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PROCESS FOR THE PREPARATION OF A PHENYLINDAN PHOTOINITIATOR
(5=

AAA 4% B 7 B 3% 5-[4-(2-78 AK-2- F K- 11 -5 -1- 4K ]-3-[4-(2- e K -2- F A)-1-fa) |- A -1- 28-3R
A23-Z8-L13-Z FA-IH-H(= R ABY SR> Re oA A THASLYI 412 B 6k
ILRERE > RBEFEAGER_RECRIDFREFEY -

The present invention refers to a process for producing 5-[4-(2-hydroxy-2-methyl)-1-oxo-prop-1-yl]-3-
[4-(2-hydroxy-2-methyl)-1-oxo-prop-1-yl-phenyl]-2,3-dihydro-1,1,3-trimethyl- 1 H-indene (dimer isomer
5) that comprises the acylation of cumene in the 4-position with an isobutyryl halide, followed by benzylic

halogenation and dimerization (cyclization) of the resulting product.
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[ = ZEHH4478 ) PROCESS FOR THE PREPARATION OF A PHENYLINDAN
PHOTOINITIATOR
[ $eitisgist ]
[0001)] AZEWFHMRUBEBRAAB LS EE
CE B KBS [4-(2-FEE-2- F ) -1 - ] & -
P-1-21-3-[4-(2-BHE-2-FH%)-1-f%&-7

Sl -E-FEHE]-2,3-"&-1,1,3-=HEHE_-1H-HF -
T RYEREBYS) N EEEDHNEE -
[ SeRiEms ]

0002 ] HEBEKRERAERCEBA - EREHEH
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kXtosBEBMERIERELEY ZEFEBEHRALLEH
Pl TERAZMEREE  EHREEITEEET R &ED
JB B e

Loo003] FEMERLECEHAEF » LEREEH#
ARAZo-FEEZLHEFE R -BEENTEY > H R
nffR FRXKRKRONBE -
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[0004]) HEAXEHRBEBAEANEREN XS
4,987,159% » X EH_RKYWAN=ZRYWEEDK
BEEMER  EEBT " KEYVWE=-REYEEDESL
MEREBEEEY  HEYEEBEBERRUERE= .
[0005] KMBEBHBH RAFBEN- B EEZH
ERYMNo-BREENAEYWEBERBESY HEXRARE
R OMOE R R OL R s B -

[0006] kst >k 40 4 B 4 B A1 & B B Xt R E P
1389177 -

L0007 EP 1389177 aoa-HBEEZEERY
Mo - BRBEEVAYEBEBEAY S BFHI0%-98 %K
 ME_RWBEY 5-[4-(2-8E-2-FHE)-1 -
f-W-1-F1-3-[4-(2-FLE-2-BHHE)-1-A&K-K
-1 -FH-FH]-2,3-"%-1,1,3-=HZEH-1H-Eg
(ZRUWEBYWS) M6-[4-(2-WHE-2-FHE)-1-
Bl & -F-1-F]-3-[4-(2-BE-2-FHFE)-1-%

H-1-2]-FH1-2,3-_"&-1,1,3-="HZXH-1H-t
(ZRYWEBYO6)
[ 00038 ] “RYWEBYWSHETAVZIHEY -
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00009 ] —RYEBYWOEFETAVIZHE YW -
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[0010] EP 13891778 8 EHMF-F FHF
LIEERYNo-BHRENMEYVSHMEESYIEH B
M ZEERBEESY > & B B R o xR EF
% 4,987,1595 -
[o0011] ME_RYEBYHE TERME X LK
T BHEEXNREF KUY EBYSE _RYWEEYS
EREME LA MBAENREP 1389177 -
0012] EP 13891778 & &% 88 FRK
HEES _RYAEABYSHoe-FERXRZEERYWYW
-REETEYEBESY -
0013 ] M _RYEBYWVHVIZCESZEESDY
BB EENEP 1620382 « ZBEHLEHL,L,3-
THE-I-FE_GOHMBEEKEY  HAEMRZEBHD
P EYMEBEEN —RYWEEYV -
[0014]) EP 1389177 EEFMEP 1620382
WMHEEBEEEODBLCeo-FEXEZHEERYYKXZRY K
Hfifoa-HEX LB _RYNo-BRENTEY - R
B ES-MW6-ALEBEET W —EGEHEIHsS-HEH6-
RMEGY HEEAXREPEEN _-RYEEYS
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[0015] Rt > EFHEBHLERTHERE  BHHRXER
MUKW _RUWEBYSERAIAA . BERABEEDE -
TERNMAOETR  UTREHEBDEEZMEPEENEY -
[0016]1] RERFHLEMTEHEas HET BEEN
CHMR4-LEBLELtERE RKREBETEEAE RS
(TE) IR EYHN HIEZEK-

[ZEHAE]

[0017] Rt > REHAEEBRBNSRMEE
5-[4-(2-BEF-2-BHE)-1-H&K-WF-1-
Z]1-3-[4-(2-BE-2-FHE)-1-Al&\-"-1-%F-F
HRE-IH-BH(ZRYERB
is) MMEE > BHE T¥ PR

(oo0138] i.ikETE AAlazthtEeEWBEALER
o HP X RCIEBr » X {RC1HEBr » UEHITa
ZtkEaEY  EEAAXNIlazthel  DLEKXIITaZ L
Y EFX X E@A/KCIEBr ; ®FMAIbZ
CEWEHELERST > EP X HFCI=mBr » IHBAHIID
e EEAEATIIbZAHKEY UHBAIIIbZ 4
&Y EHFX ACIEBr ;
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(EhE =]

[o0021] MATakIbZ hEDEEHKERERXEK
-5 K% (Friedel Craft) bk X IE - B E &

M (RERF) SIEBRAKKEERAENNE ZE®E > I B £

R PFETE2HAANARNEANETTEY (H-NMRJH E

EEMERHOOE% )

[0022] W RIITafMIIIbZ L EWRE B DL

HEsEEENSBBEHERNEES -

[0023] ANlaMIbZz A EWAIRTHEEENK

e XlaZ b EYWEHERe-ERE T EHEEE ALY -

MREBETEERAY X1V hLEVYREEE TEELR

. ¥ -

[0024] EAERIiF ERNENEESLYERER

EFEBR THREAENRERBASPESGERKIE - £ 8BLE

Gt TEEENEINERETER TJHBBHENS -

EH s BEEFE - EHMLISH-1,2- &% - B EH K-

ME L BMEBBR S & HFKME&E -

(0025 ] ESERIiF O BHEEHEREHEMHLI. S0E

1. 10 E B EENLY  ®,ERBKBLI.10E1.05 -

(0026 ] TRINBLLIXNESBEERKEEBEEERRN

AMALT.5E20. 1EHBEKS LEET > W@

A1C13‘FCC13‘TiCl4‘BF3_Ejzanl4’@fi{%%5
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AlCl; > BEEB\ERE-20CE+20C T > EEBHE-10
CTEI0C - REH®BEE (work-up ) 21 4 8 & 4
B KK EER S YK B RS B TR SRS 8
BEY -
[0027] MBEEMLKENTEEESZ -
[0028) EhRIlaZhEWEFTEELKE -
b ek US 2007/0161814par #HIT @ ¥ B XB X
BEHEAK (UV) BRE  RECERLENBS
- FEERER2,2 -EAETER (AIBN) T - @
KIlaZz b &Y EN- R HPHE DK RE > KEDHE
Bl (RERNETERLEOBS L - X F B X
AIBN) F B HREESR SRAXAA T EXRE®RD
CHALTEMS B ENEL —Em S hEE (&
BE)RES —HAEBH LT §lm =8 F kK &E -
1,2- 2 & % 5 K fit = Lo Al -
[0029] =& ESRBIRAERXNIbZLEYE
MR A —BES R EAEA - RREES - H
BN T EMo-MEE (FESK) AR ERXIIbY
&% » HWIEP 1614630 E(C)FH It -
[0030) EHHiih AMEBELAEREL(ZFS)
KRIITaWIIIbZ &Y UBRIVZHALEY  Hib
X, {2C1E Br -
[0031] R B AT R M EH M B > U W e
BB RES 8 BEBRECHB®RIESL - BB
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E M T RIS Co-C.s-F EWBA = & T
B - T B AE L B R OB M 2 B M T T
BB B - RIETE40C E140C T » £ B b 5
o BB E T -

[0032) fEHEiiic « HERIVZ S WAR -
RIVEZ L EWTER S B G LYK 8 E ST
B o H R EE G I ME o R P RE M K VS VE KRR 0 L8 RV
S EW (ZRWS) - LB A REP 0 161463
(W B (D) PE B (E)) FIUS 4,987,159 ( % B
4) T HmE TEBeBAALUERIVE LS Y E
ok B - BIAIFINaOH 30 &% 1 F A (I i
W O 2004/099111 (&EFI1.3) )8 ANaOH 30
FERNER A UBRVZ kY -

[0033] ME@Wx - BRE - 282 K% b
GEER THEAGEBRABENKRVESY o i
miE i R EP 1389177 «

& B

% Bl 1
ER2-B-1-(4-REEEE)-2-FER-1-8 (X
112z k&)

[(0034] &t -5CTHEEMN - B EE (250
F) M EFE (20.0% ~ 0. 165HE) Hoa-R 8T
BEEAY (24 7% 0. 1738 H ) B - 74 @

mET H E907 AN KRMAE (24,27 0. 1825
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BE) ot E#HEKR  -BEBILNEFEZ  BER EE
WWE AKAKS - HAKBE®REBBME £ EHZ d &K@
R EFEKE O OUBE38.0RKHWEBREM®H - EX:EE -
[0035] H,NMR(CDCl3;:>86ppm):1.26(d,
6H) ~1.85(s, 6H) ~2.95(m, 1H) - 7.29(d,
2H) - 8.13(d, 2H) -

' fl 2
FR2-R-1-(4-(2-8BF-2-HZ)FEH)-2-BFHR
-1-F (K111a 24 & %)

[00356] HF2-R-1-(4-ERNEFXFE)-2-FHEHF
-1 -8 C10.03% ~0.045E5FH )BREAE (733 )
EFERTE®H  ULANAHAES - BZFAE-10TC T %4l
BWH > K- XRMARTEREBEE (7.243% -0.067
EH > f& "Organic Syntheses, Coll. Vol. 5,
184 (1973) , Frat ) » LEEGBHW - 300
HEABOsram Ultra Vitalux BB NEBEBRLEBEK > &
P RBEBHEHEBEE LAE20C - wAEZER  TEH
ZHEABMESBRE  UBI1IRMNEEH EX: EE -
[ 003 7] H, NMR(CDCl; 8 ppm):1.86(s,
6H) ~1.95(s, 6H) ~7.15(d, 2H) ~ 8.13(d,
2H) -

" 43
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ARS-(2-8-2-BE-1-@l&-"-1-FH)-3-(4-
(2-RK-2-FE-1-fIl&-"W-1-F)FEH)-2,3-=
K-1,1,3-=ZHE-1H- (RIVZLEY)
[0038] EFHEEL.SOEEALBE Amberlyst 15
S 13SsTCmA2-E-1-(4-)2-HRW-2-%F)F
ZE)-2-FER-1- (8.30% ~0.032KEH) It #
o RBASIEHER  KRESTK(TLC Si0, ~ H %)
wmAlR  FEEHEYVEHEAR_ES&FREEEEMLE - F
EZGHEEBEREZARRATSS 89% (EEXHE82.5%)
MW HEERSEE EFRFRFXHPERELIESME A
GaERE KES139C-140C - EX : F&E -

[ 0039)] Hy NMR(CDCI13°>8 ppm ):1.03(s,
3H)  1.38(s, 3H) ~1.73(s, 3H) -~ 1.86(m,
12H) ~2.26(d, 1H) ~2.47(d, 1H) ~7.25(m,
3H) ~7.92(s, 1H) -~ 8.07(d, 2H) -
8.18(d,1H) -

" 4 4
BRS-[4-(2-BRE-2-FE)-1-ffIl&-K-1-
FH]-3-[4-(2-RE-2-FE)-1-HIl&-"-1-E-%
#£]1-2,3-Z4-1,1,3-Z2FHE-1H-H(Z_RKRYEHE
s Avezihe&w)

[0040] fEs-(2-&-2-BHE-1-#HKE-"-1-
Z)-3-(4-(2-F-2-FE-1-&-T-1-%F)F
HE-1TH-B (5.23x% -

1]

HH)-2,3-"%&%-1,1,3-
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0.O1T1TEH) PR_&E&HKE (30%x) » KMA3IO%
BWINaOHAK®B® (7.30% ~0.055HF) - £FF
mT ERMALSE (0.10% ) T BRMBAEEY - &
B8/IKR - RETHK (TLC SiO, - HEX : Z®BZ
BE=8:2) - AAKEBHEAEBRMEIL ARBEBEWREZE  FF
HARHRATB4. ST UWEHRHBEBBEHLEYI HFE R
HEEH - TETHREFEEIESMEOEHEK  BEHB
117C-118T - EE : £ FEE -

[0041] H, NMR(CDCl;:8ppm):1.04¢(s,
3H) ~ 1.37(s,3H) ~1.61(m, 12H) ~1.73(s,
3H) - 2.25(d, 1H) - 2.46(d, 1H) -~
3.90-4.10(bs, 20H)-7.25(m, 3H)-7.80(s,

1H) -~ 7.92(d, 2H) ~ 8.00(d, 1H) -

CELEED

EXEp SR

[o0042] BT FEN GeiREFHiE - B - SRBIEFEERD)
[0043] BN E A GHIR ST FEIZ - #68 B - SRR EERD)
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IPC 4348 :
[ HEAfRE ]
[ 3038478 ] ANEIEERE — SLETGIEMAE < 2UFE

[ 33328478 ] PROCESS FOR THE PREPARATION OF A PHENYLINDAN

PHOTOINITIATOR

(%] |
NREBEHRBEMNREEES-(4-(2-BE-2-FHE)-1-44£&
-1 -FE]-3-[4-(2-BE-2-FE)-1-fl&-R
-1-E-FH]-2,3-"_&-1,1,3-=ZHH_-1H-45
(ZRYYEEYS) BEE  HELEHAETEER
K R4-UEBMEERE  RKRBRTEEALRER RS
(L) MEED -

€39

The present invention refers to a process for producing
5-[4-(2-hydroxy-2-methyl)-1-oxo-prop-1-yl}-3-[4-(2-hydroxy-2-methyl)-1-oxo-prop-
1-yl- phenyl]-2,3-dihydro-1,1,3-trimethyl-1H-indene (dimer isomer 5) that comprises
the acylation of cumene in the 4-position with an isobutyryl halide, followed by

benzylic halogenation and dimerization (cyclization) of the resulting product.

(fEEfixE]] %6 (£ ) B -
[RERE T ERA ]

(R 2(]

PESYY
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1087E01 H29H FriRfEIE

[ S0 H EE S A= E ]

117 ] — MM S-14-(2-FE-2-HF)-1-
- -l -FE -3 -4 (2-FE-2-FHE)-1-4#
-RN-l-E-FE]-2,3-24&-1,1,3-=ZH&
-1H-81 (ZEYVEEY S WHE ZHREBES
51 2

‘F

i fkETE  H-—-—AXNlaZ2btaPWBEBLERERE  H

i

Xof C1 B Br» X, 4 Cl1 5 Br » I&E— R

ITa Z2{t&? > LEEZNITa ZLLEaYW - EF—

¢

Illa Z2{b&®w  HF XM X, HB A Cl1

Br: 80 M —= 1b Z{EEVELERERE  HHf
Xofr C1 B Br LB —= 11b Z &Y XL

i

i

+ %o
Xi
l¢]
Ia
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+
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-
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ii. kB TTE - A —BELCHEBELAZNA I1Ta B
111 Z2ft&aw > MEHE-—-—KX TV Z2{ayw - HEb X,
% C1 =5 Br

IITa 2§ 111b

iii. g1V Z2ita®WKE  DLEFE—-—A V 2L
e (ZEYMEBED S5)

[ %5218 ] WEHEKIE L il 2R _FEDE®Y S
WHEE > HbZAlaZbaWheo-FETREA
t¥YHa-RETHRERLY -

[ 55378 ] WEHEKIA L Fral 2 W B EBEY S
WEE - HpzAIb Z2taeBrEBETREALY-
[ 55478 ] WEHEKIA L Fral 2 W B EBEY S
R HPEDPE I b SEBEEHEERNEMREHM
1.50 2 1.10 EHEHZA lad Ib Z{ta¥PH

1.5 0.1 EHEHN—8 5+ -
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[ %5518 ] WHERKHE 1 il 2 Hf YW EBEBY S
el RE > HpfEDE i1 - B EAEE % E A
Z — B MEOEE A R MR A BOfR — MR BE -

[ %5615 ] WHERKHE 1 il 2 Hf YW EBEBY S
R HPEPE il @z 1V Z2MEEY
H-meBREARLYKEKE ZR&H—B&%KHE

Hil

" oK e

[ 5575 ] MEBERKIE 6 Rt 2 Wi “FWEBEY S
R B ZikgeBEARLCY &GP EWR -

[ %58 71 ] MEBERE I it 2 Wi —FWERBEY S
yBfE > R ESE il A IV Z2EEEY
H-meBaALYEKR-

[ %5975 ] MEFERIE S it 2 Wi “FWERBEY S
R HbzmaeBa ALY HKEERRKH
Z 30 EE %W NaOH -

[510H] WHERE I £ 9 $ & —HMKHMH
EVMREBY S R HPEZRKPE Il & &
HERESERBAEREEEY 6 22V ZLEaYw-
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