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A4 512 289 | 7.0 24.2 | 1
4R ERATHRE |201.6] 5.9 29.3 | 1.2
847 138 | 20 145.2 | 6
x 370
MTBE 100
LE 45

10 EESANRBEHE. AATEAPRLBY=FHAER T A
B4k S A5 12. MTBE(100ml) o4 K 5 82 47 (£ 120ml K P& 10g, 3
%%), E2B5C—AmARK 4-BEEXEAETESE. REWAE 20-25
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CTHRHFE 208, RHERARS MM E 5003 M AFEELAL
XEAGEMAMEEXR. AN EZ25CENE, MTBE ER A KB 847
(£ 150m1 K ¥ 45 10g, 4 # K, & 75ml) FoK (2x50ml) #%.
RAEMEENIERG TR /IPA, F#H 105 11 FAAELE .

ELepl 3

o)
FaC // OJLC* FCo 7
cl - C ¢
\©€\0H + KHCO4 0
NH, © KOH NAO
3 NO, 4 :
FW g mlL | mmol | &%
ANAE 12 289 | 100 346 1
4-F I R R AP AL & | 201. 6/ 80.2 398 | 1.15
BB A4y 100 | 45 450 | 1.3
2N KOH 56 346 | 692 | 2.0
K 654
MTBE 500

MRGANRBEHS. RATEAPREBOG=ZFZH AR T A
B 4k £, )L 8% 3. MTBE(500ml) o4 /K 2 & 5,47 (£ 654ml K & 45g),
B 25C—hmANBK 4--HEXARTRE. EmAdEFEAER
pH, R B4 pH 44 8.5-4, £%H 8.0. R4MiE 20-25C
A 2 8, £ 20 54A ALK KOH2N), HZEZKEH pH ik 3

11. 0.

%/, MTBE & A pH7 4 # % (500ml) #= 3 K (500ml) #%. *muif
REWMOGENERH TE/IPA, k84 1045 11 FAHAELES.
£ 54 4

17
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/ oMo
CI\©\>\ OH .
NH,
3 NO,

O

KH

FsC /
o] 3
= "L %
KOH N”~0
H
4

FW g oL | mmol | % ¥
AAB3 289 | 100 346 1
4-F R KA AP 885 (201.6| 73.2 363 | 1.05
R &R A AY 100 | 45 450 | 1.3
2N KOH 56 346 | 692 | 2.0
K 654
MTBE 500

BREAMERBEHES. LRATEAAR NG Z 5 B REIR P oA
F 4k £, 3L 5% 3. MTBE(500ml) fo 4K 5% &2 8,47 (f£ 654ml K} &5 45g),
A 25CH 4 R AMANER 4-A LA R AT EE. EhonidfdEas

% pH, AR LA T pH i H/ 8.5-4, ®H&HA8.0. oMWk 20-25

CTHHF 2 K, £ 20 58 AMALKKOH(2N), A FKEH pH ik 3|

11.0.
%%, f£ MTBE E¥ A 500mL K. A 0. INZBAZE pH #

6-7. oK, AMEMLEKR(500m]) k. bHERSBGENERA
LE/IPA, HioE#a4] 104 11 FAIEEL.

%34 5
e
OH OH

2

Fac R Fac N F 3C ‘e//
- . . o
NH NHCO,Me ty’L\o
3 5 4 H
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THA RATEESHHE
T e

MW HHE | mmol | ¥ | %%
12 289. 7 35. 38 | 10. 25¢
B 8 .47 100. 12 70.76 | 7.08g
C1CO:Me 94.50 | 1.223 | 70.76 | 5. 46ml 2
MTBE 100m1
X 100m1
&K 100m1
); 35 300ml

£ 500m] 3 FRMTELEARRHEE. BEEHFELTE, M
A £ 8 3(35.38mmol, 10. 25m1) &= MTBE (100m1), # &% & R &k,
MAK(100m]), REMAZRLE4T(2 5%, 7.08g). ZBiEHFMA
TARTHEE(Q S5F, 5.46ml), £ 20-25C TRIARHEHiamsd.
M HPLC 5 H- b A £ 54 ¥ <0.5% KA 3(49 8.5 1 8), 9 &, A
B R K (100ml) 2kik, MAAB4EFR. A, MR (50-60
T, f£2) A4 & %A 10201 (1001 /g A2 ¥ H#) 6 MTBE- R R4 % (]
IH NMR %% 5%MTBE(4#R)). XM RIBI IR L EPL
AATRE S RKRIME 2-25CHALY 305946, TEBE. B4
Rk, MEM 1 EHERGRIERE. L 2% KRS B L
KPRAKATERE5(11.32g), 12% Mk BB P,
f#L%megta;_gmgl%

MW | & | mmol | ¥ | 3%
5 347. 72 32.55 [11.32g
IM LiOtBu 32. 55 | 32. 6ml 1
MTBE 170m}
0. 5N HC1 150m1
# K 150m1

A500ml 3 FEAREMFEETRRHES. BEEHPELATH,
HFPEAARXA TS 5(32.55mmol, 11. 32g) X M £ MTBE(170ml) ¥, M
A LiOtBu(l ¥ ¥, 32.6ml) RERSW L TR LY, LRBME
HEZEH A30SHAAZRREER. LS RLWAE 20-25C K ik,
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ﬂnmxﬁﬁiﬁ.ﬁs¢wﬁ,ﬁ@q%ﬁvgﬁvﬁﬁsuﬁﬁm
SHE, BEFTO03%PRAALATHMSE. M 0.5N &8 (150ml) ¢
R E, 5B, HMEMRLK (150m]) ik, AR T3 . HPLC
SHALSH 4 Gl RA 96.0%, BEHRAELH-KELGHE FTER
HRAHTLE, FRLE®H 105 11.

5 34 6

FiC f 4 < FiC /
L BE
NH2 NHCOzMB N*O
3 a ™

FRA RATHRESOHE
WML ERG ST HRAGTE, ARAEATESEAEM G
R-BREREH TS BHRETHEE.
BB FHAE Y4 HE
MELRLAH S FHRBEFE, RIEATEAAEMN, @i
HPE-BREREGDTEZL>BED 4.
xHH 7

f ) / n f
N

Cr\ ©> 3.

YHEA REATHRESHHE
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MW 2 | mmol | T | 3%
3 . 289. 7 35.38 |10. 25¢g
BB 24T 100. 12 70.76 | 7.08g 2
C1CO:Et 108.52| 1.135 | 70.76 {6. 76ml 2
MTBE 100ml
8 100ml
&K 100ml
), 57 300ml

A 500ml 3 ARMPTEEMHARAS. BEHEHPALTR, M
A £ 8 3(35.38mmol, 10. 25m1) #= MTBE (100m1), &% & k4,
MmAK(100ml), KEWMAKREI (2 4%, 7.08g). BEHETMA
LAATPHE(24F, 6.76ml), &£ 20-25C TRIARKIHBRILLY.
I HPLC oMo A EA G Q2% R AR 3(H 300 H), 5, ANRE
MK (100ml) i, MARRE TR, £3ELS, EMEk(50-60T,
JLE) A EARARA 1020l (10ml/g R ¥4 #) ¢9 MTBE-E S R4-4% (A 'H
NMR ®E %5 5% MTBE(4h#0)). AFMEREBELS HIER[EFTEALL
PEE 5. RRPE20-25CHEALY 30045, SESE. BERRAR
Bk, MEM 1 EHARG ERER., L2 ESEHEAKL
REAPRHRES(11.77g), 1-2%4ME& EFk .

YHB KASEH489HE

MW £HE | mmol | H¥ | 4%
5 361.75 32.55 (11.77g
1M LiOtBu 32. 55 | 32. 6ml 1
MTBE 170ml
0. 5N HC1 150ml
&K 150ml

ES50ml3FAARKTELTARRAE. BEARH4PKRAUTA,
H¥LARATHE 5(32.55mmol, 11. 32g) XM /£ MTBE(170ml) P, #n
A LiOtBu(l %%, 32.6nl) R E RO I EREKY, 2RIME
HEEMH E0TH4AAZTRREER. RERESHE 20-25C K,
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20

A HPLC IR E. £ 26 HE, RABA%G AR THESES. A 0.5
L% (150ml) LA E, $ &, AMEAREAK(150m]) %%, AAKRE
FgHitiE. HPLC 4 #it4- 4694 £45 96.0%, EHRETEH-K
EROHNETEMNBRAITE, FRLEHEH 1045 11,

% .4 8

FaC eﬁ //f f
NH, NHCOzEt ’g
3

THRA RATRES GG

MiE LA EHAF TSR AGTR, RREAEMTESAEN, GF
X-ERRSWPLBALTHS.
Y% B A ASP 488G

BEBLREAN TFRBEAFE, AREAFPESAEMN, A
WPE-ERRGHTERTE Y 4
E£# b4 9

acy//> FsC 4/ﬁ> Fac,.,///B
CI o -
d NH, \/juﬂco Et

3

THRA REATEESGHE

e Lk REH T HRA ST k.

$ % B FHEASLSWAHEE
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MW FHE | mol | ¥ | 5 ¥
15 361.75 32.55 (11.77g
2. 5M nBulLi 32.55 |13.0ml 1
MTBE 170ml
pH7 & & & 150ml
&K 150ml

A500ml 3HMARMATELTRFRHEE. BEARHAFAALTE,
B AEAFTES 5(32.55mmo0l, 11. 32g) % A4 MTBE(170ml) ¥, v
A nBuLi(l %%, 13.0ml), R E®RA A& 20-25C K4, A HPLCSR
BRE., £300HE, BREAPHCEAATRES. ApHT R FE
#% (150ml) PL R &, 4 &, AHMEM LK (150n]) %%, MALET
Wik, HPLC 547444 4 694 %4 96.0%, EBHRELM-KE
MEOBEFEMNBERYCE, RLEEH 105 11.

5 #& 4 10

BEHAOREMNENMEMF &

3% 400g DMP-266 ¥ H KM 2.400L T8+, LEFRART
sSh ke If. 4 30-60 94 MRS & T A 2,088l & & F (DI) K.
L& PmA 20g DMP-266 &HFk, ALK 1 8, KEkER
Intermig HH B RALEY. PREE(FHAXKLEHAPMRRERS),
BBEEKS 15-4 60 4. £ 4-6 A MA L 512LDI K, REE
(BEXKELELAMEHRB), AhAdf P REREY 15-4 60 #.
¥R EHE 1-3 b, REAHEL0CINH. HXRHHEL2-16
IHAZELARTFONRERFER. TERXRKIUASBELLE
EhF. BESA 12 AEARGEKRT G 40% T8 %k, A5 A 2L DI
Kikkdmk, ES0CHATT TFRBIEMN.

LA 11

FAGRAALRLE

4% 400g DMP-266 #.% # % M /£ 2. 400L Z 8 F, id i3 4% 20g £ 0. 3L
8 40% (v/V) LEAFLEARZ RS, E6 I AFEMGHF 3. 6L
DIKAHWAEAR K FUARBEL GBS FEEAGENAR. £4
BEAPREER Internig RH B, ERMA R P L RERKEXH
REXRKRBEFRHE, MNBEEXRY. ¥RAIERL1-34H, K

23




LA E10CI . R RBHIL2-16 PHEEALART XS
REGHEZ., SEXKRIARSELLBEM. BEHA 12 KEK
A0 40% LB K%, REM2LDI KAk BmKR, £S50CHALT T
% BB
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