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RN GHEMERER -

B SR —EERERA > (EEEE ~ JRE - [LPIES B L E - B EH
I %# Cyclodienenone FAYEREFRAHS - B H N EENE 5T > NG EfE
(BB A E R RS2 M - WINEERERERE -
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LRe I S B LR EE AN A BB EEY SR - BOR— (A G RS e A SO L S
FEVIRIITE > EEIER - AR EZ HAY -

Abstract

The main research of the project is using the Rhodium catalyst produced by the procedure of
coordinating Rhodium with the ligand we prepared, and try to apply it to asymmetrical addition

reactions.

The reaction we’ve mainly researched is the reaction of Cyclodienenones and Benzocyclobu-
tenols. First, we need to find out the best condition of the reaction by changing different parameters
such as temperature, concentration, ratio and the way we add the reactants. Therefore, we can use it
as the best condition for the following reactions. Second, try to change the functional groups on
Cyclodienenone. We now have changed six different combinations of functional groups. Third, in-
vestigate the effects caused by the functional groups on the reactions in different aspects like electron

density and steric effect.

The experiment result shows that most of the reactions have a high enantioselective excess more
than 90% and a yield more than 60%. It is better than most of others doing similar research, proving
our Rhodium catalyst is very effective. We hope our Rhodium catalyst can be applied to medical
production in the future as a cost-effective and time-efficient way to produce high chiral selective and

optical active product.
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FIPER] > SE R R E T BG4S M A E B R R T ARG E R - sEE A BT E(R(S
AR e EAL - fEGIRE R G EEYIHIRE A 28RV (Hayashi, 1998) -

B Lautens (2013) HsE& BT T MINE % Alkyne Tethered Cyclodienenones {72 ¥
FEE (desymmetrization) fJIBCAZIE » 4] 1 Ao - 5 eR s e o] LA B ELA BLAT S st
MEAVEREEY) » e iE Q0% AVSRIEHEEE @ AR 75% -

0 B(OH),

Q J// . © [Rh(coe);Cll/Ligand
MeOH, EtsN, rt

Me” O O o
ligand %

R
1: Mark Lautens Z§% alkyne tethered cyclodienenones F175 ZHIRE Y K2 &

EESHREREEFN (2011) Gt BARDIREAECE: - WE2FTR - FfTER
DURAE iR (—EHit B/ EREGe Bt oY) BONE S5 FEEE -
B4 alkyne tethered cyclodienenones 3#E7T S & FERT EE LIRS IE - JHE IAES 21 EA B
U SR (GERERVER(LEY) - WREA SRR BB IE -

Ph
Ph

B2 —(EsEEEREE S S



Besh > ERER R bR P 0 & - (EE(EEiEd - FEANAAFRNVERNEHH
BHBFTR R o IRIMIBERLY Lautens (2013 ) AUBFFEEERHAEN H mTAEATEENH
& 0 FATEL AT LA SRR B g L B i B R R -

JRH

b

aur

. WFEHH

(—)  #kih Cyclodienenone {1 Benzocyclobutenol 7£#& 5 B (L AR (S IEFRIT:

I o
mol%
@OH ’ Q /// solvent x mL,
(0]

30 °C, time

3 : Cyclodienenone f{1 Benzocyclobutenol iy 7 JfE

(=)  HfFAEEFEED Cyclodienenone

(=) &5 Cyclodienenone | B BEEL S 7 FERY 228

o R
[RhOH(L)],
©:|LOH , | _@mol% of Rh)
PhMe 4 mL

R ~O 30 °C, time

Ph

B4 BCEEREELZRY cyclodienenone MIZRIER | B7 S fE
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() hsesks
ABHFE 2 EANE 13~ » H MRS UE 14FTR > #2488 Benzocyclobutenol
[ FERS R E R REES - AR T beta b M 155 7 T ES - fEEH Cyclodienenone
ETIRES B LI ESZA T TR BTN 4SS -
H¢ 1% protonation 75 E(ZEY) s 8 IR @ LA

o
OH ) I [RhOH(L),
@ j toluene, 30 °C
Me O

El14 : AKEER ERNE

L)Rh] ~0

: % ©3L [-carbon elimination

deprotonation

[Rh(L)]
[Rh(OH)(L)], @j\
protonation 0 )f\
carborhodation

[Rh(L)]

%
insertion /&_g

El15 © Stk
(=) WFEEE
1. AV

—BAfRCHIE T ESEA0 A THE g7/ N 1% - fEAFF A phenyl bromide
S LTMP 2R1GZA S BUREE YA 3R T s

O Ll\
+  nBuli —_—
v SO {f Cr

E16 : SRS EUREERERIR | R
7



i DR R AR T iR TR b e - SRR3R T > ZRETTEIRS
MApEUEET T IR S RS B PR AR | IS

OH DMSO, (COCl), 0 OH
©j Et;N, DCM ©:/'/ MeMgBr
—78°C 0°C

E17 © SR E AU R AR TR

ok 2Bl g s E A EslE] PIDA » 1§ phenyl iodide B sodium perborate —3E i1 A it
B > £E50°C MR =/ » &ORZCHR 1S F]H E[EHS PIDA - [ —251f p-cresol fIA
propargyl alcohol » {HEIAE% » /KIRZE0°C YIRS > fEMEHE FIIA PIDA » #HUARS
2R [ —/NIFE - SHREEL ~ R ~ BROKTg - SRS ERHEY) - BERE
g BEEE SRR ESY) Cyclohexadienenone -

| QAC
©/ + NaBOze4H,O0 — - Soac
AcOH, 50 °C
PIDA

E18 : &fk PIDA

0
. OH PIDA
/ 0°C,1h QJ//
o)

#19 : &k Cyclohexadienenone

OH

2. IR

St B AIE MV ECAI A DCM A —5K > 1SRl ER BN AT

$EEY) > PRI KOH 7E1,4- BN R fE24hr - BISEI RIS —(EHE B (bR -

[RhCI(en),], L s rhawl, — % o RhOHW),
DCM, r.t., 24 h

E120 SRk (HEEE LR



3. FmERIERM:

RS EYIAEA R T 25 TRE - M TFERETmE RV > (RS
TH/KHYEE S SR T AR BT W BB E S TR e R - RN ER g2
TR T > temBiRHY I (EE

FAEARFERREE T BEARNERSGHENEN - BEEAAEIIAT
IR0 RSN - BAREEE BREEIRIES - RRBIEIREERATRE -

I oL
mol%
©:ﬁOH " /// solvent x mL,
0 30 °C, time

4. s Cyclodienenone [ffE REES

SRS ETTE S8 Cyclodienenone LAYRIEERER (EEARFIR?) -
B9 E BE AR AN s B

[&22 : 7E cyclodienenone |- R 1R Y= [E

(1) R'=Ph-R’=H

o8 ronzey
. PIDA (1.2 eq) | |
e g
Ph” O

23 : & R =Ph ~ R2 = H#Y cyclodienenone

9



(2) R!=MeO-R*=H

OH O

¥ ///\OH PbA ///

Y

E24 : &% R =MeO ~ R? = H#Y cyclodienenone

(3) R'=Me » R2=0Bn
0 OH 0 OBn

// . NaH BnBr (2 eq.) R

dry THE 4 mL
0°C - RT

E25 : &% R =Me ~ R?> = OBn #J cyclodienenone

(4) R!'=Me » R*=Ph

OOH& O OHﬂ OH

&26 : &f% R =Me ~ R? = Ph Yy cyclodienenone

10



*
(5) Rl="""e R:=H

/@/\H/OH BHzeTHF /©/\/OH HBr /@/\/Bf
HO ° HO HO

(0]
PIDA | |
_—
(0]
Br

£ .
E27: & R'= e -~ R2=H Y cyclodienenone

(6) R'=Et-R’-=H

OH O

PIDA //

Y

28 : R!=Et - R?>=HHY cyclodienenone

11



5. DAEBEREEZAY Cyclodienenone 1T &

LLSCHH S R FE R IE Rl - BESCE B REAL R HY Cyclodienenone %L
B E DRI R A R 2 -

[RhOH(L
©:|L (3 mol% of Rh)
PhMe 4 mL

30 °C, time

L= Ph
/

Ph

29 ISERERTBMY cyclodienenone FIZRINER | % X fE

() wgedEk

AT EESER; - B2/ NS DL TLC | B HER EYIRY R R B DA S0 5% S MRS 44 -
g% - RHEAEENZ S, - DU R4’ S IEA RIS - g Llm E2 BRI e
HBEIEIRE - DURAED R EYE T8 - BB WP R AHEYIH NMR
tube METHELAE - HIETESA TEEVIVR EENGRIETR - EFRIRRZERV T
T FERSAS R HETTIE - W H Y Gty sR sk I R L A S R A &
G IEY) RGP HTHE EE AR S - AR AR SR EEm I bEE R - &R EY#E
TEMEN - dbH FEEYNFFET R R ES - WO R N REYERE - B
BN » DLsRoREfE N (HPLC) HS SR {5 E 8L {E (enantiomeric excess; e.e.) e

TR E %#/J \RFATLC R NMREEEIE
B FEMIRIRIER = AN SRIEEFRLL

HPLCHEIF
ﬁi_#_‘lﬁ

2
=
s
o
a8 )
o
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WA R B
—. WFEEER
(—) FIEERIERT

[Rh(OH)(L)],

(0]
)
@:‘LOH . QJ// (3 mol% Rh)
solvent x mL,
(0]

30 °C, time

S de
C

E(31 © =R SRR Z S

(F—) FEENECRFETE - ARG

Benzocyclobtenol Cyclodienenone gLl BE | R EXR e.e.(%)
0.2 mmol leq FHZE 1L 30 °C 5h 39% 95
0.2 mmol leq DCM 1 mL 30 °C 4h 40% 85
0.2 mmol leq dioxane 1 mL 30 °C 5h 35% 95
0.2 mmol 1eq THF 1 mL 30°C | 25h | JEEY fE A S
0.2 mmol 1eq MTBE 1 mL 30°C | 24h fie f A S
0.2 mmol 1eq MeOH 1 mL 30°C | 24h | EEY A
0.2 mmol 1eq DMF 1 mL 30 °C 3h BEY) A S
0.2 mmol 1eq ACN 1 mL 30°C | 24h | EEY A

COBCEA FEIEEIRE it - BTEE) & FIMTRE LR SRIE R S AR -
(R FHEENERFEIE - BE

. . . NMR &R
&i%% | Benzocyclobtenol | Cyclodienenone oyl BE | BE | ER e.e.(%)
EfREE
la 0.2 mmol 1eq 1mL [ 30°C| 5h 39% M 95
2a 0.2 mmol leq — 4mL | 30°C| 6h 69% 3.51 97
3a 0.2 mmol leq 4mL | 30°C| 6h 67% 3.56 97
4a 0.2 mmol leq 8mL [30°C | 12h 49% 1.74 97

F—FAtaT M5 A2 & &1 Benzocyclobtenol & Cyclodienenone » f&HEAR 1 mL HYH

13



Rzt WROREZERIEI0°C T RETEERAVIEHE > 331 Cyclodienenone & HFEMNLEE TR -
HEEFEHE K ERY Benzocyclobtenol » {155 & HAEERBEH39%HYER » (HEE A HEAYE
BB E (RSt 1a) - HAERIRE Mark Lautens F%H SCREGE RIFAINERZ 2 PR — I N0RHY —
THGEY) > 4 5% Cyclodienenone JH#ELLEZZ{H Benzocyclobtenol 417 A = FE R AH /AR -
HESER ATRE R R N RS © (R THY— IRt - A LRy T A 1D B tHE =AY
TR > SRR R YA [F I B R 1T 00T N Y S DL /800 o T Y S - 95 T 0
EH S ERT G S 2] BB EY) - (BB IR - ARy 1 By IRV R RERR A -
JRieEA BRI E - BEHIRE N - FriR G R R e = 214 mL RHETHK
FESGEIR > SR EIRIT NRR > MEASER & 17—/ NEF - (B2 ERAE e 5169%
MR ERAERAE R97% (Shi5i2a, 3a) > BUNRENZEHH N EEAERENZE > BREMTHE
R NE - R EIeTH8 mL > sl EEBRELHEHERAE PGS - HHEE
SRAIANANTEIIE] » H A MR A IR = 20218 - AR N 249%(dRbida) > T FRIRME MEA
(G EREI N ERVER - g BT LB AR -

(R=) FEENERFERE - AT

] ‘ ‘ NMR sRgkide
#5%% | Benzocyclobtenol | Cyclodienenone peay il BT | B | EE e.e.(%)
TEifEEL
5a 0.2 mmol leq 4mL [ 30°C | 22h 65% 3.32 96
6a 0.2 mmol leq 4mL [ 30°C | 22h 35% 0.93 94
EE-H*

7a 0.2 mmol leq 4mL [ 30°C | 24h 62% 1.95 95
8a 0.2 mmol leq 4mL [30°C | 10h 56% 2.29 97

RACHE R MR E4 mL (YFRZREE - EEHERETEER » EdER Rk
EZIE R SR R 22/ Ny - SR RIS R EA L > RONNIER EE/ N R E
ARG MR TR 18 (dRESa) - 182K FMITHITIETFAE ARy T RS e - (EHISH A
STz 22 71 I BRr ] R53057 8 - AR A5 EIRF R Cyclodienenone fiI A SZFERAER » B4 —2K
Cyclodienenone IRy TIREE - B FEREZEARTEST - HEERAEFHED] > A&
FERQATRT TN N > SEE R E AR U D (GnSt6a) - B2 > BFTE SR RI (R
BYIETTRR G - R HIIA S ASBECHRISERN - 3R E R LR 6a L7t
RE @w5E7a)  (BIYE/ A LR 2a BAUS 4 MRHRF AR Lo s AR 2 B AR S
BTG e 2256% » (GR'E FL S MR R i (S 8a) -

14



(V) R ERERRTFEGR - BBl

. . . NMR g5
#"%% | Benzocyclobtenol | Cyclodienenone pagiil WE | BFE | ER e.e.(%)
517 (=
9a 0.2 mmol 12eq 4mL | 30°C| 5h 64% 3.29 98
16 mg 3
10a 0.2 mmol 15e 4 | 4mL | 30°C | 29h | . 0.47 M
a H REY ‘
0.3 mmol
1la leq 4mL | 30°C | 25h 69% 1.59 98
(1.5€0)

AR FRFTEEE{L—1 Cyclodienenone FYE £ » #HERHEEHIRSE1 2EEN -
tEiLdmE2a - ERA/NE NE  BEEBEIRES21SEER » R EFEINEML 8%
HHEEEZFHEY) - BURHEREEID Cyclodienenone #YE 8% - AMEE(HSRISENR -
TEMALEIA R E T N FE - B2 E R E E R T %R 579a ~ 10a) 5 A1 F Z K
Benzocyclobutenol HV'E E#HIE = £ 158 & @ AIEIZ R HEEERF609%  MEGERERER
98% > HNZFERFFEI4EKRI 2.5/ NRF(dmisk11a) - (HEZREEREE R P B A LI

(RH) FHEENEREDE - 1%

] ‘ \ NMR sRgkide

#5% | Benzocyclobtenol | Cyclodienenone peay il BT | B | EE e.e.(%)
TEifEEL

12a 0.2 mmol leq 4mL [40°C | 5h 64% 3.15 96
13a 0.2 mmol leq 4mL [ 50°C | 1h 59% 4.07 97
14a 0.2 mmol 1eq X [ 4mL | 50°C | 1.5h | 66% 4.36 94
15a 0.2 mmol leq 4mL | 50°C | 8h 52% 1.32 96
16a 0.2 mmol leq+05eq 4mL [ 30°C | 27h 74% 5.95 96

5220 AT REE A EM AR E > WILIIA TORE RS bR T B ELS R -
FEPESERE R 7£40°C 1215 2 50°C(4RE12a ~ 13a) > HABEAIEIINY SN EREHET TEE » 34830
[Z JERRF 14 R0 22 S/ INRg e /NG > (EUZ FESRAAR AT NI ZES59% » MITERNRZREIEAES0°C T - 2
B R Ay 7 FI R R IR R P fIE 30 o i e T B e - SR AR ELAE AR 132 AR T >
B S G E A N 294%(Gm5k14a) - SRR IR RIES 788 - HIERE NS
o HRER R 2/ N (RFE15a) - iefk @ sl & I T AKEZ ER - S8REEY)
FAYIRHORRER - FESMATIN0.5E EHY Cyclodienenone » G {5 BLREER L1 ET74% > i3
{RAEERE Ry 96% (4w 5E16a) » AT LAFR M LA Z4R4 mL ~ 30°C ~ FfNEY 5 A Ry i (2 S ME MR 3

TTREE -

15



(=) DIMSBEREELEHY Cyclodienenone #E7T K7 &
(F1) EERERHY cyclodienenone FIZIER | BY S ME 2 12 HY B BngiiE

O R
[RhOH(L)],

©:|LOH . | | (3 mol% of Rh)
PhMe 4 mL

R "0 30 °C, time
L= Ph
/
Ph
457 | Benzocyclobutenol | Dienenone R!= R2= BH HFRE BE | BE | ee(%)
1b 0.2 mmol legq+0.5eq Ph H (7+21) h | 30 °C | 53% 99
2b 0.2 mmol leq+05eq | MeO H (5+22) h | 30 °C | 35% 90
3b 0.2 mmol leq Me %" 08Bn 12 h 30°C | 40% 90
0.2 mmol PhMe
4b leq Me Ph (5+22)h | 30°c | 43% | 75
(I + 0.5eq) (4 mL, 0.05 M)
5b 0.2 mmol leq A, H 34 h 30 °C | 58% 97
6b 0.2 mmol leq ph Y H 12 h 30 °C | 60% 99
7b 0.2 mmol 1eq Et H 5h 30°C | AM | FAHI

AEIRMEEA R E R - BEA N EIERNDCE SR > o R MIsE S LA
AR BN B DB - #A A sEEEM: - BERe GBS - (&Y
CREEIE S B R A - 4008 32 % 38)

at b FEVIRFIEE R - EEERGEMERE - SEHIHREEE

16
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NMR JtE%

(—) 1 :

20180918 W-IV-034-1-1r column pdt

Current Data Parameters

NAME 20180913 W-IV-034
EXPNO 5
PROCNO 1

F2 - Acquisition Parameters
ate. 0180918

Time 10.25
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g30
™D 32768
SOLVENT CDCI3
NS 4
DS 0
SWH 7211.539 Hz
FIDRES 0.220079 Hz
AQ 2.2719147 sec
RG 78.51
bw 69.333 usec
DE 10.50 usec
TE 299.1 K
D1 2.00000000 sec
TDO 1
CHANNEL f1 =:

SFO1 400.1324008 MHz
NUC1 1H

P1 12.90 usec
PLW1 15.00000000 W

F2 - Processing parameters
Sl 16384

SF 400.1300094 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

o -
-

10 9 6 5 4 3 2 1 ppm
( - ) 1b E”—'émz .
—_ PKaH -
Current Data Parameters
NAME 20180913 W-IV-034
EXPNO 6
20180918 W-IV-034-1-1r column pdt PROCNO 1
F2 - Acquisition Parameters
Date_ 180918
Time 10.28
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
SOLVENT CDCI3
NS 50
DS 0
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
RG 198.09
DW 20.800 usec
DE 6.50 usec
TE 299.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
= == CHANNEL f1 =
SFO1 100.6228298 MHz
NUC1
P1 10.00 usec
PLW1 47.50000000 W
= == CHANNEL f2 =:
SFO2 400.1316005 MHz
NUC2 H
CPDPRG[2 waltz16
PCPD2 90.00 ut
PLW2 15.00000000 W
PLW12 0.33750001 W
PLW13 0.27338001 W
F2 - Processing parameters
Sl 32768
SF 100.6127685 MHz
‘WDW EM
SsSB
LB 2.00 Hz
GB
‘ ‘ ]‘ ‘ J PC 1.00
P " " T " " Ll (
o A APl Ao u P
T T T T T T T T T T 1
200 180 160 140 120 100 80 60 40 20 ppm

33

1b Bt

17



(=) 2bgEak:

20180915 W-IV-036-2-1 column racemic

Current Data Parameters
NAME 20180913 W-IV-036
EXPNO 4

PROCNO 1

F2 - Acquisition Parameters
ate_ 20180915

Time 14.43
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930

™D

32768
SOLVENT CDCI3
NS 1

DS 0

SWH 7211.539 Hz
FIDRES 0.220079 Hz
AQ 2.2719147 sec
RG 71.42

DwW 69.333 usec
DE 10.50 usec
TE 297.8K

D1 2.00000000 sec
TDO 1

CHANNEL f1

SFO1 400.1324008 MHz
NUC1 1H

P1 12.90 usec
PLW1 15.00000000 W

F2 - Processing parameters
| 16384

SF 400.1300050 MHz
WDW EM

SsB 0

LB 0Hz

GB 0

PC 1.00

10 9 8 7 6 5 4 3 2 1 ppm
Aoz
= =% .
(kg)  3b&EaE:
20181102 W-IV-060-3 column desired Current Data Parameters
NAME 20181024 W-1V-060
EXPNO 4
ONMOOANDNE=NLTOTNOOENHHDNNHDMNOO =0 O PROCNO 1
OAAMOAMNTOONONTIWWOWINHOTONLWOHMODOWOWwMM LW
DE-ONOO0OWEOOEEFANDNSLONONS T HOWNNMSOLWO A O LWN F2 - Acquisition Parameters
CEEEOOVNNMONNNNOOONMMONNNA A OO~ ©OMN ate 018110
LLVLLVLOVWOVOVWVOVOVOOVVOIIIITIITITTTTTNNONN A A Time 19.52
INSTRUM spect
\\\V/ \\%\//ﬁ%ﬂ// / '/ PROBHD 5 mm PABBO BB/
PULPROG 2930

TD 32768
SOLVENT CDCI3
NS 4

DS 0

SWH 7211.539 Hz
FIDRES 0.220079 Hz
AQ 2.2719147 sec
RG 144.49

bw 69.333 usec
DE 10.50 usec
TE .

D1 2.00000000 sec
TDO 1

CHANNEL f1 =:

SFO1 400.1324008 MHz
NUC1 1H

P1 12.90 usec
PLW1 15.00000000 W

F2 - Processing parameters
| 16384

SF 400.1300092 MHz
WDW EM

SSB 0

LB 0 Hz

GB 0

PC 1.00

w~

10 9 8 7 6 5
|| [o]o] (= o (o [ | ) <
o|m| [o]|o||w O |0 | |00 [
ole| [o|a||o aloolo o
ln| [—lo||— olo|-|ola

2 1 ppm
ﬁ‘ﬁﬁw oM
|| oy i~ ™M
[e)] (e} (o)) no|m
slols Al
= A
3b FEES

18




() 4b i

Current Data Parameters
NAME 20181011 W-IV-051
3

EXPNO

PROCNO 1
20181128 W-IV-051-3 pTLC column F2 - Acquisition Parameters

Date_ 20181128

Time 15.04

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG 2g30

D 32768
SOLVENT CDCI3
NS 5

DS 0

SWH 7211.539 Hz

FIDRES 0.220079 Hz

A 2.2719147 sec

RG .

Dw 69.333 usec

DE 10.50 usec

TE B

D1 2.00000000 sec

TDO 1
CHANNEL f1

SFO1 400.1324008 MHz

NUC1 1H

P1 12.90 usec
PLW1 15.00000000 W

F2 - Processing parameters
SI 16384

SF 400.1300094 MHz
WDW EM

D!
SSB 0
LB 0 Hz
GB 0
PC 1.00

w4
N
=

10 9 8 7 6 5 4 ppm
. = 5.
(7N)  sbEaEk
Current Data Parameters
NAME 20190102 W-IV-100
EXPNO 3
PROCNO 1
20190105 W-IV-100-3 column F2 - Acquisition Parameters
Date_ 20190105
Time 10.33
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
D 32768
SOLVENT CDCI3
NS 4
DS 0
SWH 7211.539 Hz
FIDRES 0.220079 Hz
AQ 2.2719147 sec
RG 99.72
bw 69.333 usec
DE 10.50 usec
TE 7.6 K
D1 2.00000000 sec
TDO 1
CHANNEL f1 =:
SFO1 400.1324008 MHz
NUC1 1H
P1 12.90 usec
PLW1 15.00000000 W
F2 - Processing parameters
S| 16384
SF 400.1300076 MHz
WDW EM
SSB 0
LB 0Hz
GB 0
PC 1.00
T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 ppm
< |o |~ s o O |0 ol|o|wv
@ |© = v Sl | oSlo|o
[eVi (o)} || (O oo oo —|O) [0
N olo| o — O <L N[ [N

S

\‘
()]
(on
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20190115 W-IV-112-2 column f13-18

o 4
o

10 9 8 7

7.544
2.180
1.033
1.034
1.000

—
o
—
o~
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w4
o4

1.043
2.079
1.143
1.181

Current Data Parameters
NAME 20190115 W-IV-112
EXPNO 4

PROCNO 1

F2 - Acquisition Parameters
Date_ 20190115

Time 20.07
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930

D 32768
SOLVENT CDCI3
NS 4

DS 0

SWH 7211.539 Hz
FIDRES 0.220079 Hz
AQ 2.2719147 sec
RG X

DW 69.333 usec
DE 10.50 usec
TE .

D1 2.00000000 sec
TDO 1

CHANNEL f1
SFO1 400.1324008 MHz
1H

P1 12.90 usec
PLW1 15.00000000 W

F2 - Processing parameters
16384

SF 400.1300103 MHz
WDW EM

SSsB 0

LB 0 Hz

GB 0

PC 1.00
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3. EWTE

K

A EEHLE R SRR T-HYE AEESF(3b, 4b) - #11 Cyclodienenone = £ (411
[&31) AETHE - (HEB LGV EE S IIRE bk — i - SIS R

{H RIS B R R - ARTE IR S BRI & -
O R?

&40 : Cyclodienenone = §#[&E T

/= =N
. ZEI 5 li:)

& Bt S a5 IR Mt & B B ERIE L Cyclodienenone f{1 Benzocyclobutenol 1 : 1/
EEBIF R INEY 5 =0AE30 °C ~ HZK 4 mL Hh 7 fE 0] DS R $E SR {5 5 T (e.e. > 90%) R R
(60%) > HEEFMETY Lautens ZHZMVEER (e.e. >90% ) -

Mt psh &R S TEE AR E B sEE4H &Y Cyclodienenone » %% Cyclodienenone |-
FEM B EIERERE - BeA M ENRIESSR » nEiH e BEILEELENERESE
BERMEZE » A5 RE B AR IS M B R R K SR G e TR -

SR LA EGER > IR R DI R B EAR S R Y E M RO A s e R T T AL
JE - H RAFHDCERBE RN R A SINAEER - LUEH S E i R A F N
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ERAIEEYE R ER EAFTER -
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