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FEafTE - ¥ 15 58 - LL-19.6°C ~-16.6C & FF B2
1035mL @ T2 B E®®R » BL-18.1T ~-2.7C #H T — & /K
575mL - BB KA A E-20.0C » LL 9.5cm HH U (&
R No.3) BiTHEREBIE - BITHESRUFEE 518mL &
— K 57.5mL CIREWEFRR - BK 3098 > BREE
fu 118g - FHREEZERE  RER 35C R 19 /JE > #
BFEHEBLRZALEYW 1 2/& 110g (B 95.8%)

WS EE 0 47.3~47.8C (BAIR )

TTESHM © 5FEE C,Hy0CINO;S © C, 63.84; H, 4.87;
N, 3.38. E#If : C, 63.78; H, 4.85; N, 3.24.

EI-MS : m/z 413 (M") .

1H-NMR ( CDCl;, 500MHz) & : 2.32 ( 2H, quin, J=
6.9Hz) , 2.81 (2H, t, J=7.6Hz) , 4.40 (2H, t, J=6.9Hz) ,
5.03 (2H,s) , 6.90-6.98 (3H, m) , 7.11-7.41 ( 9H, m)

FT-IR ( ATR) : 2937, 1586, 1548, 1473cm™’.
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ZiEEL (7.00g) -~ &4t 28.0mL R _REKWNE 28.0mL > [
30.0~35.0C ## 36 /NEF (9 /N /K » ¥ 4 X ' HH
MBREZE) - L FEREBECTRHEEE  HER
13 REBECZCBERNERR —8D -
IR B RE > DL 20.2~204CHE® 30 538 - DL
BEE (17G3.5) BEMEES - BITHESE » LSk
31.5mL R —E2FE 10.5mL JIEEW®RFR > BRK 15
# > BEEES S9g LEBIRERE 4 /NF 10 58 -
HEBHARRZLEW 1 2/ & 5.90g (= 84.3%)
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(& fl 4)
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BiaW 1 RI1IFATAZER ARBE BAIBRIE
BHEAER 1ENERTRENEE  RWABHBRTES
AT - BE > REBERANE 1 IR ER C REH
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Blan > B Run2 MDA T ZIBERFETTHE -

Run2 Z # 1 : B thas®% 1 (104mg ) -~ IPE
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(0.50mL) -~ HE (0.10mL) ZEREVMBERE > w48l
E-20C% mFE (020mL) - HERR A & & (-20
T) > MBAE 28C  HEHEHVAREBIrER (BFE—H2
ZAGdR ) o L 27TCHMEEE (0.70mL) RE > Z2& > KL
27CH MK (0.50mL) - wAIE 0C& > & &BEN
o EITEERE > DUKR 86.9%REHEW 1 (90.4mg)

Runl » Run3~16 JRE TR KB ZEIF - {E{& Runlé R

@ N"HFENFAKRETKEZE (EEXRHE) 24N -
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(£ 1)
R &M 1 | BEA BH B BHEC BE D | STiEE B yk
un N == .
GFHRE | AR | FAR | FRE) | (FRE) [GBIEEE) (BMRE)
IPE Rz FEE -20°C .
1 103mg - 66.5% | 46~47°C
(0.50mL) | (0.20mL) | (0.30mL) (-18°C)
IPE FER a3l 7K -20°C .
2 104mg 86.9% | 46~47°C
(0.50mL) | (0.30mL) | (0.70mL) | (0.50mL) | (0°C)
IPE B -15°C
3 113mg - - 61.9% | 46~47C
(0.50mL) | (0.20mL) (-15°C)
, IPE ZEE -10C .
4 106mg - - 71.7% | 46~47°C
(0.50mL) | (0.20mL) (-10°C)
IPE LB 21C .
5 102mg - - 68.6% | 46~47C
(0.50mL) | (0.20mL) (-21°C)
IPE B -20°C
6 100mg - - 76.0% | 46~47°C
(0.50mL) | (0.50mL) (-20C)
IPE B . -20°C
7 116mg - 77.6% | 46~47°C
(0.23mL) | (0.23mL) | (0.46mL) (-20C)
IPE ZE? ZE2 7K -20°C .
8 107mg 80.4% | 46~47°C
(0.50mL) | (0.15mL) | (0.25mL) | (0.10mL) | (-20°C )
IPE ZE 2B 7K -19C .
9 102mg 81.4% | 46~47°C
(0.40mL) | (0.30mL) | (0.50mL) | (0.40mL) | (-19°C)
ZBRZEE | WEE BB 21T .
10 112mg - 83.9% | 47~48C
(0.20mL) | (0.10mL) | (0.90mL) (-21°C)
B R HEE PRz 7K -16°C .
11 102mg 88.4% 47°C
(0.20mL) | (0.40mL) | (0.60mL) | (0.50mL) | (0°C)
BB B 2B 20C .
12 112mg - 83.9% | 46~47°C
(0.20mL) | (0.20mL) | (0.80mL) (-20°C)
ZERZEE | 1-RE2 1-NE2 21C .
13 107mg - 75.7% | 46~47°C
(0.20mL) | (0.60mL) | (0.40mL) (-21°C)
B BE IPA IPA -20°C
14 105mg - 80.0% | 46~47°C
(0.20mL) | (0.20mL) | (0.80mL) (-20°C )
[&]:] 23] B2 -19°C
15 102mg - 82.5% | 46~47°C
(0.20mL) | (0.10mL) | (0.90mL) (-17°C)
IPE =21 oc®
16 102mg - 69.9% | 46~47°C
(1mL) (5mL) (20C)
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(HAEBEH 1)
BHf 3 fzhkea® 1 BEBEZIHRE (HPLC tHE#
)

RERE 3 cBERBHEER  B8H# 1 X (9 /N
) » HBRSERINEMECH&ET HPLC #lE - HH L
BRRARE3I- X REHER 107 o EESLHSE
12 -

HPLC #Hl & 5 &

B KR ZEEMASRLZ 0.5mg/mL ¥ 10u L LLLL
TBRGEDREBENEETHE -

WEBER - WMEEtTRHZE /KEE® (17: 3)

MBI - BABREBKEES (HEEKK © 220nm)

ERCFARAR 46mm - RE 15cm ZAHME R
A sum CWHEBWA T/ \SEWHAKE LY BB
f8 % #% ( GL Sciences % » Inertsil ODS-3)

EHBE 30CH A EEBE

BMEE A MEBZBE (1—>1000)

BEEB: RHEBITAZE

REECER BBHME A KBHME B CESKIL
plang 2 #EH -

bhEE  FTEBmEBIBE (1—-1000) @ RIGEBEE ImL
WK 1000mL 2 & -
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(& 2]
AR Z R 2 EitH A(vol%) 2 Eh4H B(vol%)
(47) ‘
0~15 20 80
15~30 20—5 80—95
30~60 5 95
M&E &4 1.0mL
mEEESGE - 60 & &
(& 3)
. RIE RS BLAT BRI EEE (%)
IR ; " . ,
) HEESE| 1 H®R& 2 H& 3 H#k 4 H&
(%) 9 /NEF) | (A8/NKP) | Q7/NK) | (36 /NEF)
=z 10.629 97.55 98.39 98.49 98.56 98.59
ME 1 11.662 0.90 0.57 0.55 0.54 0.52
¥EE 2 23.617 0.49 0.30 0.29 0.29 0.28
HHE 3 41.862 0.35 0.30 0.28 0.28 0.27
ME3IAHEABE ey | HERFRFTECHBEZIHEE |
(HFEREH 11.7(5) ) - #E8 2(REFKBEKHA 23.6 P
(H)) ~REST 3 (EEBMEE 419 (45) ) » EFEH
BIhEYM I ZRERRBE B EBBAITTERZE -
(A EBH 2)
ED 1 BRI R XBEBREESN
BERE | B2 hEY 1 2iEder RERKHEHELZ

FIRABREVRERURE LU TZEEFEHRUB R X
gl EEmETHE BHHESERTNRKRE 1- X &
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FTERELZ 20 (deg) [ERREK 4

{# F % <5
SmartLab ( ﬁﬂi{i )
2 E R 1

EEHM  30mA

& BB  40kV

mEEE 3o 2°
) IR HEE KAE ¢ L
B EEREE  0.15mm
N
Hiem

& E - 5~40°
WE  CuKa /1.541867A

(% 4]

20 (deg

9. 736
o 12. 913
16. 423
16.771
17. 596
19. 543
21. 699
22. 553
22. 903
23. 272
24, 461
%4, 185
26. 023
26. 363
97. 227
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(B 3)
hKEY | ECBE / R"EBSH (TG, DTA)

HERG 1 iEZhkEY | & RESWESE 1
B (mREBSHE DTA) 8 2 £ (BB 2 HE &
TG) #THE  -RKHEEERRNE 2 -

i A % e
T iE28 EXSTAR6000 %
B AIERMF

SR  10me
Ak Aer - a8 (B
MEEE : 45 5C

HEBESBE  30~200C

RERARE ' ZEA

RERARBIME | 4% 100mL
(EHEBEpH 4)

ZEMEHAE

HEBA | iechkE&?w | <&& RIWEEHET
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