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EERDOFHICEIY, EEMICERBEEZSZELRVWILFILEAVF NI
LXEEMEINA LA VEBET E2HETH S,

AEBICENE, BRIL—ROINVALEAVFRN)TLDS, EESR
JU—ROREMNICBEAREEEE LAV LA LSV F M) D LRIEE
MEINALEAVF M) O LERETDEIENTED,
<EEWNIIARBEZSELRVWVEHEIILAILEA VY F M) DL>

JNWF LA VFN)DLIE, TEORATRINS,

[161]

AERICBWTILFLESA T NI D LAOHER, SF&REI/OT RS

574 (HPLC) ICLYTEOERHFICIYDWTLIEFOIILAL AV F
NUDLRDOEERDE (UF, HPLCHEEWSI Z EAH D) HOE
ELEHEDTHS,
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[0042]

[0043]

[0044]

HEE: WatersB8BHPLC Waters 2998 Photo
diode Array Detecter, Waters 2695
Separations Module, SMC Column Hea
ter)

H5L: XBridge C8 4., 6X150mm, 3. 5um
ASLEE: 45T
MHEER: UV 280nm
MEIMEA 1 %EERKAR (PH2., 8)
BRENEB : X% /=)
FWE: 1., OmL  min

9507V MR TROKTDRBY TH S,

[31]

B [ mE 7% Eh 1B

{(min) (ml/min) A #EHE B
1.00 80.0 20.0

15.0 1.00 80.0 20.0

40.0 1.00 5.0 95.0

40.1 1.00 80.0 20.0

50.0 1.00 80.0 20.0

Fro. REFAOSME LA LAV F NI LG, RENICEEAES
EELAVWCEEREET S, BRETI2AMAEOEEER. ElRLALLD
I, REBEIHIBART ML ("H-=NMR) ZHIZEL. BE LERBEIILBR
RYPRNVICEDWTEEEBEZEET DI ENTES,

INALEAVF NI DL GRE. ZIALEAVF NI D LKA TH
%, ) NEETLERBEOERR. AEPESHIHERFE2ERLER. 7
WA LAY F M) D LOBEBEBIRELTWD I &M hh o/, AR
DEEMICERBEEEE LAV, BEEILALEA YT M) D LORS
R (LT, BREEEAEWD) . ABREZE2B LI WEREEZEA
LTW5,
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[0045]

COERMEAIE. CuKaBFREERT 2MERXBEEFICHSWT,
fifs (2610, 2°) 16, 9° PE—VBEAEZ100%& LEBE
Il (2620, 2° ) 26. 4° [CHEHNEENS25%ULOOHFE—S %
AL, B#HFA (260, 2°) 7. 0O° UTFICIXENEHEDN2 5%ULED
BIfE—V2BIRW EILE>TRENITON S, IHIC. BRVEAZ
B T 2 ENBEN 2 5% U EOOE—2 & LT, OFA (260,
2°) 9. 7° . 14, O° OEIFE—I/HEFLN, IHIC, OHA (2
0+0. 2°) 22, 6° OEIFE—IDEFOLND, WH. HRXRERT
ICBWTIE, BEFADEIZE0. 2° DRAIEREZ4E L%, OiffA (26+
0. 2°) 26. 4° oEfE—VDENEEIX. 50%ULTH>TLL
c TO%UETH>THLL,

HERBEAEETZ7)ALEAVF M) DAk, BRXBEFEE (R
INT—=UIltimal l |l :)H7#8) ZRAVWTTRORESRMETXHR
E#7 L7, #EREEADHRXBONT—F%E2FR2ICTT,

GRIZE%&4)

X#E: Cu
BT 4 0kV
EXR: 40mA

EHRYyhk: 1. Omm
HEHEEIRZ Yy b : 1 0mm
BELR Y v b B
FHI)y b FEAR
B1ZAYy b &L
B2ZAYvy b L
ATy b &L
Ay b RL
EEE—R: Ef
7)o@ 0. 0200°
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[0046]

[0047]

EFEH: 5. 0000° —40. 0000°

REOR: 1

2AFxFvVAE—K: 4., 000° /min.

EEE: 26,6

647ty hk: 0. 0000°

[3R2]
F—o&S RAQCO)  F—HES RHIAQO) | F—HES EITHAQLHO)
1 7.6 10 18.2 19 264
2 9.7 11 19.4 20 27.3
3 10.4 12 21.4 21 281
4 11.5 13 221 22 285
5 13.2 14 226 23 295
6 14.0 15 23.1 24 31.2
7 15.2 16 24.2 25 31.9
8 15.7 17 24.8 26 34.3
9 16.9 18 25.3 27 36.7

<IRRlB2mmaE>

PR UARENICERBEEZSELRVWIILALESA Y F M) D ARIEE
MEZILA LAV F M) UL REAREAREE LTHWSZENT
5, REAKRERAAEIR. BE. BRERIBOZDHOLOLOHAETHY. RE

AREEEE VWD, EFMICIE. RRFIE LT, ARERESOZE. flx
ERSA 74, ARIEOERE. BE. AEAIRIABLEDOBHICEYSTH
%, T, BERHE LT, MMEMEN. BREERE. BROKELEOD
HRIICEBMTH D,

REMICERBAEASELAVILELES YT MY D LE L EEHE
INFLEAVF M) D LERVWTRBEBZEZ1T) AEAXIBRESRS
$5hE6E. ARBO—DOTHS, MH2LMAEIE. BE. EEMIC
EMAEASHELRVWINLALEA Y F M) DLE L EEHEIILALE
AVF M) LZECRBBZHAEREZ QRFIE LTRISHET L. AIXE
BIFBICERBINEBEEREEENHDEBMTEENTE. L, EFF
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ELTRISET L. I, MEDREZIBET 2 ENTE, HELZKRY
TENREMBREREN. BRFEERE. RRNORKERETHDEBMMT ST
ENTES,

[0048] LA, EMZ=EICARPEZ X SICFMICERAT %,

[0049] [3=MEfH11]

MDD ZIVF LA M) D LEE [BEA] 1 gZ2FRIy ./ —Ib (
BEO9. SHTEY%) 2mLICHATIBENT TERBRBIE, K1, 4
mLZMAT, 75CETMELL, FRk2-7O/x /- (BEQ29. 7
HE%) 10mLZEMALE. K1 SEEMTTHESLAMLTI 2TCELE
o MELEERZRETCEKRSBEL, Fk2—-—70// =)L 1T mLT3[O
EE L, BONEEEAKABET8O0OCTRIEL. EXERIL—FDTIL
FLEAVF )DL (ERPEA. IXE3I 5. 7%) %5k, BEIKO.
TkPallk, 1kPallFOEERNTIT>L (LLF. BH) .

[0050] [3=MEfHI2]

RGO [REA] ORDYICHROZILALEA VY F M) DLRE [
AEB] ZHWVWS 2 &SI, EREMT ERKRGBREZTOIIEICLY. E
BERITL—RO7ILFLEAVFNID L (BREEBA. NE4L4. 1%)
=157

[0051] [ZEHEHIS]

RGO [REA] ORDYICHROZILALEA VY F M) DLRE [
AEC] ZHWVWS 2 &SI, EREMT ERRGBREZTOI I &ICLY., E
ERIL—KROoNFLEAVF N DL (BREE NE4 2. 1%)
=157

[0052] RHEHI1 ~3THEEZINLALEA YT N) D LOMELASERAE/OT

NJS574— (HPLC) ZRVWTEEL. ZREFEOEE LMK LB R
R7MLV (H-NMR) ZAVWTEELL, BRER3ICTT., RPD%IF
BE%ETRT, T, M ICERHI TRERONZEER L — RO T ILA
LAY+ MN)DLDEEEZRL, RI2ICHEADOERIL—RO7ILAL

\

\
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A VFN)DLDEEERTRT,
[0053] [3%3]
3 K51 1 E M5 2 E M5 3
HEADME (SH£7) 97. 3%
(Fx1/E)
HEBOME (4 £) 97. 9%
(#BE)
HECOHME (4 £]) 97. 0%
(FxBE)
BREIR/—I BEIhd BEIhd BmEEnd
BE2—JOmnN/—)L 0.07% 0.04% 0.14%
/Bonfz7)LA LA TR L 99. 7% 99. 7% 99. 7%
DHE (54 8]) (Ee) (Be) (Ba)

[0054] [fER - EE]

M2 ICRTRHEAOERBIL—RO7ILALESA VT N D LDREBED
MRIZ, RVICRIEMEZILAL SV F M) D LOBEOMKRICHESS
nic, BOERFHITERARTH o/, RIDLALHALDIC, BRI L—
ROTZILALEAVFNIDL (HAEA~C) B, BREAREHNO. 2%LL
TTHD, BMEINALEAVFNIILEZBLND I ENERINE,
LD >T. EfEFT ~FERFISICLYBONZ 7ILALEA VTR D4
BEERIVL—ROINFLEAVYFNIDLELTEBTE S,
(=4 ]

mROIILFA LAY F MY DL (EED :#E99. 2%) 20g&H
|y /=)L GREI9. 5&EY) 200mLOEABRKREERT1EE
1 5 pEIRH LR, RBMBFETELALAS AT LS —T28BL, &
WMITH/—I20mLTAEMEE L, BRERBE TRME - ZE L. k2
-7an/ =)L CRE99. 7THHEY) 40mLamMATRETRET 2#
e 3O YR L7z, BEBIHEBARI ML ("H-NMR) IZTIT¥ /-
27O/ VDR GFELXHERR. ChOOBRAENETNE IS
LAY MN)DLERBELTERL, RNT 228 BTEOHRENKS
RICHBITY/—IVE 2—TANR)—IVEBERDEIICLE, LT, X

[0055]
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[0056]

[0057]

[0058]

AICRTEOICEBT gETY /) —ILDREERICKENMA., BERET. B
2=/ —)LEMZTHEFE~2 4 BBEER L, T LASEE%E R

ERAL. Fk2 -0/ =1 mLTHE%E L. S5NEEEGKE S

OCTRERE L (ELEEEFES .

EEfld — 1 ~EZ/EF4—17I1ICH1FD,. BRBIEBIXRY ML ("H—N
MR) & SN-ERBAEOEE, s@&AsO NS 74 (HP

WE TIPA]., T4/—)% TEtOH] ., FEHBREFRELELDAE TN,
D. | &XR&T 2,

[EHEFI4 —1 8]

REFI4 - 4 TRONERBEADO LA LEAYFRY L0, 59
gaESMLONATIEICKIEL, BI1. bcmBBETHHIEEHEEL
7o 50C, 100%RHICLEREBIA, ZD/N1 T %1 5IEH#E
L7ce "H=NMRICT2—-7ONR/ —LVOEBEE%ERER LA, 0. O
2 8ICERBTES, TNEB8OCTHIMETZIEL., 0. 52 gL L ([
% : 88. 1%) ,
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[5R4]
=,
-3
- EtOH IPA Wi
5 | [PA | EtOH | H.0 . HE% BE2% | (HPLC, | W=
(v/w) | (v/w) | (v/w) e ('H-NMR) | (H-NMR) | 280nm)
4-1 5 0.5 | 0.41 75°C 0.06% 0.48% 99.7% 56.2%
4-2 5 | 0015 | 033 75°C N.D. 0.19% 99 8% 75.0%
4-3 5 | 0.031 | 0.41 75°C 0.06% 0.48% 99.7% 56.2%
4-4 | 10 2 1.3 15°C N.D. 0.48% 99.6% 58.1%
4-5 | 10 2 1.3 15°C N.D. 0.32% 99.6% 68.5%
4-6 8 16 1.04 15°C N.D. 0.42% 99.7% 67.4%
75°C.
4-7 | 10 1 1.3 % 5‘?,;(:;%%” N.D. 0.27% 99.7% 74.1%
4-8 | 10 2 1.3 5°C N.D. 0.29% 99.7% 61.4%
75°C.,
4-9 | 10 1. N.D. 0.29% 7% 4.6%
3 3 = 5°C (= 4] D 29% 99.7% 6
- 7500‘ o o
4-10| 10 25 1.5 % (= 5°C (= 4] N.D. 0.23% 99.8% 72.4%
4-11| 10 2.5 1.7 75°C, N.D 0.27% 99.9% 63.7%
) | Bz 5°CIzAH o e o o
75°C.
4-12| 10 2.5 1.8 (= 5°C 1~ 1] N.D. 0.27% 99.9% 65.6%
— ~ 7
75°C. , ,
4-13| 10 2.5 2 # (= 590 (= A 4] 0.07% 0.19% 99.9% 54.4%
— Rkt
4-14| 10 2.5 1.5 75°C, N.D 0.21% 99.7% 62.2%
) : %Iz 10°CIZ% AN o e e e
4-15| 10 25 15 75°C. N.D 0.19% 99.7% 45.6%
' ) #®I1z 20°CI= 4 &) o | | :
4-16| 10 2.5 1.5 75°C. 0.02% 0.20% 99.7% 27.1%
#Blz25°CIcA#H
75°C.
_ i o %
4-17| 10 2 15 (= 15°C 1= N.D. 0.19% 99.8% 72.7%

[0059] [#&ER - ER]

RADERDMSHEOHMRE DI, EREGIS4 — 1 ~FfkEHI4—17ICH51F3
TIWALEAVFMNIDLIE, AREMENAI9. 5%%aBA. BREBTED
SEELROTHRN, IHIC, Efl4 -1 8OBFEEMALLTIILALE
AVFRIDLIE, SHICERBRAEOSEEEZRRIEDIIENTEL, &
foo ENEBIA — 1 ~FHEH4 —18ICETFBTINALEAVF M) DAL,
MARXIBEFODHERM? S, R2IKRITFEOE—I 557 5. ERTE
ATHD I EMNEREINT,

[0060] [ZEHEHIS ]

ROV LAY FMNIDL (BREF - #MEI3. 7%, #EE) 1
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gEFRITS /) —I CBE99. 5F4HEY%) 10mLDEERREZERT
BEEEE Lk, BEBEBFEREBELLEASZA 749 —T2BL. BRT
/=1 mLTA4ER%E Lz, BREBRTETRBMEL, BEZKE2. 39%
BB LEk, CORBICKRIY/—IL0. 47mL, K1. 4mLEMA.
HR75CT, Fha—7O0//—)b CBE99. 7THEX) 9. 5mL%
MATHEFELE HR12. 5CTIS5KEI7oEEH LA, FTELE
FEEERERBEL. BHR2 -0/ /=)L 1 mLT3E%EEL. 5Nk
BEFZ8O0CTREREL. EERIL—ROTILFLEAVF M) DL
(ERFEEA. NEK4 7. 3%, ME99. 6%. IT¥/ —IEEHE: : RE
Ihe. 2—-70/—IEaFE: 0. 21EHE%) 2K/,
[0061] [fER - EE]
REBISICHBTZ7INALEA VT M) D LG, ANEMENII. 5%
A BEBRBEOSEELMOTHARV, EREAISICHIFZ LA L4
YF MUY LG MARXIBEFROSTRERNL, R2IRTRHBEOE—V %
BT 5. HRFEATHDL I ENEREIN,
[0062] [3=EH16]
mROIINA LAY F MY DL (HEE - #E99. 4%) 0. 984
ERRIY/—IL (RE99. 54E%) 1O0mLODREEAKREERT 20
B Lk, BARSHARELAASRA I —T3BL. BRI¥
=T mLT4E%SEE L, BREZBETREMRELL, BBEBIEBIARST b
W ("H=NMR) ICTITH/—IOBERFEEZERER. 3 v/ WIlRDLDIC
IH/)—=ILERMLE, CORERICKT., BmLEMA, WE75EZET
MERL, BHR2—T4H/—I9. 80mLAEMALE, 12. ECABHL
1 4RERHE L, TELEEGRZRERAL, Fk2-74/—I2m
LT4E%%EL. BOoNAEEEAAZ8 OCTREREL THAEMEAELT
0. 76g (IRXK:76. 3%, ME99. 6% T4/ —IEBE:O.
O44EE%. 2—T74%/—ILE2EE: 0. I1EEN) =EL,
[0063] [Lt&l1]
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JWF LAV F RO LEE [HED] 5 9&FERTS /- (RE9
9. 54%&%) 50mLOEAAREERT 1 BEERE LR RARDA
EREBELEAZRAT ALY —T3BL. HRIS/—IEmLTA4EESEL
Foo BBET11. 49IlARZETREBEL., BR2-T0nR/ - CBE99
7%) 50mL%ZMA., 50F L% 80CT24HERLEL, ¥TH
LAZEFZRERAL. HH2—-—70//—IL 1 mLT2E%%L. 2E
%8 OCTRERE L CRIEERHRZFT, BRZKREICRT,
[0064] [%%k5]

m 80°C

IR & 79.5%

EtOH B 2 %(HNMR) | 3.01%

IPA & 2 %(HNMR) 13.7%
Emi e B

NN

[0065] #HERMREBZETZ2I7ILALEAVF M) VLDXIEORT—F%EKRO6IC

7.
[6]

E—0&S BHAQLH)  E—IBES EHFAQCH) E—HFS EHFMAHQ2O)

1 6.0 11 17.3 21 27.2

2 8.0 12 17.9 22 28.2

3 9.2 13 18.5 23 28.8

4 10.4 14 19.6 24 30.3

5 10.9 15 20.4 25 30.7

6 11.5 16 20.9 26 31.3

7 13.0 17 21.6 27 32.0

8 14.6 18 23.5 27 32.6

9 152 19 243 28 34.2

10 16.9 20 248 29 27.2

[0066] [#&ER - E%]
ROERUVKRODFERMNSHALMNAELDIC, BRESLOBRIC. ZILF LA
v M) D LKBEBREBWRWLES 1 TR, BREBREOSHEENE ., £
BHICEBAEEZSELAVWI I LA F N D LEBLNAD >,
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[0067] [Lb&kfl2]
INALEAVF )DL [RED] S9g&HFHRIY/ —ILE50OmMLOES
SREERT 1 AR LR BRAMBFIEZEREBELEASRATAILH—T
Z2BL. HHRITY/—AL5mLTAEEELL, BHRZ13. 09Il &
THEEL, ¥Rk2—-749/—)IL50mL%EZmMx. 59F L% 15C, 9
SCOREBRET2 2I5@EIER L, T LAREAKRZREIRAL. k2 —
TH/—l2mLT20O% L. EEHAH% 8 OCTRIERIEL TREEF%
9. BRZRTICRT,
[0068] [7]

m 15°C 95°C

I 3= 42.2% 78.8%

EtOH E & %(HNMR) 0.45% N.D.

2-BuOH E = %(HNMR) 4.13% 8.75%
HERERE FTEILIFR C

NN

[0069] #HERMRECEZETZ2I7ILALEAVF M) VLDXIEORT—F%ERS8IC

Yo

[5=8]

E—0&S EHAQCH) | E—H&FS BHEFHQO) | E—IFS EFACH)
1 5.7 7 17.8 13 23.2

2 6.6 8 18.7 14 235

3 12.1 9 19.5 15 24.4

4 13.0 10 20.2 16 25.4

5 14.3 11 20.6 17 27.1

6 16.6 12 21.7 18 28.7

[0070] [#&R - EXK]
RTRUORBOBRHNSHALHELDIC, BRESLOERIC, ZILF LA
Y MO LKBERERBWRWEESI 2 TR, AOREICSEWTH, BE
BEOEEENEL. BEENICERBEEZSELBRVWIILAFLEAVF MY
PENFICIO¥ (A8 oY (o
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[55KIA1]

[553K1R2]

[553KIR3]

55 KIR4]

[E53KIR5]

[E53KIR6]

[553KIR7]

fa R D&

INWFLEAVF NI LEBRBIEKARIC2—TO/R/ =)L
XiE2—TH/)—=IEMAT, ZNFLEAVF NI D LERKRLES
H2ZEEET. TJIALEAVF N) D LERET D HE,

BRIL—ROZIA LAV F M) D LEBRBIEKARIC2
—7OnN/ —LRiE2—-FH /= EMAT, 2 LEAVF Y
DAERRIEIESIEEET. MEI9. 5%EBAZTILMALE
AV F MN) D LESET BHE,

BRIL—ROZIA LAV F M) D LEBRBIEKARIC2
—7OnN/ —LRiE2—-FH /= EMAT, 2 LEAVF Y
DAERRIEIESIEEEB0. REMICERBEEZEZE LBV I
FLEAVFN) D LERET DHE,

RIGEKARIZ. T8/ —ILRIEXY /) —EaS0, BHKRE1~30
fanh 1 IREEDHE,

INFLEAVFNYDLICAY ) —URIETY ) —LEMAD R
Ty 7. RIBBATY TTRONEBRICKENMATKBEREBZ AT
v . BIERKBRIC2—an ) =2 T8/ —ILEMAD A
Fv /. RO, BIg2—-7ON) =R 2—-TH /= EMATH%
ORIEBKBRFDO IV AL AV N) D LEBREIEEZRTY S
EEBD. WA LEAVFN) D LERET ZHE,

BRIL—ROIZILALEA Y F NI DLIIAS /) —IVRIETY /
—WVEINMASATY 7, BIEBRATY TTHRLONLBEBICKEMA TK
BRER/DRATy 7, BIRKBRIC2—7OnN/ —Lig2-T45H 7
—IVEMABRATy T R, Rigg2 - 70/ —IUXE2-T4 )
—IVEMAZBORIEKERFD I A LA F M) UL EERL
IEDZRATFYy SEEG, MEO9. 5%EBAZINALESAVF b
) LERET B HE,

BRIL—ROIZILALEA Y F NI DLIIAS /) —IVRIETY /
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[53K1R8]

[553KIR9]

[55K1R10]
[55KIR11]
[55K1R12]
[55K1R13]

[55K1R14]

—WVEINMASATY 7, BIEBRATY TTHRLONLBEBICKEMA TK
BRER/DRATy 7, BIRKBRIC2—7OnN/ —Lig2-T45H 7
—IVEMABRATy T R, Rigg2 - 70/ —IUXE2-T4 )
—IVEMAZBORIEKERFD I A LA F M) UL EERL
IHBRATYTEEL. REMICERBEZEELAVWIILE LA
YFRNI)DLERET SHE
AIEE2 — 70/ = RIE2—=T4 /=L &A=& ORIEEKAR
DRENEC~T75CTHD. FRE1~7 0L 1 IBEHOHE
AIEE2 — 70/ = RIE2—=T4 /=L &A=& ORIEEKAR
DMofERIELEZIVALEA VTN D LZDEEL. RIRIHDIRE
SRATy TEMES. BRIE1~8nahh 1 HEHDH X,
BREEIRVEAMED. BRIE1 ~9n@nh 1 BEHDFE,
ME99. 5REBADIINALEAVFNYD L,
EENICERBEEZSEB LAV IILA LSV F M) D 4,
CuKaMitiRaERT 2MRXIBEITICSWT, OiFA (26 =+
0. 2°) 16. 9° OE—-VE%Z100%& LcBE, EiFA (
260, 2°) 26, 4° ([CHNBEN2LBULOERE—Y %
BL. @FA (260, 2°) 7. 0° LUTFICIFHERNREN2 5%
LEDE—=V%BIRW. ZIALEAVF NI DL
EKRKET1~130NMNIEEHEOI7IA LAV F MDD LE
20, REIAZMEE,



0000000000000
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