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W (THF). —&Hke. Rl ERIREESY.
SEHEf)
FIFR AR (ZERETE) KBRS

BEFR=28 (42.1mL, 253mmol, 2.1 48) EESAE TIMAZ
B (0C) BB (10g, 120mmol, 1.0 %4&). FFZE (S0mL) FZEE
(3.5mL) HHEEDH. WEIIZEERYIFHFAHIZBIRY 0°C. 7 4 8P (Ti 2
FEE 10°CLAT) SIAFRSRS (84mL, 127mmol, 1.05 38) (V. 76 0C
THREZFRY, 1 /DS GC- T B A BB BITUAF= R b2 93%.
2 NEHE, FHEFBEREAKEIR (37Tml) WK IZRIEEY. HBEEEN
JELE 40°C T REIRGE AT toaBifs, FAS ~50%F2% (28.0g, GC-ZEfE 95%,
MESE 512%). (LF (CZLEEPE RPRIENE: 143g, 73.1mmol,
7238 61%). *C-NMR (CD,CN): 8 1422 xCH,), 15.4(CH,), 62.4+62.5 (CH,0),
64.5+64.6 (CH,0), 64.9+650 (CH,0) 1 99.1+100.5 (CHO,). *P-NMR: &
26.8 (ddd).
FIRRRERTE 2-L-E A B (2 EEFE) IKEERES

R B =208 (632mL, 3.80mol, 21 %4E) ZERSFE FIMAZAL
(0°C) YWk (150g, 1.81mol, 1.0 %E). FZE (750mL) FZEE (75mL)
HREAYIT. BRI AEIRI~0C. ZE8 4P (Ti{REE10°CRATT)
IINFREER (126mL, 190mol, 1.05 HE) (KHVD. #£ 0CTHHZHRY,
1 /NG GC-HT R Z S E TU=SeTELENy 90%. 1.5 /MR,
AR SRR (600mL) FRZRNESY). HSEHNERE 40CT
RGOS, HAE~65%FZ (579g, GC-4iE 88%, ME&E
34.4%), (L (CLERPE) IBHFRRERE: 199.2g, 1.02mol, F=Z~56%).
FH FFREBRAE S00-L-FARIN AR (ZZEEERE) IKBERNE

WIEFRB =285 (133.6kg, 9014mol, 2.1 48) FEESEAE FTIMAZA
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1) (0°C) BIZUBHRERBIR . (35.6kg, 429.2mol, 1.0 &), FZE (107L)
AZEE (11L) KRREYIT. BiZRROTERHEI~0CrI N Otistt. BE/ER
S RIS IRYI LI D E AR E. BEfSTE 30 8P (Ti fR
e 10CLAF) IIAEESRS (43.3kg, 4507mol, 1.05 HE) (HHV. 7E 0C
THREZSERY, 2.5 MEETESHIA (Ti<10C) BRREMN (14.4kg,
171.7mol, 04 348D FK (128L) WREEYFFKZRNIEEY. FK (14L)
RIS IR Z R IEAY) 10 238, S BEEFEHUEE 40°C T MEE
WHEH 1/3 TR (821, 0.991kg/L, 81.3kg, GC-4lifE 89.6%, WIES=E 61%).
(ZH (ZZEREFE) RHIRTEIE: 49.6kg, 252.7mol, 72 58.9%),
B AR (CZEEFE) KRR

Bk (1.65mL, 29.7mmol, 0.5 #¥&E) F=E TIMAZIKEERE (5g,
602mmol, 1 4B). HZX 45mL) MZEE (Sml) FNEEYIT. 2 /D0
NEFREB=78 (260mL, 1563mmol, 2.6 3&E) IFHiEZRRYIA. GC-
SRR LEFTE R A Z B AT =5 . BE/EH 1. 1 BORRARKR
BEAUKERAI K (S0mL) BAYRKIZRNIEEY). Mo BEHBEEaHL
EFR, R 1 1 BENBREBRESvKERAHyK (SomL) REY), ke
FEEyK 25mL). ZEHVERE TSR NaSO,) FHERYE. 2B At
W25 (CZEFEPHE) WA (5.7g, GC-AiE~93%, & ~44%).
Pk E =M EHZE (CZEEFE REHRRE

78 3 AP SEEA =8 (347mL, 133mmol, 1.1 HE) IIABNKEE
Bk (lg, 12.0mmol, 1 H¥E). HFZ (8mL). ZfF 2mL) FEFRK=CHEF
(52mL, 252mmol, 2.1 48) FIBEYH. R THZRN, 4 /M GC
ST BN BT i ) RAFEE L.
F=FPERamsE (CZEERE PR

7 3 S E=E R (12mL, 13.6mmol, 1.1 H¥E) MAZNAH (O
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C) YRBTRE (1g, 12.0mmol, 1 &), FZK (10mL) MEREFR =288 (42mL,
31.3mmol, 2.6 48 KNEAY+F. ERTHAZRN, 2 /MiE GC-otrin
BT SR RIEFEEAL. PR B
IR AR E (CCEFTE) REHRES

WRZBB=28% (4.6mL, 251mmol, 2.1 H¥E) IIAZAH (O°C) KBk
Bk (10g, 120mmol, 10 B FEXE (SmLl) FIBSYH. KRR
HIB~0CHIEI. 74 PR (Ti {RIEE 10CLUT) AR (0.84mL,
12.7mmol, 1.05 4&) G . RNVAE 0C FHEE, 1 /MBS GC- TR am~40%
AR, 3 /M EIMAERMBREREMAKER (3.6mL) FFRiZKMY
BEY. MABEEIERGEATERRY (1.1g, GC-AE~81%, F=&R~
35%).
BC-NMR (CD,CN): 8 14.4Q2 x CH,), 154 (CH,), 18.0(CH,), 57.0+57.1 (CH,0),
574+575 (CH,0), 62.5+62.6 (CH,0) #1 98.9+100.4 (CHO,). *P-NMR: §
30.0 (dm).
PR SRR (CREEZE) KBRS

BEZB=FE (32mL, 25.1mmol, 2.1 H48) AR (0°C) KBk
ERE% (10g, 12.0mmol, 1.0 H8) X (SmL) FIEESYIT. iz
HF|~0CHAEIL. FE4 0FbA (T RFFE 10°CLIT) IIAFREER (0.84mL,
127mmol, 1.05 48D (0. KMNAEOCTHRE 1/hEE GC-othEr s~
S0%EALHTTEIF= . 3 N EIMANERFBREREAKER (G.6mL) HKiZX
RHEEY). WA BEEVERGENTEmRY (021g, GC-AIE~92%, 7&K~
10%).
BC-NMR (CD,CN): 8 17.0+17.1 (CH,), 48.8+48.9 (CH,0), 49.2+49.3 (CH;0),
52.5+52.6 (CH,0) #1992+100.7 (CHO,). *P-NMR: 8324 (dm).
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PR AR TR (CREERE) RIS

BIE R =FEE (28mL, 256mmol, 2.1 X¥8) AR (0C) K
FR¥: (1.0g, 120mmol, 1.0 L&) FHEZE GmL) FNEEWT. KZRRy4
HIB~0CIHHEL. 7E4 28PN (Ti fRFFFE 10°CEUD) AR (0.84mL,
12.7mmol, 1.05 H&) GEHOD. RMNAEOCCTHFE 1/DEE GC-airErE~
SA%FHAL A TTEA=M. 3 /NEIAMREBRERESVKER 3.6mL) HKiZR
MRE. B BERIVEREEATEMRY (0.12g, GC-AE~78%, =~
7%
BCNMR (CD,CN) : 6 48.4 (CH,0), 56.3 (CH,0), 56.4 (CH,0) f1101.4+102.9
(CHO,). *P-NMR: 6316 (dm).



