2o crude 28 500mg % H20 50mllc % L
. Sephadex G-10 (13 3003) n NI (R2empxiSon) (20

cHh0 ThRAICH. BEAELT CHAREUVAINT b
, K1 starch test tREFTH LR WCI@L N $9 400 ml
L. L NERBIIET ST Sa % 13 (T & & o powder T
$9300 mg N w@(_tmwtuj . %3 $2% ). T k580 j/"tﬂ-(‘/ab’n

A1 266 nm 1T F KOOR R

' 3R A f«ﬂb&m’%ﬁgr\m >
<M%%hﬂ-wv$%iuam@h ‘
Fr. T Id. 2890 AN 7 b AT - 93 AR Tableb.
Fig. 9 (p.2t.22) w5 TLOS “ci‘-,aa Rf 0-8 (HE),

)

fhans-3a R 0.T (¥ &) (Si02- -Prov/.0 = /s, Ehrlich 3
%) (cf. trans-2a * Rf 06 (RF R, cis- 2o FE D0 EX
2)). HPLC : tr =812 min (FPacking Material : 3011-C,
Eluent : 0.35M KHPOa, Press : 20~30 ¥/, Detect.: 254nm,
TemP.'. 60°C )

S50 o KB AT Mea S & A0 L&A THL Zaay Y NT B -
SR 1338 v TLC, HPLC, UV A~ 7 b - 8L,

T. LW;@PMngHMJMdy& 5, N % R

1) Pywder T o ¥ R AL (-50~-707C)

Sephadex G=10 # 27 & 13 @ LR U s osaAydupens
namoloindsle S 100mg & /XA T BT AL, 79
3 h') AN 7 1 n b E I wT du,P j/m_wcr (-'50""70‘C)-
TG T . AR kI3 R0E 200 5 U . admubiy
£ 2~3@ 4778 - T I%T;.HE_% fkd")b. TN Mg Table6 (T &
L

CAnE 7379 AY FignREA. "I0C (A% RY
XZH) to ¥ R orRid Table (Fig. 11) (£ 37

n KERY ToE LM |
Crude So. 235 mg Cisdomwlag * 74 %), & H20 100 mg 1= 2 AR L
BT RONIEE & SRR N ARG L5 m s FHF L
’ 3a-~ﬁvolfm\3y«tjm»€&&no(,~& 2 ( Junm : o P.(m ;e fea PJM)
o Wit nLIRNHTT- ,




9%

T ol T ANAF &SRS B X Table 28 (Fig\l) o #& %k

g e
e [
Table 26 2o 0 -50~-T0CH T Table 28 28 A KER ¥ w0

%R e L R
(o domely L%) _ iodmu,tv;{ (%)
08 g2 0-5EYE 7 4
27 B i% 78 2.5 65
498 i% 76 1.5 66
T18 4% 16 1.0 6 |
22 53
Table 27 Sa o -10°C Y T 45 40
75 32
fl__& 147 25
' Codemebiy () 168 0
0 B 58
| Bk 58
1T B 4% 41

. RERE s0cc it T o leo B RAGIL

L- nila 102 %, 5% ECOH - H20 300 mi, R.B. 15 mg ( Soo &
)\,'gi-) T XLK mﬁifjﬂﬁl\ghrdb ; 'Jlia)z L(
BREACEE Y. e, UV 2N 7 b b2 5 p5hi
i oo B RS LN ARt EL RRAEREE
w3 AT 5. B R o Kistardy test B2 1L T h b A MeS
TE T HER TS K starchy fest FRIE
HeS ,  FEcOH & FGjr @ 9 LT B RKEKS
cHsCoeH 3-d E DK T cazmm(mnba)u. y S I e
B7 - KR i%%«t%&bt WD t 9235 URHE
pudin oV 25 = LA AN & I R ¢ M0 5L (TR
L CFscosH 2l E 20 AT ¥BTH 2 HF i#vb- N
| R AR DoweXSOWX'8(35¢"‘¢ Fem , B R GL: 002NAONH4)
T /n\nﬂl'ébt“t 6o o o1 2 f\aclm N .;"mf g L.
n % ,55.5—@ #K( Uvﬁ,iﬁ 2a - 294 ww , L= 2070, 6a ; 340w,
£:4440) 3 5H ¥ 0D= 0.486 (2a). 0‘4-43(&0.3[2’;’)‘)\9\1(32327

&
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G0, Bru ) ThH. I HEARELRETSE 2ao
BE 34 e A RF B ALILES.

¢ R IRA T0°C I T o La o 3§ R BGAC |

L- J/u ]"‘Ir]?f/\.a,w La |-023(5mﬂ), H20 300ml. R.B. 3C mg ( foo
85 T R GEG £ 80~ 0°C (TR LTI G o i T
g RESALE (TS - TLC, UV ZN TR 2053 85 B 4% T &
WA T AN RN E A FRITRANAR ETTS
. KIsfarch test F2 4% T AL CH3W:H3ml & DA Call R
(100mlx3+80mx1dL . FBR e0B LT 42 12 KB 17 CRath:H
ol A, FRTE ) ML T L. KA ERIBIE
%310 ml (B 5% L Dowex 50WX-8 (35em® = I5em, ROk
02N CH3CO2 NHa) T ANBET A ¢ Lo bt Rpuwnine £a 0) 8 A7
W200ml 48 LALA. I e 15T HIR L. taaF LUV
2% (360nm, £=4440) TKN 5 ¢t 0D=0.561 LT3 )W
T3 7ing (34) ThH. I lang UV ¥ (
288nm , £24590) & X HA LT 0D 1042 /3
RE* 13 12Tmg (12%) THL.

~ % CHzClom 1T £ AREZIEARLH2CLz & SRk Wxdrciga
55 4 ATKEDE 264 mg 15T O AUIT TLL (5i02- CHtO2ET)
L)y < ARy b N ER b IUA PN £ 75 B RS RAT

AN

0. L- JJUj)L_z_vM.M’L la o 03 E]’Ji’)f,‘: ) &o_{?/’__%)wu-‘/nwd Jo.
n K ‘

8

e———————————t

L= Jny plophone La 102§ (5mH & 120 200mL (3 WEL LTE BRL
238 4 T AVEAR EROH 30mL B AL KAIPT (BB 0~ 5C)
By L LTy REEEr CRELIIGEENT S

CEJoNME. UV RN R IW,&F/WL@ P B IR (
MO roSh 79, 288 wm) NGB %K L - A2 931, 260.320 ma
NP A, 04T BENE LD K SR o KI starch
test WL T A B MeaS 3ml & 20 A KOAED T 47 30498
B3 A . (KIstarch test P2 HE) B8] o Me:S. ELOH € 37 15°C

CREY RigF B e 0B TR 0 5R (250 mL) 2° 5 4 2

* ﬁ/jrw/u/w‘«/"‘-'- 11 288 nm T €444 T'h ) ﬁz,nq/u.mo"ue ¢ ELY T XK.
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77 A 3 U 50mk FiFF L Amberlife CG-50( 3.7emfx fem, R & P
HaO)"( /n%a?mt 2o fudian W 600l L. o oa .l
E5 BT AR L U“V“a’&*buzom £:3400) b OD= 0.0§7 I
5 41;{ (3 62~ T hh. P HEARE 2-HIEET
o &l@mp (64D (D76 5. :

) o ROJUARL 200aL %R 8B RN T oa0md TR L
Amberlife Ca-50 (2P emdctlem) TARLT A X 320 l«\aoﬁé—n NS
ISV AN SRR (SR RN L O 1 r: 6oomd ¢ - (TR 85 ALK T
HD & 81 £ 35 ¢ 772= o % iepmdm tF 5. 2o
zwdm, +t 22T onsx;z—l\-ﬁﬂf 77 T SH?fsﬂ.?ZX%}‘\jb
t T45m (63%4) TILEIL LG 5. o pwdr ool H0- ETOH T
FER SR LA T 1P YO GNP IS 14 74 I A R \mPowder‘(_))\Tqy\/\"';},\,j- 9%
R LTI, mp is2~152.5° C ey (Llit" 1620 ¢ (dec) A,m (E) nm ® 23]
(20/00), 261 ( 7450), 320 (3400) wot s 3250, 3190, /578,
1668, 1584 enct, & ppm (D20) P 374 (2H . 0 J: 5Hz, LOCH:), 4.16
(JH, X J: 5He, tWNH2 ), 7-30 CIH. £ J:THz, AvomH - S4), T 63¢
lH, 2 J+ THe . AromH - 4m), 804 CiH, dJ=THa, Awmt- 641), 812 (
H,d JTHz. AremH- 342) . 3. 32 (IH. 5. CHO) , HPLC (Jo//-C~
0.5M KHiPla ) tR =18 sun , (Nucleosil/ 5C-18 - H;D/pu.oH = q/\ ) tp: £ 8ma,
Ebilich . Ninhydrin = &, TLC (S5i0s - n-POH : BBXNHOH=T:3) Rf o7,

(5i0:- nPOH:HD=T:3 ) Rf 085, (Si0s- a-BuOH : AcOH 1 HhO=4:1:1 ) Bf 05

.‘

640 COH
1Y) mww&wu;nj t RA. s ! NHs

4y 2NHcHo
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1. za-}lsz/iuejwc&xjﬁ%zv_:««:.,«,}v...'f.laf.: Ran b Zat 3a AN ?L.R
1) 509 TR T K ERP T o i

3(1‘MJC‘(L&)’LL:‘Z%’)’AJILlMiM,:L;!:M;: Sa (189 mg, wdoru g L TV%)
D (GO) 12 SAAE o BB (20,250 T TR IS (KL
gmmt&tﬁwiuuéﬁuﬁ:;qﬁztuﬁ(,ié.m&3Wiu
JMUWUN?@-&f%?ﬁﬁw%ZﬁWMK}JEL%
B LTSTA EJ'? & P T ?1~‘T\1x Amberlite CG-50 (
uJc,m\b*‘Z"h,m)l\i'I"‘a’ < . H20 T B ‘iiﬁbtmﬂ' 26\.”)}«1,4(‘,&:”[
w 200ml 0T S LA _z\clo.o‘cﬁ#RLﬂiuv RE (294nm, 62
©70) T At .0D: 03931274 RE 3 83.5 g TORF 6T/ (
zmij5xmr&ﬁ_57\/tui:kmr\mf(&»0 MTE AT B
< wo(nwtzj«n B & 7‘57’:» LT RE % KHhH) IT3H. 200 hacleon
%iﬂ:dmLTﬁWxKMEWMW(JMiﬁ}?%KTU:ié&m,
UV ANTEA, IRZAN7 A, NMRZA 7 1ov, HPLC BY - i,w‘.
R tawuféﬂﬂ;wﬂ.&u}u Ja 214()1}71, oY 500 m{ 7]%‘ L f’\— ER® T
UWWEE (320 wm: £23400) THL 0D=0:\T8 (1 737). 3 (: 5 T b
h. o 3aa pachon- § BEEEI R LT B To%E e Powd.er 2R
3142 ~142.5C(dec) £ Fo L. FRUV AANTE v, IRZANT R,
TLe, 2B R A, HPLC a¥ B AR LT G M e t - 5L
Lre.
D 5o bR T T o DR
o Maked A @ Ra (224 =, ioJ-;u,tn/'- 2% ) =~ KBTI )
4 b RSk G towdd 0 ‘?t mai 0N €S KL
dach et Bt o GER AT - o T L~ |
Ke H T Wh TR TADPT S, 7F B e 0 A
LTz 0352 & Amberlite CG-5D (38cmdx 2lem . BRI HD)
CARLT 5 ¢ 2a o facde sy zoonk LU SR
i 7 UV RET A 0D 0sth (3 RE T 4245

LT A E. R Ba fpackecd /0000 Bon 28

fo 1 UV A & (320w, £:34@) § 5 T 0D 0.256 |27 )
RE .z e l2ax) THS.

o Mk B @ 58 C 2V4rg, Gelomibry 0 78% ) & 12D 50 (2

REF L F o s20~/50% 1~ mﬁl Thh:wid =]> T HnER

3 5 £ £ 5 Akt KL shrch fest Bl rryhs . Eimiv
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APIA B ruRT fif‘r;“'- O L & Amberlite CG - 50 (
3Pemp x 2co BRI T H0) T NEE 1At 2a @ ;La.clc-m by
Joed 1§ LIV 5B A t u VAEE (29dmm. £= 2070) T 7
Lt 0D=0-S161T 1) LE 13 82, 53K ) THDBH. I
lad) b‘l»uzci«m UL sovD Juﬁ '3 ")n 5')%#*}7\-( UV)‘i_‘E: C 320 pm
: €:3400 ) § A € 0D=0.0885 KT RE (T 304 (184) T
h 5.
5NN NEFDARNT FRBRIET el 71337 .

MAEA T L (T35 20 NEE (il Rnlo 481)

Sal 240y, udmbv: 774 ) (3 FeUs 6H0 (30mg - 0| 45
tLd E) s ,é\aéru HeD (s00m€ ) & 2D A . % ﬂzﬁ,"
T 5. 81 MR KIshoch fest R 0 5. IO A ¢ b
» . K,Z\a‘ﬂ t DB O ERRHE TSRS A
LB U ERBM e 0l LITIR Arperhte CG - 5D (37 em P x 280m;
B RO TAMYT 5 T Aa 4 packen s 00055 (1L
FE T UV AT (274w, £22070) T A 0D=0.364
)
3a

D

A

~

-8
b 1B
L) REI TS oy (54L) TS

ITc 200 fudim & /o0 d §LNER VT RE (3200, L=
340’0)851’41C 0Dozo4k’&)t}1!(;7&(4/)fﬁb

Fecls-6H20 () /%% £ v 3% ). FeSOe THeD (148 & A 8 F)
Culd (0148 T L F ¥ ), Culdhh 2HDCO I B E LB F) EF
WL W R &R Tbde F K FT.

MSid 1t g b Baonpk .

30 (204, sdoaby 2 73% ) & WD 00md ORAF L. 2
NYITEE0) e mMAERT (50T HET S, 868
b5 B ik KI skrch fest B 4% © H 5 oviEAL3R ¢ 47 0. 1o BP
LB R FAaftniBteHes. FohroiRisond o
mosad ¢ HIF L. Gdoelg 845 0 v #AIRTED. JK)
105 ml 1T MenS Imd 500 % . BB CHIONILIFT S (KL
slarch fest AL ), o 1ve g ik ety ol IR FR L. M
RUr- A% s0BT B TR AnboiTe CG -5D (38em$
1Pem , BIL : H0) T ’\ﬁli"f He 20 o f““’t‘m”’\ Joomd
B LA BE LT UV LF (274w, g=2070) T 5 .
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i 0.470 12 75 1) REAZ 0mg (T2, RETIZSmL Y 62 RE) 15
S AR O et H:S T BALTERAL 2a 13 20me T
G P (T AT LI a3 TOmg (56%) (D5 3T 300 fraction L
ek 1 LNEIZ UV Z T | 220we - 534063 F B ot (D-oo7b
g RET I (324 ) THS -
LAt L B e oA

0 Aadeson Jancp o BEHY (2 300 nm )

So (28 ng.  edemabyy 0 717 ) % WO 350 (CEFEL. K
AT (0~57C) Pyrex filter &8 3B L T S0OW Aaloger famy €
Birg h. sermikics - TH Sa(3 04 A L (ede w T

St G 3. R 20 ed 1T HesS Ind g DR . ECRT I
% ] -I%’:'H' 45 ( K1 starch test F& 42 ). Rk JOii & J3 5% 30
3

¢
1;;(.3:3/0)4(::’&\%’&;1?{31 LI:RRIeEndE LUK
Amperfite C& - 50 (27 em # xj8em, BRI H0) T GNEA]
bt 2a o packecas 2oL FLILE BRERTUVRE (
Fdem. €:20T0) § A ¢ OD=0818 131D ML E (3 s3fmg (10%)
ThbB- o B X BRI o 38 & MeeS TR ATULIC 20 13 21 o
¢ RGP (R U T 20 1388 (38%) XTS5, 32
o facton U 450l 8 L AE B UV EE (320mm, £23400)7
%'e 0D=0.236 (I REII T 5AR)T H S

b) 18, 2 K AR Loncp o PRI (263 70m )

R (202 mg, Gdocdiy 2 814N & WO deoml IS SBAE L. K
AIP T (e~3) 60W5€\z)1:]q.€g Jorr T R HFHT £ T2 ¢
£330 % 1k 10 KIstock fest AT 5. BRI E RSB E
BT igowl R b L 2 EMEQBTIC . T
AL ¢ Amber NTe CG =50 (3.8 0nfx ]6 e B R H0) T A
WA B¢ 26 0 fracteary 2500 F 51\ SEEHRE IV

RF (274w, £2070) § H e oD=0:373 11T RE T

Sawg (34% ) T B . 3 [0 pacden T ovo w15 G AL
SR TVEE (320mm, £34m) T AL 0D:0.250 1857
REI3 175 (11%4) T B - |

¥ o o w E WKAER Lomp 1t 4 5 B 0 & F 0 Talle T I
S ‘ |

« 05,2, 4.5 85M BRI R G 150 tAEFE L edoatiy
130 LR T
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ME R 1B uas L ondr (Tadle 2. Runi10 2 ¥ )

5a (225w, g=.d'c.._~:3: 4 ) (2T AN p-‘7~3 TERlRp LT
Naz Cbz- CH:Cl: B AL (/D/ Na: 0 100 nuk <yH//5') {J CH3coeH
P 20 T pH T3 183 5 ) 40nd = DR . ‘i,ﬂ‘(qﬁ.
15. #3045 L Kl Stch st PATE (75 T2 A LM £ &
N CpH P2 cHicosn & §3 8-l AL . R LE BT (L L
[< 4% Amberhite (G-50 (38w /”‘27LIL, "é b :4’1 © He0) T NH 2t
75C. ‘Fﬁrnh B F o 0 E AR, ik vude 20 o fra oo
sl B L RERKAEY L TR Anberlitfe
(G-50 (28empxtiom, TAFEIR: HO) T &MAELT 5 ¢ 2a
wi) ok E LIV KED LT RO B R B
Lol e LT 0 (64) FFIL.
AN gmuum { so00 md AE LIS HIR LUV E
( 320mm , 2:3400) § At 0D=0./67 (<73 ) RE (3 128 »y (
727 ) |

ke T4 FHRTETE . Tald
3 e ol BF Tabde 29 (I Table 0T A
I N '

Ty 29 20 BHRoES

Run | bu ffev ' solufime H
) Hepes 11913,/ 10 s00ml (PHS5-3) (3 [0Z NaOH EDPAS. 7.3
2 | Bp kHiPDs 20mf - Hho NaaHPDe 40k , 7.2
3 (M -~ ok = W 0 190k 8. |
4 | 01H NarHPDs 50mk = 0-)H NaOH 43.2ng + H20 6.8ml .6
5 | 02MHsBO3 * 0:2H KC2 50-0mL = 0-2H NaOH 32.0mL + Hi0 //8.0md ?- 4
6 | WoNarCD3 sosd - O0-1H NaHCOs FOm& s 3
7 75_»\/(- - “ 25_"\42 /0. 3
T | 10% NasCDs TOwL - 30% HUL 14 mL 2.7
11 Goml -  CH3CD:H | A /0.3
12 j00rdd - . JIml 7.0

VD) £ KRR PIIH IS SanhfE (Tableld. Runi3)
5a(2?3m3 Golomuliy - 74/.)2'}a)wmﬁanuraj\,xmuomt
CABEL. K74T4A 206 RETS L0: 3§2\L'( 2B T wq-ﬂﬁm
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B9 2. Klsmun sT BIET H 5 & MHel 21l a0 A 2 T
B ATMIEE T 2 (KD starch test A2 .0 o R R E
Aberlite CG-50 (2 Fempr 2bem, BB H:) T/HAEET A ¢
20 2 facdin o soomd T LA FRR T U ZE (24,
£ 2070) 3 D L OpP=0.787 (273 )W F 3 FTmg (1015 T B
k.

2. 5Fs vy oot 3500 £ 2 BRY B A% St
[ Tabix 1, Runy 5 )

L Formalhanatercc 30033mg, 0. 14m M)t 5 5 6 28 (TIRLE L
[Z 005 M Na.CO2— G IM NaH CO:z ,fé;&( 0 65M Aaa CO3Snl - 0o M
NaHCoz 45nd - Table 10, Rum & THE Al ) ool (AR L. B
2T ) BEMIEET 5 - RIS OheH 2al) © AR A I: ik
(pra) Tt Amberlife CG-50 (3TemB ¥ iLum . AR
Hi0) THFET 5 € fomulhgnaanine 3* 2 fucdim I¥ 7000 md
L TLE.J%-UV}E&:% ( 320mm, €=3400)F 2 t 0D=0 256 (2
BB BRI g (544 ) TH S
Tk oo AT RN asEF s Talo 11 ILF T
BB 114 h Saa pag ‘

L- J,u.d[ztc,,/w» La o2z (5mM). SKECOH- HO 3rcmf, R-B. 55~ (Vo0
bnd ) e A mid e Flikad ik (%2 -8 RERY AR)
LT 3s MR T A RIWHT §5 BT I chetH 3S
A Htl: o (reomdx3) L. KEBr FAY s 0 L
2L N D R AKBIL L HUL L T WA T w2
@ FERT RET A, $)TEHM L CIstavch st i
L UAME s 0. RRYEVEBTR RIEKREY
ULy o ed 1SGEEEL . 2NNaOH T opHZ DERER T 5.
TLC (Sib = "POH/u 0 =74) 31 ) 2a ¢ o-zminophenl 0 B 12
NERS G NA . Do KRR E et I Loomle3) L. 4D
o ANE K T &3 (30mLx2) BRI T 5. vhdit KA
CEJAH o- mmrfum.ﬁ ¢ sofol v L T 20mg (40%) (BT,
St fongers s ghen 0 S BFEEFa T B € omp S5 )T0C prvelin
P L L Y LIRS L e SRR TRREET A ST
£, 1 RaAN7T P, TIC, UV ANT b vovi® -
A S o LBT EMELLI. 3T 0k BE Fo K
E’ ¢ Amberlite CG =50 ( 3.0 emgp * 24 em SBRR D HD) 1G5 4 El

A o
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bt owmde 20. 2N tnavtml.\ £ 200 . ‘?j- P AU |V 1 ;i-'ﬁ
Hgry zoJL CSRIFIR A U Arverithe 26-50 (30 wmg « 23em, 35
R 5 mO) T /\ma‘s T 250wk B L B

2 ¢ 2Za a laddem
. /5‘:’%!311\1 UV Z-% ¢

2Fdim £22072) § 5 ¢ DD o045
LA HL"}_I., 262 wj L2470 T K A :
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5 =% 1LHT 2 283

’ ,._@_7 }jﬂm a Na:CD3 - CHzeo:H 2GR =2 ~ £ W % o
B v I) Toble 12, Run T o) 8|
L- J ,WJMMLN 5/0mg C25mM) & MET FopiT0
B L r: 5% NawCDs — CHsCo=H ( 5% Na: CO3 200wk — CH3CO: H
p-5wk ) 8BSl (TE AR L EIRAITANYERNEERCE
00 F U ETOH  5wd |, Mihgd.. B rwi loes E o B
EAOE . KAIPT (o~se) BEAE i L ’an\‘%53‘>‘u$7
LF = (7550m) XL T s00w N O g 7k B
B30 AN4E TLC (Si0:- MOy = 7: i B e T R AT Y
(o,{miﬁ?\b\m\,—ﬂw?’\ﬁéﬂﬂ25’}"14:'\ 3-;;&))(1
omﬁu«vxx77znaﬁlu150m€ £ % R
n Klstrdh fest BBt v haHE  E:2 w8y ﬂTFtﬂZI;..
¢ KIstardde fest PR BL Y 15 5 . T BRI
Anberite CG -50 ( Ifc'” « 26 o) (2 “T?% . 0 T
I ¢ Hhe fm»%»ww.w”a 3a 4 f\d_c:urn. 2 7000 ml 15 G L
‘*’F"#K( UV -8 (320mm: €£29400) % {77 5 & 0D= 0. 217
REZ 45 mg T hD. 2 ILERRNHE 2 AERE (35
BE T e 36 (540U DH. 3 EL D fakim
Ewafl:; > T WD % “”i i A t,kfﬁépmmm@
NIE LS P SRV VA S\ T I Rz~ 72} TLC .
f-, HpLC o 1860 L - uL‘g H.
o (350m8) 2 L 50 ¢ X3FF L MeSE3 ) ml ¢ 00 R
S0 E A, (NS £ AALE LITE L2 N
iR s Amberlite CG - 50 (3.8 em@ x 30 em ,4,\32,;( He0 )
rwwabthm%&m A% 1400l 98 LA 34 4R
(UV;?E (FUA ¢ D017 1R7F) RE 1T 34 T &
b, 1\ Eé\ﬂ}l};lu’}%ﬁ?b( 23fng (40%) & T4 5 .
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]‘ﬂﬁé”’ﬁ”’?( Na2COs ( 2713 NaHCDz ) = CHaCO:H ( 372:3
CHCLD GBIRYP 0) % BB AL % 4T 13- T $8 813 Table 1212 37

ID Taple 13 (R-B. & TR i)

L- J/lg[z'fe han Lo 515 myg (25w MY E A0 F L T 5 S pH6-801(<
ﬂ?ﬁ Lrs 104 Naa COa - CH3 co H (10% Naz00: :som- CHzCo:H
Bl ) 50l (TRAE L FE I T AYER R TIE T

P ) P (T HD 35.4, ETOH 15»-\1 . Rese Er‘-na} J"ij { 202 ¢
5% ) ¢ i vl</€\=4"1<o~$°w 8% THOL LAV G RE
74 v = (4100 L T 5o A o0 5 s o7
UH T 5. uv:u'\"?%z». T T Rw 23230 F 5 ¢ 8
3.5 BT MiEcRg B X wWER b A A R s L 5. B
Jo 350 md 0 b 50wl ﬁ Ambesjite CG - 50 (3-7emd <
e, BRI HD) t— AT B X b{nm?ﬂfaﬁ)mmu«;u( 3a0)
pacti ¥ f3ooml 5 L N 0 N E4E R CFR LUV EE
( 320nm. £23400)F 2 ¢ DD= 0437 3% /) RE 3 47w T
hr. > e A ’»&Th&}i’i%c346»3(58/)1:;;@
Haod¥ R I 2 Al o KRR E R 1T Tl 13 15F 7.

2. ﬂﬂ” FRR (JRRCE, KB AT ¢ oTiREs )
flwn1a247 E3mMHY EF o pH ST ICRE LK
oIy A NaHeos = CHaCorH ( §3 8% NaH €03 /50wl - (H3co: H Sl )
25-d (T p0:E T %\ﬁ#b 8 3 TARIL . HO0 1754
Ecom 75»d & 0 X 2GR UL IR T 2. fori M Ay
gk . BN AT O e ar A T zo00d (T B. o ogn
L S0 »d ‘cﬁ}“?‘ L. Ambperhie (G-50( 224 cem@ <] 7em, Iz\ﬁl/;‘i
H:0) T /n\“r"'iﬁ'&f vl gawjﬂku,wu 2N S P BT SR D z/.qd:.n
T AL S (NN (U I IR - 2N AN QU T S Y N vl -3
35 ¢ oDr0o01f 1) REIZ ST AKBRETIRE G
Hr 2. (TR T B -3 Lﬂ,u/,(anz UV R E (2880m,
£:4590)Y 3 A 0D:=0347 (I3 H. L o L 343 288nm ¢
€ /660) T OD=0.037 & F ¢ A 1ad R % 0915 0D=0-34/
KTE) . REIT S5 ThA. P NETARE RIS B
Eo22)mg KB RFBERIZATHS.

¥ RB. v- % (LB RLRE RFE AKBRTHS.
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3. Ja- Nydauglz_wv&mb& 290 B W MW‘I 3o o
HPLC (2 & 5 % ¥t

Dﬁif&”’ﬁﬂ/(ﬂgﬁ%‘i?’aﬂ L- ¢ lay
3a.- }Jzolrm”]zgaﬂaéu/molc-& 2a Lﬂ?bfﬁm

SA"zj(.{/wr.?}'?j,LL&fmw&-&' cs- 2a 16-4rg x trans-2a 16.5mg
o35 s our: Tere s AT AR 7. Adpix
AZ27723 24k o EFE (2 25 13T H. (7 A)
WS EA Y r LT A b L Dyplophan Lo L0103 ¢
AOERLTARIGE oL AL 250 R HER A,

(¥27°vB) :
Ty7°v Bt 10nL e L. e 4R CHIRTAS

(o720 L)

T WA 9 % 12 —ii'v) Yo7 B -31‘: (3 y-7n € g
0L, HPLC £t Hw INTH o pb o BFR4E ¢
1Lt mAEICE Ko n: (Takle30)

HpLC Pac king Material :  Nuckosi/ 5c-18
Eluent @ "on = W
Press ' 120 K3/ em? :
Temr- T oort. Detect. : 254 nm

3- ‘f‘:jmyl'w*l“”"’u’f‘ 2a te ‘- 56 M '
)wjaufnwwvw»u 3a tR = P/ meenn

ﬂﬂ,‘(}/vlmx la ‘ tR =12 ~13 wmm




144. 008

Tobte 30 4 o mile ¢ EF e
R TeTw A(?\’a)/ 01 ml () -i’;’:tL (1) &Jiift('j)
! °""‘E/ J.7° B i0-326 tc o5 9
2 °'3"£/7>7'.\,B ; - 777 t- 16 0
3 °‘5“4/7;7'.VB I 628 - 274
4 8~L /4.3 B 266% ;509
5 0.3-\2/ "f;?'u— s ; J. 708 G 7 cq
6 M g 4 wws o982
7\; D-4—5-€/ Vo7 L 5- 862 I 136
& 050nL /g ¢ . 6.513 1 289
S T A YL I 632
L °'8°'J'/ YT L ' 10- 421 2. 006
" heewml faggn | 13.026 2. 655
Runt~11 o z, YaldE e ik Fd it *
TR e Fns, :
Y = 0.2002 - 5.0 30 ( 03 ¢x¢ 13.0)
% 75327, g: lLodl1§
2- X Y(x-2) (x-%)* _ o
-5.003 ~p.21F% 28030 ﬁ=i‘£’_’."_i,:g
-4.352 - 0616 8. 940 a-zy’
-3.70/ - - 041 13. 8%7
~2.724 -1387 7420 _ . 33.c04
-142] -r07/ 207 1 Tibeag Xt 1045
-0.444 - 0434 0117 o
0.8§33 0. 605 0.284
1184 /526 /1.402 Y= 020/ - 0.030
3738 $-121 9. 847
$of2 10:.215 26 728
2.477 20.436 $% 244
33004
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;“"‘71{7"“““‘“‘”?»“4/-3»3 ¢ 25mla KU R,
(7:7°vD)
10T 7wDaF 1 - XE AT B 313 o7
EMEHPLE & Wl w T TN UM o pesh
o MHIE AR LT @R E Ko B, (Tl 31)

Table 31 e o FE e @I

Ru, | TP o] TR O | @ F ey
! 005k S gignn 0.204 0 449
2 A Y 0. 409 0.897
3 0-20mk T A 0818 ). 74T
+ - 308 S T A | 1226 2650
5 010 /oy B | 1635 I 3.632
¢ | 0 g L1962 4427
1 0- 14 s / T B 2287 ;. 4.808
g 0/ e D 2453 1 5.640
1 01T/ pseg 2780 ; 5.988
" vo18d g T 27 B 2. 143 6.843
‘ 020k /o o p f 3.270 7.212

Run 1~11 oz o il etk v Wb=f:3 ¢ U K
Y= 2243z - 0047 ( 002¢x.¢ 3.2)

5 R




109

D L Juplephon 18 & pheplole fuffen N O )
PH 2 F %

FonpHs ] (SERE U plophale fuffer CMs M NazHPO< 3204
- YisM KH:POs /0 mh * /0% NoOH ) 285wmf (L Dygplophan 10102 ¢ (5mH)
yER LT B L E R T T A G EcoR ssnd b o0 A . pH A-
g 8 Mo TpH EMZT & pHES CFav, 1<, 7T
A0 F 20T Maphade fuffor P RER U LaEEL R
TpH oLP e B LRI Taber 32 (13T,

Toldr 32 _@‘67_13{1,.-\!3 ¢ acelale %ﬂmlt SRR L=ik o pH oL PR

YsM kM pOa (0wl 1o 1023 "/FA"“ T
/s M NazHP Oa 320 ] pH 11 - boffix (285 md) - ] et
04X Na.OH troH (15wL)
IM KHiPO« \OmZ 1 Lal-DIQ/T;{’MFfwaL
|M NaaHPOs 32008 | pHET —r 1285wk ) = ] pHE8
0% Na OH - EroH (15mL)
Yis M KHPDa 10mL {2 504 »g /phspinle_
YisM NazHPQa 320m | pH T2 — baffen (285-L) = | pHBE
1% NaOH - EroH (15wd)
12279 /,J,_.’,,';a_
” : = | foffer(85=R)- | pHTO
~ ETOH ( Smd)
Ja 505 g / J:uv&—_
)}’/,":KH’PD‘ 10 wd . ]pnm — W:ﬁwslffz’)f- | prea
o M Na2H P04 320 FeoH (Smd )

4 hatale fuffsr P S 51015 Dyptiphan Lo 0 59K
B A s BIG ((Table 14, Run 33

- Jrgplophon 10 00 =g (25wM ) & F D prias FRE LT
acedats fwﬂa\, ( VoM CcHscorH 204nL = /iM CHs Cox M 196 mb ) 760wk
CmRfAMRL. FTRITADEANRIHT. Ja%
I autate fuffor 785mL . ECOH 1500 H-B. P oms (Vo b ¥ 2 )
tond (pHa6) . KAT (ox8e YBLE LIR U Tdov b
TR T4 g = (550am) e LU SoWw nBT 272
7T \ﬂ‘g\%’}' TAH. RN LUVIANT b v . HPLC ( Packing
Material: 3053, EluenT - Hi0, Press : /10 Kj/ew*, Tewp.: v.U. Y T 28 5

+ Mokylnt Blus 96 m (Vooznd) e miTy pra R ¥
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Lo AR BN E G RACER LA RR & Loy (
pH 4T ). BN KIstarch fest FBTE T H » [ 2 T Hex$ 20d
sam i KB R 38 | TR 9 5 (X IR pHaT).
B#l o He:S, FroH $ SR8 3 ($/0¢c) T3 | chehdi
k(50mLe3) fRKE 13 75533\3"3 FO0B L. 1o 0R RS
fei):% T §) IV 5 T45. 2R ¢ Amberlite CG- 5D (42emg
‘/7cu, ,e\ﬂn,& HzO)Tﬁ\gﬁabCﬁFB(\ ﬁ\f@(im\/
f\t Kb’}‘%émer S ORI 30-~‘£70£w& j/l/lbé&—(ntp(w&‘zaﬁ\
ook LB AR Ezor‘l“éa@’LLuV»g (274 .
t:2070) § A t‘OD—o 35 138 . W E (T s35 n (62%)
th 5. :
3/\ Za o facke. 50w
b 3 Ecxalz ES) ! :Jt:

LTS Chets B (3 ¥ 5 Bi5E 38
ET 46N, ot
[T TLC ( Si0: - cHcde ) ) 3-5!,&»7&4&& DT NN G
nrz ( Tabd 14, Runl. 2 mz%aé\ D

A3 AT acdals duffer THT - I3 BRI o R
Tabde 14 (Runi~T) I Jv 3.

5. %ﬂw Culfor F 1S5 VT 5 Dyplehon 10 o TR
QJ\') 4(&&(1’&[&/4 Run 7 )
|- Jﬂyfztblbpwnl.“fo.?ua(2 5mM) t F 0 pH TR U<
( /oM KH1P04 400wl - /o M Nax H P a s'ami)/mm!
NE: AL ERITANERARBECH T
YT plephate fu—hfm, 185 wd, ECOH 16wl | H-B. Pm5 (Yoo f,w
’:5 ) LM CpHT8) . 7)</\i]7'}1(0~5<‘,) Bi % ¢ vg
C T$7’» WF = (78550mm) LT $S00W np T
/") S e BH T AL RIVIIHLE, UV 2N 9 b v T s
L. 1M lan B3RACHERXLLARN ELDS
(pH 7‘?)- KI shrch test B4t ¢ s [ MexS 200 & D A
KBt s §) I HIEFT 2 (PHTT). 880 HeS,
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EOH ¢RI B R (9 /0¢ ) T3 cHel:s FB R ( 50mlx3)

EKE QR BRMe 0B L. 1o DR ERBIXETE /0L
CRRE T 5. > f ' Amberlife CG - 50 (4-2emp e sbem R K
Fe ) TABETEACRMIRARTEIA vrie B4 53
Bo @&, SRIT e ’eamg}vg)m&wwl»& Za ¢ owle T aomd

R Ryel mﬁmmju;],mm 1 2 fraclion & 43700

gro. 220 hacin. & ¥ 50m8 % SR $EEKR T 89 5 U (TR
.ﬁﬁ%i Amber/ite CG-5D (2dembx 2lem ) T HANAET 5 C 2a
dime 2N 00»L 1§ LN D REARHRTUTVAE

z7¢....« £€=2070) § B t 0D=0.560 l~u)th§[324»3(i;
be DH\IAREICRYE §5¢ 15 L7AGs. -5
peelode  fuffen 2 BF € Bl Ek 1T HPLE o wEFE £ 210 2 1) g &
é’f\mbc I AN TR SN

)Jjo[/mn} v}7l(j,Ugﬂ)lLLu)W)L£ Jla v)z«mcL,m('J SRS ﬁﬁiﬁgg Lo
PEE Powdern\ lBOmg(zl%)éqL,}LL. Q mpowdermir’é.?g
w&;\,.h KW NE TS I HBEET ANI T -7 &
BFL Table )5 (TI L[
I RIGR A HPLC o0 b B B2 foomgllymurcicii 200 5 Jz 4y
Ao onn. 23 et 1 RITYI- THLNR ML B
0 b 13 aclale teffer o B C FIIR TLC & ) 3+ fonslonolel 9
Bhonghn s,

P 33 5 T pheephale W%’ 175 IRMBELL O &R
13 Talle 14 (Run 8~ 1)) 1S3~ T . _

b. 3’}50 L,‘}}:‘;iﬁ,j‘\a&x—\ o T )z

A6 LT ouk ”57€7$m3{n~%€ﬂvwwnl 310 /50y (05 mH)
€ 0 20wl TSR L. chscon Imd A T BB T 285 MIE
H3d2: 0V28 7} © gn%mww«g o B R (A,
235, 261% 345 wm ) 0 b Agnerwenid & o BEAR (B2, 243, 285,
35T )~ 0 T4 N oy HILE A BR S ND . 6% NaOH
EMA U RN ET LN ) BHE LRt 20ml © cdenics
Jrd (125 B ECHE) EmAKAPTFHIOANARIT A
CRBBLT R € LA L T 30 IR cede B ot
BRRL. KB s ched £ (30mL <2 « s5udx1) U T 12 12 (Hel.
R or - 312 L T KA (6ndx2), 4250 A5 K T O 35 F (16 )
AT ERIELET A . el ¢RE YT R KA ¢ mw/
E20 (1) 20,8 13BAE L ) IDBE L 2T o Nz g0 4 F B
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CRISOMNLH T 5 . BE £ 9 A 1R 5102054 (59 crs eoar)
5w FreP.TLC (Sioz*k'{wmw tH3C0.Et = /5 ) T NEE T A ¢ Ma
B 34mg, 3B 12mg T AUT AL TLC (si0a - SRR L e ) g
/)'L,c,vz_edfe«‘{’(-'i{'ﬁf I AN RIS G £ S Ve Gl 1

BB REIRHRT HAELCANT b i - 2 v@E L.
Table |7 1 3 v 1. 3Ba =‘k,§‘iﬂ(ﬂ 236, 263, 3bb nv ( NaOH :fan:
FX ), " Uh) s 368 (M*. 47), 251 (§3). 234 (533, 270 (4d) 204
(43), |76 (/0¢) , 146 (48)

T BN P T la a0 R F L (Tablels. Ru2 o))

L~ Ty pliphom Lo 1027 (5mM) ¢ Yoo NHCL (pH2.0) 100 nk 12 0 B
L TR L. ZIR 3T AL fNHCL 185 ml, EXOH 1Sml, M. B.
Bng (oo TAEE) 5204 (PH25). BLF &3 UT5avi, KALPT )
RAET 4wy = (30 § B L T 00W Abogen oy T P
I 5. HPLC. UV AN 2 b~ T RAE RIS 5 a5
BB T ook RaVELe L s (pH2s). B Loy KL starch fest 1B 1%
8T 9 4 MaS2nd 003 ¥ BT 4] | B R VL35 (pr24). K1
S'}WLIL fCSf PéTi% ﬁgﬁ.".i 35.1'10) Me:S . ECDH tE«f'XE-é’:f«\-( |
B3 (a0l 38 I (5Tmkx3) F 5. FAPEODETHR . T8
FACKE 350l a ;g 50wl $ FFF L. KAS 2 T £ 0wl |
KB &R 1L Amberlite CG-50 C 4 2emp < 16 em . BT : H:0)
LGN B B 2a o Zn.kc/tm o Soond &L U 20 j%‘v'@ ££ T
UT RE (294nm. € 2070) § 5 ¢ 0D:0.358 (27, ). g
13380 g T B INEARERRBRE T AT My (8/72)
K3 5. 4 Faelde beflen 205t Bl 3k HPLC o 13 S A
BT REFE RN D RLRL B, |

SAHU. JoNAcH % T o Rl 'S BRIV o S F 13 Table /8
N

8. TN HEFREIRF T ) laoy 38 Re % 4v (Table 18. Run 4 9 4])
L- J/“J/"(&P":ﬂn a F025 S M) % KarCOs 3voml . FTUE 4Dl | BB st
(oo & oo 8 & ) T WEE F 307 (485 1) WHD ¢ 5] 35 7
AR TRNEATUD . 2 FH T Laash X av UTan 9o
TLE NS RN LI B RV L. Kishoch Tut o 313 A
MWt hNbE EOHERKEYS 245 choHond ¢ 10 L ond. 38 5
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(00mlx2+50mlx1) ¢ T TRB. t W< . FERF:sDB TR I
DR IC CFaC0aH 2ml e 20X, B2 T 2 05 P 1% I% mz?;g;—?i'iff-l
2720 mi (2 3% FE L . Dowex SOWX=8 (3.5 cm 2 [0 em , BB S7t 02N
AcC NH‘\‘ TANBLIE ¢ orude Ronwrenions £a v 400wl 1% G 7L
. TAVEIOBHF I T UV EE (360mm, £=4440) "57;C
0D=0-543 (L) oRE (3 305ma (29%4) T hi. 5k m-#joém -
;;*uw(ma(%c 20 % B3 TLL .l VR LIS oAy Sa
IS L 4 4B 2 FBE R PR spl N, LS. Lo LT
LIS TR LT o,
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IR N T A P G £
[ D:0% i b daplephan 0 X 1R REF ¢ R

L- Jﬂg}yﬁp’ " .\_“ /- 23 ( §mM ) & HOD /oomd (2 ppJR 'F,A_\FJ-T- L

EAZT ANR ECOH S MO BEng . REB NSy im 2
s ¥ ) s A h%?]tua,m?Tm)i/(;mv/7
ih. 1o 7°w /od%mﬂ‘s“«wemw14.5m,(:)\
PTC AR &

T

2 & I)(A’B)"%m\‘/}“77\“€‘o\51§)§’k
£ B L < @kl/'?}(/%\?:ﬁ'\: (o~ 3°C) 4K T4 L9 - (
490 mm CAC 61D ) E B L T S00W AP T L 7 L 70 T gpEP B
5.

—AKRBRF 0T 7T FUREINT A L;wfzb/ym

337»0(016»\ YIZ D:0 f 5ad = J0 A . oMk L 2nw T
Bt mRLTArT. ¥R ARG 030D o.5nL,

KB 0553~3( Jooo T vE&) $A0 L. S 4LED0 %T
DER ATy FoeoE L %\A,m'(mﬁj\,z,pj 5T R
WEITT D . (A ERUMBKRE RRJG:C, B

Bl CWERE £ 48> TR B D )
A/B.C.D 13 2~ 25/ S W RINE » L & 500l B
HpLC ( PacHr‘a Nateria] : 304/-C, Eluenl: 0.2 M KH-POa . Press : -
Jor 50K /om?, Temr. cg0cc ) E R T lao JR-]J‘ isf‘ t :T‘ 5 5
( TR = J6 min ) (Table 33).
RICHEJLFE (2)aKka i
1‘:1)’” Bosoa »i/e, BM ol ok - a-n) =/

E A (a-2) jna—ié &.T

Y, Tt RV CEL T RIS TALR L RKnd




115

Tbless  L-Dgplipden de 0 ®YE
| H=0 D:.0
o« i .y @y
: 0 1.0 - 0 1.0 -
: 2.5 A 0. 88 - 2.5 M5 0'7.5 c0q :
bosop 0-70 til 50 593 0.07
bors b 88 613 5.0 0-89 012
ns 0.83 019 0.0 .85 016
12.5 0.80 0:22 1.0 0.82 0145
150 2. TT 026 130 80 0-23 |
LTS 073 2] 5.0 076 027 |
200 0T 6 34 7.5 0-7) 0:34 |
: 22.5 666 b 4] 200 0.67 040 '
| 250 t-63 0-46 225 0 §4 v 445 !
| 275 0.60 0.51 350 0.61 L
: 300 057 0.56 2T T 057 0.56 :
' 30-0 D352 t-65
Lo 100 - 0 .00 -
X VN TR L 0.03 2 0.97 WL
©50 0.72 .08 4 0-74 0.0¢
7.5 b-87 D14 6 ¢ 91 c.0f
0.0 ¢ 84 0.17 s 0.86 .76
2 278 v.24 10 083 s ]
, )S-0 £.76 D.-28 12 0.78 t.24
! 175 072 633 14 0-T6 ¢ 24
20.0 t-67 0-40 16 -T2 633
! 18 0.68 06.38 '

£ 3000 %
%I’J-j " /DQd

C: #£.=35x,0"%
D: 4, a6« /07
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2 DABC 0% % F te o 3% AL

L= Jagplopinne 18 1029 (5mH) mr_con—ﬁwmmﬁ, R B I5ns
(oo % 0 % E ) 2 AUII DABCO 84 mj Co7smH) & Al v TH D
tm:“s'»?ittas' B B RN E T e ) . RIS MeaS 2
WA IS SRR Tl’ﬂ?ﬁﬁ’b‘(iﬁﬁﬁ'b. B 2 Me:S . A
¢ AR M R TR v 1z ik HathH Sed £ A0 K CHitde a8 (el

*lfSOMA'(?;\ ‘ﬂ T4 /A\#‘]EWQtﬂiﬁ X)\"JZSM«('
LiNs. Do 30L& Dol«um( 50WX-8 (35empx s0em, SBR
%t 02N ACONHy ) T/NBET 5 2a o paclio oY K5 LG
LiILE SR T UVEE T 5 0D-/01318 73 ) E (3

w T 5. ABE (325m) 15 BE T 5 P2r 7
Y 1B s. BOTLC 0 LAWE o fRiavEo binda
LH T h b
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$mE (M T 5 RER o

L Oxghyplemine 36 0 MeOH BRY ¢ 0% At

Bxylrgptaming - HLL 80T-5 mg (3.8 mM) [T 20% NaOH 30 ml %
0. FUE® & CHiCLz 38R (200mlx ] +100mlx2) & 4T TV
CHaClz B % A L (50mlx2), A4 A LR AR (50ml=\) Tiki2
L RN (el ¥ RE Y R T A X fue dose 0 % %
£ cownmel € LT 218mg 1873 36 0 fuc boae o NMR °
Sppm® 208 L 2H, §, J:THz. CH2), 2.50~ 3.03 (2H, m. CHaN ),
339~ 3.68 (IH, m, CHCD ), 6.64 ~T40 (4H, m, AromH )
UV © AR 250, 280°" nm
Fre base o 36 & MeOH 30ml (TBAE L. Bl T | BFFAIL
BdAh. >0 BRI & CHaCle 20ml F(IM A . KAWL
2 NOH 12.4ml (76 mM) ¥ CH2Cla 10 ml 13 383 L T2 (LCO2 CH:
Loml (TEmM) & (X< ST (CHABFBTL. BT 4]
ST IET - SRED & (T4 ) E WBE o RIPH ¢
ok f% . CHeCla3ah (Omlel* 50mlx2) L - CH2CLz B & AC
/ﬁf, (40mlx2) ,’é@ﬂ@&i&i}i (40mlxV ) T HF g B, 2 )f’ﬁﬁi
KEi% CHaClo $SEY R AL LN solidt LT 2TImg (fume
base 0 360 6 O RE 14%) 15 LILA.  awlme - n-hmane 07
LESESS B Y omp12T~128°C o 441K Se & 155 . Anal.
Caled. for C2Hia 03Nz = €, 61.52 5 H, 6:02 5 N, 11.96 . Tound:
C,6I.55% H, 6.015 N, 11.89. dppm(CDCL3, 60°C) 1.83~2.44
(2H.m, CH2), 3.2~ 3.90 (3H,m, CHaN, COCH), 3.60 (3H.5.
C0aCH3 ), 5:3V(IH.br.S, NH ), 6.72~ 7.48 (4H. M. AromH ), 8.86
C(IH, br.S, ArNH) 5 § ppm (DMSO-de) 1-60~2.32 (2H, m. CHz),
3.16 (2H, §.J=6Hz. CHaN, D2038A0 T 3.08 (2H.t, J-TH2)
(<F AT A.), 340 OH. T, J=6Hz, COCH), 3.53 (3H, 5. CO:LH),
6.60~T.48 (SH. m. AromH , NH, D:0&0 T 4H 1K E LT 5.,
10.36 (IH.S, Ar-NH) 3 ASax (&) nm @ 250 (85103, 280 M (1400);
me (%) ¢ 234 (M*, 30), 206 (60), 146 (100) 5 DKL em': 3385
NH), 1715,1703 (€=0), 1540 (CONH) 3 HPLC: Tr= -6 min(
Ricking Material Nucleosil 5¢-18, Eluent : H20/MeoH = /4 , Press:
110 ¥%/em?, Dect.: 254 nm , Temp. *r-t.)

36 0) fous dose & MeOH ¥ 24 5 M 2R T H R A% MRL
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%9 By ASIEI%IELNA.,

2 Gegturfunioc 36 0 TN N BRSEHITA
= 3<4F % k. za

't A\ B L ((Table 18, Runb a4 )

YryDyplanire - HEL 304 mg (14 mM) % EACELOH 15 ml (3
253 L. BLERGRT 10%4 NaOEU-ETOH 9.69 (104 & L % &)
s A0 AT . BERT ISANEHT AL 0 9 BRI ¢ (L0t
2zml (208 2 L3 B ) % cHaClz 10mL (3380 LIV Y %
CHaClz 100 mi- H20 10ml P ~F e < @eyfTL. BT
BT KA THMNIHT 5. RELR IS T KB
B KB/ Y 5B 4% CHaCl: 38R (100mlx )+ 50mlx2) L.
CH: Cla B % K5 (20mix2), 4240 RIE K (20mlx 1) C3iP § 5
CEBEBLIR G cHal, R AW R T A Y HE solid & 34mg tH
St Y Ea Uhcl BT A. CRCL 1T FET L o L L
48 % 8 © powder ¥ L T 89 mg (2%, mp. 200~201°c) $$73. O
FLE Si02n T A (10g, cHaClz ~ ¥ actome = /1) B U Frep. TLC
( Si02 = CH2Cl2 Jacelome = ¥1) T 2 BLT A ¥ 4Ta N BB araned
W1 r L T dmg (1%), 47b oNi%E & wamel K19 ¢ LT
BSmg (17%), 48 N B B solid t LT 38mg(9%) {F LN
[1. 4Ta 13 TLC (S5i02- P2Cli/gutge =34 ), UV ZX 7 Fv
WIBO v =3 L. 4Tb (2 dengone - - Amane 08 L HEEF Y
Y mp100.5~101.5°C o EE4TINam ¥ E . 2 i3 4Ta b
CLCO2CH3 LRI T T4 TS vt 1 R2AN 7 F v, UV
2 N7 Fou, TLC . mmp. o\ - BLUTS. 48 (3 awlow 2~ 5 &
28 3 5 r mp 202~3°C o E R EAN KD NG LI
4Tb: Anal. Caled. for CiaHieO3Nz = C, 55.71; H, 5.75; N, 10.00.
Found : C. 55.68; H.5.73; N, 9.86. A% (&) am : 226 (32400),
230 (329060), 256 (10800), 262.5 (10000), 328 (4630); D jax

max
(€Y cm™ : 3430, 3260 (NH), 1760, 1738, 1655 (CO), 1535 (NHCD);
i3 s 3.25(2H, L, J+SHz, CH2CD), 3.54 (2H. T, J= 6He. cHzN),
3.64 ,377(3Hx2, 2xS, 2xC02CH3), 5.30 (|H, br.S, NH(O),
7.03CIH. t, J=8Hz. AromH), 752 (IH, X, J= 8Hz, AromH), T84
(IH, d,J=8Hz.AromH), 8.44 (I1H, d, J=8Hz. AromH), ti.11 (IH.

br.S, Ar-NH) 5 & (%) 280 (M*,14), 262 (12), 147 (16),.146 (100),

Yy~ oo
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120 (6D

50 : Anal.Caled. for CiaHi805N2* C,57.13 5 H, 6.17T 5 N, 9-52.
TFound.: C,57.125 H, 6.12; N, 9.49. VDt 3260 (NH), 1728,
1692 (CO), 1555 (NHCD), 1050 em™ 5 Amex (€1 nm : 238 (13300),
280 (1640). 288" (1470) 5 "& (%) + 294 (M*3), 248(3), 250
(V). 146 (100) 5 & PPt %%+ 1.09 (3H, £, J*THz, CH3CHz0),
2.04~2.34 (2H, m, cH2CH2N ) 2.84~3.16 (2H. n, CH2CH2N), 3-16
~3.70(2H, m, CH3CH20), 3.50(3H,S. C02CH3), 6.T38 ~T-44 (
SH, m, AromH, NH), 10.35 CIH, 5. Ar-NH). |

A I ETA U i R T o &K 12 Table 1913 T
3.

3. 807N ) BERYT TR EY

48 103mg (0.4 mg) % EtOH 5ml (JERF I L TIFICIM
NaOH 3.5 ml (3.5mM) 2204 . BER A ATE R T ) 5
:}'E:#jb' E\mﬁi% CH2Clz 3r b (50mix i+ 25mlx2) L .
CHaCLz B % AKGE (20mlx2) AR ABANMEAK (20mlx 1) T3RFE T
. TREESIEIE CHaCLa % SE D R T A ¥ . 482vE & solid
T 8Img (7841 LN A. I N % awlow 0 LASESeTAH L
mp.202°C A BEBRFKANG LA 1 RN TEAL
UVZA~NT7bFA, TLC WiBH -3 LI,

A, B0 TLAitERYIIBEOLE RN

48 89mg (0.3 mM) & B ELOH I5ml (I &EF 3 ¢ 13 F 1210%
NaDEt- EtOH 9.69 (14mM) & MDA . o JBJR T CLCO2CH3 22ml
(28mM) % CH2Cla 10ml |2 BA% LT3R € & CHaClz 100mL-
H2o 0mlo P12 d ke < RBFAT T A ATHTIRKRA
T 4930 L. BEES o LB RS &1 et
Joh (100mlx 1+ 50mlx2) & 47747 . CH2CLi B % K3t (30ml
x2) AP 40 A IE A (30mlx 1) T A L. TR FUEAE emey
Lt EY E T H YA B E powder T 81mg (91%, mp. 200~
o1¢) 4%, JHUILIRZANT7 RV, UV ANT L,
TLC MW St — B LT, |

5. _Q’!_ld._g_ualp'ﬁlbkﬂan Zg ) éﬂl
i)_DMSO-HCLE 1% % i
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L-‘T’lﬂﬂbf&““’” la 20-49 (0ImM) (T CH3CO2H {SOml, OMSD
Tg (15 B s B, W%HCL B2 15 EE ATk
zi‘%“: T Ao 7“- 5. I"'fm"/refdlaan 13 - 8 f,")é\l'y AN . :g[ L |
BB NH R L. RN W oy 1A, WE TO~907C T
ﬂﬂ:“i L. & 88 ﬂ\fé\ﬁ:';.ﬁ 204 T R % 3 I 5. 45 B
N ITIIUV AN b ALTERENL. adele DR (AS,
7o 12N 375, 288 am) 1" 1 exenilolc o IBR ( AWax 251,
9 am) A BILmA LILs. REFGEHILSE ) ERL
- Me2S & AR %, R IRk Ambelite CG- 400 OON” CH3 (o7
form : 4.Temp x36em) DN T L AL, g L L T H20
tEONBES AL, UV 2N b b vondale B o R
(33 packin B H H ($I600mL) I RE BE DA
200 ml 12 S48 1% CH2Clz TAHR (50ml=1120mlx2) & 11737
. ’\%‘ G hr:’i(}%’ & ,ﬁ(,)?t ng'%\ T ;,%fﬁﬁ LTw < X. 2§ﬂ"powder
rLTHRLT A SAYDI3 A 166598 LA

( mp. 245.5~ 246.57C (dee)) & R E B U7 Anberlife G- 400 (
atode form * 25 em® 21T em, ,’Zi:ﬁﬁs?; Hz20) T A v T N
L. (B L T enndele B oo packoe & U RORSS
L T\ < ¥ powder »\ 3.599 ( mp. 242.5~244 "¢ dec)) 1% 5
R 5. 2t 20.249 (92%) 2 %k He0 20 b AfGFT H ¥ omp
52~ 253 decy (60°C TROsBAT AR 5 8% M 3K ( 250
diaaliwscaomen ok A 12 )55? 3T &= g 770X éxs)?a o\ 48 L)i,\g?)
B (Lit. mp. 248~ 249°Cdecy, mp- 2645 2457CLAEY o P 256" c the)
mp. 254~ 256°C (sgl;c.) , mp- 248"250‘C(d:;:)-), MP"JZOA,6~ 247‘(',_((1:&) , wp.
250~ 252°C (decy, mp. 249 ~253°C (dec) ); & PP‘”‘ : 2‘03.\,2_53 (2H. =,
Ca-H ), 3.99 (0-4H ., t.J:5Hz, C2-H), 4-13 (0.6H, IfJfSHE.Cz'H)’
6.75~T-42 (4H., ™, AromH ), g;‘?;gJ(«OIH‘DzO . 2.06~2.89(2H,
m. Cs~H), 4.43 (0.4H, £, J=THe, C2- 1), 4.52 (0-6H, t,J=THe,
Ci-H), 6.88~T.56 (4H.m. AromH) ([ p-id » 2 7o} 13
gl s AL o) (Lt SoP ™ 448 (r.J=T0He, CimHY. 4.60
(t,J-6-5He. C2-H), T10~ 7.60 ( m. Arem H), ;ﬁ;?nﬂrﬁacom 16e).
2.62 ( m, C3-H), 4.61(F. C:-H), 703~ T-61 (4H. » . AromH ),);
e () 220 (MY IT), 1AT(20), 146(10D), 133(23),13208), 130 16)
128 (25) (Lit.  atimg peak = 147,146 (100), 133,132, 130 128, medium
peak v 158, 15T, 145, 129, wead peak - 220 (M), VTS, 174156,
134.131); VR em: 29305, 1695, 1685, 1648, 1530, 1508 , 1490,

. MMM LTRSS 5.
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4TS, 1398, 1354, 1333, 1245 (Lit'*®) 3000, 1648, 1621, 1600 . 1584, 1495,
1482, 1468, 1400, 1346, 1200, 140 cni'); A'max@mi251(6820), 279" (
1430) (Lit. A28 tWam = 250(7250)) 5 HPLC & tR=12.5, 13:6
min (20 & 4 T 11 daaluswomer 13 INBET 312 v )5 TLCC
5i0; - n-BuQH : (Hz(OzH:H20 = 4:]: 2) Rf: 06

i) 3a- Nja.'n—walyﬂﬂuls—iuc(o—@c 2o 9 @IZ' MK MNALIIL S F 2%

- J:'L&IF-\::-})LDJ\.LA 1023 (5 mM) o KA ILE VR LT %0
T2 crude 2a- /%clmuéwmoxfu;w(;,& 2a (e, Trans @ SR A T2 )
912912 INH 20ml 50 A . 2 R AR T BT WAt
% 50~90°C) 3 H. UV AN ) FAVTERIR cBHEL. 45 )
CERIv EERAA (e MY 23T, 294 am o B AN b exinded
g g N L Tieg h.) BRI % Amberlite CG-400 (eclate
form , 2.9cm$ x 26 om, BRI H20) THAREI S ¢ - B
8y o n«d,.'(ujrlslpﬁa/n\_ 29a @& j«uuo&?m N A9 200 ml ;]3" l«)ﬂb . ;5’\
MR IRAEY R LY - T W0 £ 27 » ikt e
pow der ¢ §36mg 5T ( Lad ) T6%, TLL (3 onwapel R U
HPLC 13 dinlousiaoner @ o peak ). Ha0O 2> b & FEde € 47T
) 623mg (56%) o & H & powder ( mp. 244 ~ 245° ¢ (dec)) oY
@ 4, L. o 113 DMSO-HCL k3 2 7 AT E 1 ke £ IR
2~ 7 b, UV 2a~x 7 v, HPLC. TLC, mp. mmp. a\
Sl GV N

6. L= Oxylayplephom 290 DT 07 ) MEKEIRTISBOA
BE % B3 b

) Aid (Table 19 . Run3 o #54)

L- bxyluilopfan 200 226mg (10mM) % 2DILTF Hz0 10ml
DR g . AR N ER I T AZPIL H0 (42 o MeOH-H0
¢ R4l v 4 b 35AT MeOH) 20wl » 10 % NaOH 4-Iml (1015 E
LS E) sapi . MERRTERCEPFIL. VUV 2N
7 F e, HPLC 1) 43204 T 29a 20 XA NE&H L N Te
B % $57 L. KI starch test B Thb o T 5%MeS-
CHsConH %210 ml £ 20 A .10 T 5. KI starch fest
PR e A ER4E ( RVUR G B ) B Rl oMaS B AT & L
RSB B KR T ORJVR & 4D 5 omlIT SRR IR (Bt oY MeOH-H:0
NIBAIIIRKES £ T MeOH £ @& L. B EUKEIT L
1R T L) Amberlite CG =50 (4.2cm@ * Jem, BB RR
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Bl O \“;3. TAH L & % (1< d/(.ﬂléztby}btc'f’//\.ﬂ/’h 6o h 'f?: 7a)
bnercin s B % AL }mr,&'au (1) % . KIS ‘fu‘;;w,wndrx ba O
ackoen (M) % F T Fanction (1) %7 200mg  k CREE FE T
© ool 15242 L. Amberlite CG-50 (3.8 em$ o 22em , SROBRL:
10) T & A EE 24T 73 ) ¢ e a jrackon 2N E) 500ml. 209
wleor AN £3 700 ml ’\?j' L [T, Bban 'émcL_nL 13 )iff-'é B
L0 % WA T AL 03mg (43%) 2 B & pwder & &5
TR BE T Aan Bt Uv a~N74F v, IR ZN
7 + v, HPLC, TLC N-FL3 A
- % Pynumwrane Lo O Lo (I) (3 7000mL (SERFE L. 445
FAET UV RE (360nm 1 £-4440) 3§ » r 0D=02001(074
o238 mg (T5A) 278 5 - 3z packen U) » L%
LIl ba o jracken b FEKIT 1000mL 15 KR FR L | 5%

2
Jew
I~
-

KLUV %53 5T 0D=02091(°74 7y . B2 10mg (4:.6%)
tHhH. . TE 48m3(22°/,) (213 5.

(A (ST oo (13 ¥ T RIBIKE T Ha20 A
H v % & powder ( mp.161.5~ 1647C (dec) N L
it § 5 L-Digplophun Lo 0 03 BLALT H LBt 1 RA
'\°7}"\"UVX'\"']}"‘/,TLC,?‘E&?'T\T, HPLC v
- FL L. _

i) B3 ( Table 19 . Runil o ¥l )

L= B Jom 290 221mg (1.OmM) & ARELT H20 10 m
LB gﬁpxgﬁa 7 A P 4% MeOH 20 mlL, 10% Na 0¥ 4.1 ml
(0BT AsE) Emi. BEERRT WIRS00C T
W45, UVAANTF AL HPLC TR GEEE:L. 2048
3 BRI 290 B R LT W RE RN ERAD (K starch
test PR ML ). GBE Y & T MedH & A W T 42 Amberhite Ca-
D (20mdxllem, BB AL H0) TABED B T dumy”
b7 & 6,\6,@ 9] z’\aCI\:t’"- 4 Fofyure vt Sa o '&/\_a,r,t_ﬂ\. %
\%?Pz FZ?!J B ET0H Jia 7 pactioe 13 1350 mL (2
- LIOBHFRTUV #B (360w, £=4440) 3 BT
0D=0.20V (275 7). URE 1T 2Tmg (61%)TH B I 1332
Sy UV AN T b TLC, EE RN, HPLL VT ELL

T<.
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i) B:% ( Table 1§, Run i o 1)

- Bxggplephon 28a 128mg (0-6mM) & AAZLT Ha0 Gl
CRAL L. BRI T AEP{Z H20 oml 23800 L. ?_ﬁ!-'(ﬁ
B 5. 145l T E KA. KE @ 32T AT R
54 A ¢ 294 & T8 ma (61%) R F & powder (mp. 245~
2T e deeny L LT EURT X AL FHLE 00l ITFRF L

L) BB RT Aywunoe 28 DU ViS4 L ob=
0577 (275 RE 13 3mg (2%) T H . FRa HPLL 3 )
9. 6 9} 12 d/.axﬂat )’Jfb'PJ»“’“ 66 o MY diaarstacrer )
BA Y LI 2 AR ZENLIS.

T Lo Odonylngplophase $8a 7 AT

L~ Bxylrgptophan 290 2.289 (10mM) & 1D BT H20 50ml (2 %
L. 2:21 < A 3144 H20 50ml, 10% NaOH 41-5ml (10 5
LY E) LMA. Ei—jaf\lifu‘\: EJEL-(T’R‘:H_-? 5. HPLC
b L 604 T 29a 0l AMEENH LNTTHE R E $AL (KL
starch test P 4% ). 5% MeaS- CHacO2H $320 mL & A0 % T
£ 10 183 T 5 (KT starch test FRAED EE 5T A
o Mers % 9 B L. RIRETKE THI0mG SR A Amberlite
CG-50(59em® x 1) 5cem, o R H20 ) T MEELT 5 T
hiegtrglophan, 668 @ fackion 1), puunas b6 9 judio:
(II.), §_§o.t ECLU)IBBL (/"1 r: FULC,I:\.‘G"L (M)l:/ﬂ\a\f\};‘
Fraction (L) 13 Amberlite CG-50( 3.Temd » 35c0m, B R
H20 ) TRASEL . Gax 8a X \X/AATH. ta » paclion
el nAREKG L, TBREREFETIL L L E5EgE
76% ) o 6o EHAH . I HUE 20 £ 20mL LS PN RV
ﬁ@%@ﬁsmuﬁﬁbiﬁﬁﬁiﬁbt%ﬁmmﬂﬁ
s faT s ¥ LT #)300mg (mp- 226~ 227" (dee)) B3 6
nb.im&ﬁ%@ﬁmmnwaﬁ&&@wma(nw
Pk o RAT L LTIRT A L0 06T @A
ME LIS A . ETOH-H0 D BABETHERTHL
B At B PLAN AT B T 59 50mg (mp. 2087C Ldee) % b
‘}’\}D- (% 1\11\0\ gﬁ&l}'\ﬂﬁ%f’c‘ll HPLC ‘(7\3 rci;).
Packing Material® Nucleosil 5C-18, Eluent : ™%Meon =9/, Fress:
no kg/em® , Detect. : 254 nm , Temp.: r.t. ) 3&:’)51‘1 7 2 ’H‘%m
B (43 300mg ) kMO »> b Ffhl £ LT np 228-5
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©23cldeey A RN G LA . 3 HBRR 0 IR a8
5e0 ¥R )IR G € mp

B ( 4J50mg) & ELOH-H20 o L &F
206.5~ 207-5°C (dec) o FLga N AR
7 b4 F- 913 Table 20 KT -

5B v 8o (IR LB UV 2BITL . TREEK

BHh Y 222mg (10%) 1213 5.

~ A

nrno 1N

)
O

3

8. L= Jwplepnan da @ 03 ARAL (D3 B Apwwnin ba oy AK
- Jwyplophas Lo 1029 (5 mM) & 10 J00 mLLs 2D 7
C27.g < AVE]4E H20 100 ml , ETOH 30 ml %R A A . KA
B 0~5c) TV RERE, LRLIIEERT
WETA. UVAN 2 A bEI105 T La
)' g
&
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E]
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= F
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7
L KA EH 3. RN IR o Kl starch

~ ot

Ze 70 PO
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= ¥4k

,S 3 ml 20 A . 5330/;,\1?&#’3 A,
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VR P72
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e
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)
nrio
ArEH M
h test Pt s #E
ITEER eI sEMEFTA L. UVEIN T Fvrh
}ym«afl/efpucu‘/m;m' a0 “Jio‘l?\mo(}_;{lﬁ 231, 261. 220 am) G
muunow e 0 BB (A max 227, 258, 360 mm ) ~ 9 ?'L A0, 0N
AL o T R R AL . 2NNaOH T %o fe. ErOH, i@
2o MeaSt KA Y R ¢ . 3 1N Amberlite (G-50(

o emPx 2 em, KRB HO)TABEI A YV VIANXTE
L) b ) packien 45 £9 2000 ml 35 G S A I & LI
4 5 Y 620mg ( lan b 607 nRE ) o HE powder N T L
P2 S PUg HD o b B&EH e BLTiav e 3. 09

owder o 2 N 7 Fov T - 9 % l‘kT%ﬂﬂ’J A. mr.)g*r«.

168 5°C (e TLC (5i0.- "o = 750+ Rf 065, Ehrlich
%ﬂ,%’i : '53'7{‘3] B, Ninhydrih%ﬂ%}\ %, Diazo colour test -
B, VRN om': 3500 3340, 1615, 1490, 1452, 1375,
1345, 1214, 1165, 7483 Ao (6) nm ¢ 226-5(22700), 2575 (
T310), 360 (4440); HPLC: tr= 6 min ( Packing Material:
3011-C , Eluent : 0.5 MKH2P0a, Press : 20~30 k§/em*, DecTet.:

254 nm , Jemp.: 60°C ) tr= 8.6 min ( Pa(‘_kina Ma"ceria\. * Nucleosil

5c-18, Eluent : H2%Meor = % . Press : 110 ~120 K3 /em®, Detect.:

254 nm, Temp. * r.t. )

9. Rioxylupleplan SGan 7L N0 WKBRT T DRIV
» WRR 0 DL- Rynwunere & B R A - v
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- &'Bx%ﬁwﬁbizﬁxm 6ba N 23 ,}5\1{ ( %}iﬁ.{%)
128mg (0.5mM) & H20 |Sml(Z AL L TIBATT 5 .
7 AEIE 0% NaOH 22ml (1045 2L 8 ) 04 - &LF
BT sesMILE T 5. RIUENJ AR CHaCoar & AR T AL k3
U T2 BN % Amberlite CG-50 (3.2cngx Tem » Bk 5L
HeO) ¢ 43R L. HeO % R $BEIRTH 2T 5 L 681y B0 m
(62%) B > LT . O LT R ITAT LT D mew pedar
o LUV Z A 7 FoL, HPLC, I RZ N7 b sLa¥— 3
Lrs. B4 T LB LNt o (I E AR LT
S T3 [T
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N E_ T4 973
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$ 5% M3 H R

[ _wamm 39 n & Bt
@/y“ ﬂz)lb;/)be ‘é\,s I.&ﬁafﬁr_ 3027"8 (|~4n\M
TR L T T oD EFwR T A

TOBRLOH 40w & 40
N F (T %A NabET

Ao i

- EtOH 967 (10 B EAST D EpuA . 9HIETIN00C T 98

iRl H RiRT A @A B SRR WPz 42 H2D 0wl € 93 7

cH2 Cl, 38 1 (100D mLx) = 50mLx2 ) L . 2Ll /g o) 7). 2230wl
TR g

50, AafnAUEBK (30mic1) TR IFET e
5. (et EREY 23 5 ¢ pynebilow 3¢ 0 22
K v LT 103my (39%) R LU N
e lli/peon='% ), UV AN 7 B3
{en}um L EsESeT B mp- 120°C o =
Lplc. o IUIEREERS LTV HIE Lt
UvVan~N g b, TLC v = BLL I .

Z. Q_’K_\;}_)_:yiptamuwm 36 LL_P_‘:]/’I/I&'CLG(,WLC :ﬁ AN ﬁ{f}%ﬂ,ﬁr :

AT ( Fig 19, Joth: MeOH. NaOR: 2B EEE 20
Qta«IL?P’tm»w 45',)333}_.:3 160 rs (0.T5 mH ) & HD 3 0md
CREL. TS L TT 2 FHETH. 1aTd

10% NaOH 0-6ml ( 27 T L £l ‘,% y & /M0 i gb 2B oo ~10°C T
UD?&Z‘%‘;?\/’C} 5. a5 ac13 HPLC ¢ H AT o ALGE

4
THNE SO B AL 2 S punnsLicloms Yot HTEHT S
NS BSR4l 8 CH:CL(ZDM,Q.)-HrO()S»\L)’&-)JDAm.‘i:,
S uhd B s AT L XRS5 § oA )10 B FR
E. O REE R T el L B E T A B oL N R E CHoH
[ NEE AW p;f/»w&dp‘laj%’éé\l)*)‘)T'\,t‘H{;
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=
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RAP AR P & F b Nb-metherjeankoud TagiTopor 7
i npLe s AT T e To wek 0 BT

it . TREEERND

LT o ERELlE RRR] o5 BFR R ) R

0 (4D mf ) - CHiU (60mL) € mima L. dl 5% ¢

U % Ceco:CHs (2») & AL CHotd (2000 ) & % IS

8o ) TR T S ek B v AL L O R
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FiEEs % -

Dual)(,-(jﬂ-r\ CHde fG ¢ -
U)CHzC?x K EW R I e &
2NV GV B -2 S hotd TLe, LUV a N )
N 245 - BLL /\ﬁwmlllfrh W®E Y
s 5.
Db S8 F s Fie 11, 20 IR LTl |

go s

|
f

3. 3-(o- Q)J,L)*F/L..uo’ - 2- pyrL LeCeoloae 31 o 2 ¥ o (?b\ﬁ—f{ T B
U\}“T ﬁ H ) ]‘dzll(r&j{nu’ 37 1.5 ,“J 4 CH30H 25 w2 fg\éﬁ-

2l ¢ ANy NEHFATH. 2o P ITHEL
e § BT 130ms v CHIOH 25wl 1 RAER € [ EE T
Z e~y MTHHFLTMWMAZ. HPLE A -
Ao LT ho paka &fﬁo\»lb("’»/n}i X o
A T RS £‘(/&~’20)ﬁ'3'ltt 3"/&7)1\113%@5;;
Ls knh. (Table 34 ) 1 iLL a4l v & Fh = Fia s

')qu“\;m"’x%ﬂ»r\r:.

¥ (BAF) = 0499 x (EEX) r0.062

71%‘

L. o
1 oY
-4 nk £
NI I
b

&)

wles4 e atEw e BHX

1|044|o&7')33|l77|22l | 265 | 5.0 | 3.5a 398|442 | 520
1310252]0490]0783|efosIusol/.32/|/7/2|/7r2|z/:/|;za: 2470

HpPLC _
Packing Maderia] = 3053 SRR ¥ SRR PN
Eluent = ™O%/Meons / a7 TR = 28 mam
Press 100 K] /et
TemP. T YT,
Detect. * 254 nm

C pplded A F T L T O L

Ox. pne S8 jmﬂ’kfm 355’"'3 (1.7 mH) & HD 60ma 12 /;6\

L TAMA LT T e EIRT D . 0% NOH 14w

2%t w:*w £ ) tmA s Bzece v mEBAER R e 55T
B, BRI ER AT AP, 10%NOH 53ml - H0 30mL
v cHacds 1500d o F (T il 10md 1T BAE LT cledstHs 43




G omeoEE Y RITAHRL SEMTAT L. OE v
oA TR HHERT 5. AR LR U B v h0j3
D & el IR (S0mlx) v 20mLx2) LT B urd. Bt
¢ - #E T LT AGE Cd0ndn2), AR AE K T AR F (Lo
A1) & 4T e Mgsos TERLXET 5. el KRG E TS
Y R E B N9 A Ly 2870 o L. Ok S0 DT
A bW cmeeET) TARLY B CT T 8 ¢ slid &
L 156m , A3 2 EE D DX S R AR R AN
HrLTHF RN A T LI T B A NI
1 % PRP.TLCLS:owcmcoxEt) TEHMNT B U Aa v Bl
5 4 WKL LT 12945 L T
5 ho B D (T oan yre) 1T3EELEMAAMEE LT 5
Helia TR (20m2x3) L. EFIEURE und. t R EY &
S hCEERE D 9 A KDL 6IgF DS L NESONT
Wo( 5y, ubeEr) TANEEY BT L s E N 7 2 KDL
Lt~ i§bitsiels h2e2RENT X v F e LT
BowgBm. & RE Pep TLC (SiDi-cHsnED) T AN A
£ 45 oy Img, 4a oV g, TEaV 12~y 8 LT BT 88 g
4D% ) , 45 61~ C16%), 4T o 20 wg (2%, 18 30 (64)
Wiz fongoni - nwhoene b ABH TN ER T X
L fa (mp. 145.5 ~ 146°C) 1V 140 »g B LS. 2N T -
(3 Table 22 13 F 3. €13 TLC, UV 2N 7k v, HPLC
W H Y - BHin . Lalz T, UT AR ke B 5%
y - B35 . B Aee 231, 263%™ i, Vimw 3370 br, |70 be
1530 em™, o (%) 310 C M, 7)), 3/D (M, 13), 260 (53), 04(
P3). 172C47), 146 (50>, 144 (§2) 132 (44). 131 (50D, /30 (39D,
7 4dy. BB 64N, SIS 1 65~258 C2n, m. tHr).L 284~ 530
JH, m, CH:N ), 3.62, 377 ( 6H. Lo S, COOCH3 ), 3.86 (1H, L J=THe
cHeo), 5§04 CIH, brS. NHCD), L. 96~810C6H, m, AremH . Ar-NH,
cooH ) (DD 3% am F 5K 476~ 760 (4H, ™, Arome B ) 1T T 4e
¥ 5.)
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1. 3’(0—00'4,;1\8#\-&1'_'1‘(/6)' Q—Hu&&'b(m; canfrmuf[&; aud o B EL

LoNa 3R () z LT o ¥ L
v L- Ox [vd,vtblﬂia/w 29a |'033 (47»\”) b HlDZPml Lo 7)“?:':.1’\ LT
ALY L. TAEBARE LT T ATy BER LY 204
NoOH 6.5ml (T4 T L8 E ) g a0 % . 7} E 120~ 130°C T
A ERT . UV 2NX7 b v, HPLC (Facking MaTerials
3053, Eluent @ ™% Meon = Y . PRess ¢ 90~ 100 ¥3/un® .
Detect. : 254 wm , Temp. = r:T-) T RIconif T+ BT 5 ¥ |
25 T EER LBk L. YTy Lt BEETT
DR s BB AT AL 1% Amber lite IRC - 50 (ceoH form ) %
B UgomiT @ pH oA -9 7 & R h®g] 9 N
CHRET AT PRTE S . GE LIS vesine DB TR 2.
DReRGBEIRT 28 RE Cpoder & 11/5»g Fb.
h b o3 H0 LHEBUABEL). Heohdtiih
I KoY. A LG s JT- NeoH ) Ee s Eoa
TR Eped g2 X2 b T 93 Tabl 236
J 9.

2. N- Mﬂvcaal»awyﬁvat{uﬂw 85a ¢ L Y N R RE

Lo Ouyloy (am 200 1.20(5 5mM) & DD LT H0 80wk 1T R AR
i 5. ToRMATLT 7Ty ER LR OANaOH
el (1D 4B TSR ) smi . R B0C T DKL
A 1 BEMMAERT 5. Riv T ImAT A E KT
AP L. 0% NaOH 4.4 bW (238 LT ), weoneH: 13md
(3¢ s ¥ ) elema. 7T YEETAEST

L g n - o7 kt, VV2ZN 7 b TR

ShL. STy Lt wHpfie GRME, UVRNIF o
o oo Delunoline B ( Abie 232,286 ) 00 6 23/ 5w 3% b
L0 ET R ERR B RRRE Anberlite (G -400 P
oS form, 2femd x 2fen VIS HE S € BT Mt # LR
A MO0 tREs e BB LMW NTILRELIT E
J (300 ml) . SR |D% CHz €0 H (300 mL). 5072 CH2C0.H (500 mL) . 70
% CHsCo:H (300ml) » B & Bk 3 ¢ . BB LTRB 797
.o 3L 9 - CHMEBREIADIL) Snl~Bal F

L HCL© B M 95 Lo exphypleplon 2110 R TLID.
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poadi LTk EBERIATo I E N T AIRAS
B4k v G E 3B . 0% cbun BRI Gkt %15 B
g n o3 4wk B L SHhEEUNHAE L. rS52] R
s At MedH /Ece0 (%) 4omd IS REE L. @) vtz S
17 p0 20 A 2B TH 0T Y A b TLC (S et
) L) B EE K NES LN T RV EHRA RE
wrtr R g EIT 5 2o NT AR & S0 0 3 & Ll
sy ofime = 7)) T NG g 5 ¢ # Bj e g b EX 2 A
}»r&w digrur N E e h 35 Ao Me L T 843, mmpw.'m,

Adomer wE E solik ¢ L T 623 3. BUzitba B A3 &
3wy 15 T2 . SR AT S0 DT A et - e fanant 153 %
NP B R T AT B ¢ S polon oemun Y St 426 (40
%), e f'*é”" Laoma INTT 4T =5 (- Jig2220 ) L AUTR
. omeu }wﬁm womit. 13 pcplone - n-fona & (mp12d~1267C) 33
et - r-duanie ( npo E 1417 ) h BT TS B B AT
;]igaa ¢ ‘E?' AH. L oo L 9&53,"‘11 n»H é ﬁ;’?‘/f)\ﬂ‘rla < 31§ >
S 7. inba 2 X7 kw5 - 73 Tkl 24 (2T D .

’ 3-LLW%LQHE{¢M—W@LA %60 t L T f)ﬁ%i.

L~ Dugbigpleploe Ba 1173 (S0mH) TN BT 0l BT
s 3l gR e LT AT SRR LR 0% fomé (|
e ¥ ®) EMA 9} B 120~430°C T P TR
.5 ﬂg}"ﬂﬂ”“:ﬂﬁ,jﬁza A. )i)ﬁ,j‘%i i% 7,‘\,1“;(2._‘?.: 23 T A
I 20% NQOHIDM(ZS%{»\/%:‘E),;{';E\-Q\E LT BB
THT (romd) (3 BAR 3 T T he-cf 2252 ( 3EF 2 ED
LMRISA0A L T v T E@ & THE TS RAEHUIRE

By Pr 49 2SR Y T Tt i FRILICE ) RIT R
A A . RJER (3 Anberlite (G400 A OHO form , 2 Fem 7 2 28er)
135 2 ¢ O ¢ YR LT Na' 2 Wo [35 S0% Cha
(R iF LI fade E FeiRTBEeg LI AN
CH2 Cf- Ltﬂﬁf;iiﬁéﬂix'uﬂi’cmm; g5 . N
» MedH /Et:0 (V) 40md SRGHLIS B % o ez o A S 0T 77
sl S e REg R L TES A F5CR w si0n 1 3 A

'i@t&lﬁitn\’ivkrmzitg B o 5.
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20y, wzc—e/mzme ¥ ) U ABLTE ¥ 8] 862 IR E
TEH O RETILE LT EFEp G x0T 56y (AL
B A, L A BEE IS0 7 & (D e % ) 3T
(3 aclera = 7 'K»xa/n.e (Y A aNB] A as e TANELT 3 )
M) E SR G T ﬂa W CSLBMo & ?i%n\‘ﬂiT K 7B ( my /6 1~
re) c LT LA T A@Re L HEE e B xR
BAE K da (mp g36-5~37°C) v LTS LNNZE.  mewjplen wome
LD (531 <)% CHI0H) [b) Lim) + 16 x10% (216),-2.8 x10* (227)

ORD (=537« ID¥ . CH3QH ) TE] (mn) +4:5x104(221) , =1 1x|D™ (247), HPLC:
trR= 33 min L facking Haterial : Nucleosil SC- 18, FluenT * MY o r

c Y9, Press: 1D~ 170 K3/em. Detect.:254nm, Temp. = r-T-)

Lo }m&m somir - CD(C5.25%x /07 cHsDH ) [BYtam) v 3.] « /0% ¢
233), ORD (C: 28«7, cHsoH) [Blam) v 1.7 x /0% (249 ), HPLC :
tR=3 3 mim ( Pac}:inﬁﬂafcrial * Nacleosi] te -18, EluenT - MO e

Press - 100 ~ 10 F3/em® . Delect.: 254 nm, Temp.: r.t.) 1o it o

A A7 bS5 - J13 Table 25, Fig. 22,23 I8 F 7 -
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