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1 = =

el =R8kar, oA S HFL7 (rotavap) & E3 STHAIA HAAAOR -FEFQl [1.11]1Z=233s A4
stttk A3 ZHo]A(324) el A, AAAoR f-F3HAl [1.1.1]Z238¢S 2 3-Fevfo] 23 Eetate] =3t
E(333)& FAUTE.  ololA, HAld 42 WA HAld 440 #ste] AREH o R Hed WAoR Z3E(300)
S A4 2= o)A (385) el A WEE7I(300)E E3l freAlA 1,3-thelobAldntol Aol S 2 [1.1. 1] 8H(392)S s
Atk F7He] AR AAALEEo] shrlel AlsETh.

fre AREE71(380): 1 x 100 W 365 nm UV LED . SZ2HEO S AF FEP FY §hg7]o] Aol F&HA
Ak, H3 15 nL ZLe] FEP w715 Fuk$7](380)2] ®kAb H(2F 10 cm #74) 9] &g el wix &t
371 AAE At 3 wF 9 Jbed vhg a2 RE dAE dS AASAT. 30 psio vk 2&71(370)
5 uh3-71(300) 9] ©H- Hzol] wiA sl

25 o) A(330): 1,1t nzr-g ol a(Erade) el 2R rews SN THF 5 1.00 M & A
shitk. A& 7 A AHA(Coulometric Karl Fisher titration)22 &N =& %7 392 ppmQl FHo=Z
A4 A},

2% g9 B(327): BuwO % PhLi(1.9 M) &9,

(300)2] A1 2=€o]#(315)e] Z+Z} 1.8 mL/min(1.8 mmol/min, 1.00 B=) % 2.00 mL/min(3.8 mmol/min, 2.1
g o2 AU THE 407 mmole] 1,1-to]BER-2 2-H|A(FR2EdE)AtolFRITad). X BAE(390)S
Ctgfolofo]~ HR o R WrE Zekad o . aE = &8 S2(390)& =gojolol A 57

2go]A] 1 WA HolA] 3(315, 320, 324): 2% &9 A(330) ¥ &% &9 B(327)E 2268 &< WS
2
i)
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E AF23}o] Buchi thololx@l A 2F &lo| A Buchi 3| HZW7]E AR3lo] A3 2H 0] =] (324) A ZFHA|H
. J™F &8 E TR 23] BHIEFAZ)I(M3E] 100 mLA), A ow J-F3h5ol [1.1.1]Z2H g
S AATH(E 632 g = 707 ml).

~Ho]A] 4(385): A3 *Eﬂ oA (324)EH-E ] [1.1.1]Z=R3 &M(707 mL, 0.6 M)<S 2,3-Felr}to] &(50.3 g,
584 mmol, 1.4 W=k 3} =3ala THF(364 mL)Z 3]AAA 1120 mLe H3(<¢F 0.36 M [1.1.1]Z2H o]2F

FTE)E Ze E=(333)S Axst.

kG HH371(380)F B 6 nl/mino® FPaAvt. F AW A o

C #34L 14 7os 980 23] A&&S dUehiiiah. € §94(392)& 50 A

< A AES AAstaint. SAH(eF 400 ml)E H7tet @Xéﬂ%— e

Ak 25 ¢ ARES) Al F5ET FRAAG. BAZT $FA)71a0 78T TBUE/H(50/50) =R 23]

F7h= ﬁﬂﬁ}o}@ %7} 11 g94 WEES . F 36 g9 1 S—E}ﬂovﬂgﬁ}o}*}ﬂai[l.1.1]~JE&% Al
100 W R w1 120 g/kWhE AH8-8ke] 12 g/h AAHA).

z=9
EHWla

“ CHBr, Br

B Br Ci

ci NCE
-Zrz-2-(ZravE)Lar-1-9 1,1-tho] B e -9 o-u| A (22 v|e)alo| Sz T2
EHIb

Br
Br “ f1E5 Aok
Cl -

1,1-tfe] B2 52,2~ [1.1.1]==a:

N A(ZF229d)
Alo|E =2 r 2 v
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EH2
oo o e e e o o oo oo omm o ovwm ot T oo oemm o o o o o o o o o o o 1
210~ A& % g7 oA ER2-2-(FREAY)Z iT 1-<l& CHBr;}, |
Ny Lt R 2R sna(ERed)fol 22 e s ANSES A8d 24 s, £ i
O A U U ——— I mmmmmmmmmmmmmmmm 4
A& & BE7] UelA 1,1-Ho|BER-2 2- MR 2A Al FRIZRS FI)FE A2,
(a) 1,1-The| B2 W-2 2-B| 2 (Z2Rv[E)A ] SEXES {7155 Aok} NEAA [1.1. 112293 3
220—~_ | 9& Ashes: am () ol ofF A% FEF W 71°l GPe Hashel=s AEE Al wkg 24
sol A, &%

232 234 A% 7% ey WM A4 24ES
& . AR (11112298 2 o3 B3hal]
A8 [1.1.1]=Z24938 2547 A-atg Al AL FAa

Ny

£3

<
f‘——""""""‘-/—"'"—"?

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm ]
2ttt 3
| HAgow J-5gae [1L1.1]Zede 2428 A4 |

248 e
T |
b v warn wan e A e A A A A A M M A A MR MR A MR M A A A e AR AR A A A e "]
=593
325
235 300
Et0 = 1.6 M = ————— |[Fr—————— I
MeLi | 305 |: | (
| } ! O 47 2=
T T
Br | 345 | | .
Br cl | | ! b T3]
Cl | 310 I: | AR EE QA
| |I | 390 [BXIZG 4 =3 84
30 | N l L
230 le I ~78 C o] A
330 THE
Al 2H o] x(315) A2 2H o] 2 (320)
Erq
300

Et0 5 1.6 M ——_———————— [r—————— |
MeLi § « ;5 305

Br\Tr><C|
Cl

2-Me THE % 1.0 M :

-10 T #j2~ 0 Cuj2
A1 2B 0] A(315) A2 2B 0] %1(320)

_31_



ZIHSd 10-2020-0046101

326— Et,0 = 1.43 M
MeLi-LiBr

Br\Tr>Cc|
Cl

2-Me TIF & 1.0 M

E95p
306
36— Et,0 % 1.43 M 300
MeLi-LiBr
Br

Br\‘DCm
Cl

2-Me THF % 1.0 M

-10 C w2~ 0 CHjzx
A1 2Ee1A(315) A2 2H©]](320)

k1
N2
(@)Y

327 —

19MPhLi FO——

300

Br. 5" ¥ ~78°C ol A
\|>CC' +29
cl

2-Me THF 5 1.0 M

i
rlo

A1 2e|o] X (315) A2 o] A (320)
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W qeMMeli  FO——
W— gl
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2-Me THF & 1.0 M

300——>»

EH8

A1 2Ele] A1(315)

%0— H,0
DL e | 365
| 305a |
: @ |
|
3108 s
_______ L —| !
W | R
:| : A3 2gelxszy  ATE
306 H |
! O =
| |
:} | e
° A N R EE T
__________ | o 227
-10°C

A2 2=E]0] 21(320)
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~78 Coll A
FHE

(390)

335
FERE2-(ZF2EWE) T2 -1-4 (1 F=)
HBr; (5 93F) 300
b (8.5 B4) 305
18-C-6 (5 #%)
CHCI, 150 psi
328 33% NaOH,, {:Z l
329
70°C 228]0) %] (322)
EH9
331
/ 335 300
/1 W |
o | 305 l
1Yl ofu| =
W} }B‘ ]’ 1 \«7 | 7}%7] : 100
| psi
310 == | PR
: | (391)
R
<D i I 370
IR 7 | }
30 shdE sdolA [ S e ]
332 (323) O ==
=t 7147
o JH EY7)
> B.P.R
= =397
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300

327—

1.9 M PhLi

330—

Br\B&CQ
Cl

THF % 1.0 M

o
&
=

HPLC =

HPLC H >

A1 2~ E 0] A (315)

380

392

300

<>

[1.11]==4

=78 C oA

%43

17 — I____ (390) —»
| 302
: |

A2 2= o] x|
(320)
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