EP 0 467 290 B1 Descripti on BACKGROUND OF THE I NVENTION 5 Field of the

| nvention:* The present invention Egloa % a novel fragrance-inparting
conpound and nore particularly to ﬁ%@b d with a woody or anber odor,
havi ng an excell ent residual odor property, and a perfune conposition
cont ai ni ngedchigust@n®. 10 Description of the Background: Perfumes having a
resi dual odor property anong perfunes having a woody or anber odor are used
as a basesmdunpcurrm{zum&mmerfunes and are inportant materials for
determ ning odors as a frane of 15 conpound perfunes. However, nost of
th%ig\‘monﬁﬂdbd%hmhdndl ng natural materials are fairly expensive, which
pl aces a large restriction on the use of the materials in inexpensive
conpound peiThe pregent fdvention relatesits agrevel dragragpetiropening tcomphund: e mpre epagicwlariy\ie a
mat er i al scdmpeundgwith guweeky eorr amheh eflors haxigg an cexcaliend residuglseddy plorasiioandps pedimey .
It has beeanpeitoncontaini saget ho- and par aal kyl cycl ohexanol s, ortho- and
par aal R%1 cycl ohexanones, ortho- 20 and paraal kyl cycl ohexyl acetates, and
the |ike, Jﬁi‘ﬂ!ﬂ@ﬂ@ﬁ&ﬁ% from al kyl phenol s and are represented by the
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SUMVARY o;T INVENTI O\prccordl ng y, onegobj ect of the present i1nvention

i'S 1O ProvVi Gthasibéen apekEHtnd? 8ioN ShadpalsBIRbY cleHexaMBIE Bithdd dRY parbaflyléydioRoksidhdsCatino-
resi dugs aféiQfaraRikfyibtielyl adutds g 1k Whick bre ldBifved fréte BIRVipheRILAl bR Mepréseitéd by
provi de ahp@ilidwiElomRERO0SI tion contai ning a conpound 45 having a woody or

anber odor and an excell ent odor property. Briefly, these objects and ot her

obj ects of the present invention as relpafter will beegne nore readily
apparent can be att y an a- Ra ohexyl oxy)r -al kanol of the
fokmul @ (1) [ERR] ol

wherein R is a hydrogen atom or a methyl group, possess a woody odor. The compounds have been
35 widely used as inexpensive materials, as disclosed in "Perfume and Flavor Chemicals”, S. Arctander,
Elizabeth (1968).
EP-A-0 081 699 discloses cyclohexyloxypentano! derivatives and the use of such compounds as
ingredients of perfumes.

40 SUMMARY OF THE INVENTION

Accordingly, one object of the present invention is to provide a compound having a woody or amber
odor and an excellent residual odor propetty.
b Another object of the present invention is to provide a perfume compaosition containing a compound
45 having a woody or amber odor and an excellent odor property.
Briefly, these objects and other objects of the present invention as hereinafter will become more readily
apparent can be attained by an a-{(alkylcyclohexyloxy)-g-alkanol of the formula (1)

R? IUW.RB - .

R/ '

R? f RSRG (1)
R‘

65



2 EP 0 467 290 Bl,wherein . at | east one of substituents [err] and
[err] is-a tertiary al kyl group of n atons, and the remaining
[err] and [err] groups are hydrogé‘l’%&q}r@o% met hyl groups, and wherein
[err] and [err] are hydrogen atons or the sane or different al kyl groups

havi ng 1- Qnéréif QQ&s@JnQGFsubMuBHs RN @2, 16 A aA@ rE RBlerifY bikyt 506 61ALd darbBf Ko bin! |
hydrogen b QdRairHg F /12, R RRaridi FFRyrous are hydrdyer GG SIRARI Jibih, AN WhdIGh RARPESE Of
the presept arbhydtbtoh @dms Br A6 EdmBR dRIGHER ARy ghoups Habing?1-0 ¥arbbnGhioa] iR tRepRiviRb Bist an
[err] - (al RYIRE\Ad RAN@ bdt @K ydrogén didmscedt thaBarhe shesscr i bed above. DETAI LED

DESCR! RT1 ON ifOBccardnct’ - ErtgiieDashédB oS fidddrt ihibntion, a plrumervampdsiios ispruvidedliwtierc t ed
resear ch ednfatis tan ai(etkyicyoiohetylogyrigtatianol desgibedaboeinds whi ch exhi bit a woody or
anber odor, mhlch have an excellent reS|duaI odor property and which can be
prepared BETA K EWTS cycl ohexanes obtai ned by

t he hydrogenatlon of epOX|de addltlon products of al kyl cycl ohexanol s or
al kyl pH%noI sThg aw%qr h%%l girpcleg W‘@rﬂ??ﬁ and ipvestiggfioprintocompyunds,whieh expipl ﬁypody or

et hyI n ? % 'ﬁ“ttiiﬂ pl, °d?'m|§t; d ""hl!cér"P“ B‘UP I’a‘““’ﬁalt P 9’!09 t
[err] Inso_ ﬁﬁz '{1[5@”' 1 "'p p:gl

par ¢ ;gggah §.?£n 'éh%gi ﬁ?:g 4 v. e sighe pa. °£“1” E'Sfﬂﬂ&;the
fol | ow ng g.l;] ﬁocycl 0 exaan(o)l gy%fe eg' I'h t?{‘ rese?lvé'edage?

strong bas A B m&ﬁwﬂﬁl schbing ARy 1B cRhexaidf (2} Q%Qatéchﬁ ttﬁ'p?d’s’m& Bitaestﬂoﬁg baséfolnile W4 L D

an epoxi de {cbholits) aRb HRAKR aiddfoldl 19ubehd GRNTRPEHAAAO) R brepaleQhdbthdbc cbinpodnEiaH]
30 40 Igp themfmar({yul as, [err] to [err] are as defined above. Sol vents which

are useful in the reaction include ether solvents such as di et hyl ether,

di butyl ether, tetrahydrofuran and the |ike, and hydrocarbon sol vents such
as hexane, benzene, tol udhe, xylene and the 45 i keR? Suitgphl e strong
bases which can be ugéd j gH al kali metal hydrR¥e 0&s sodi um
hiydrides |ithium hydrig -otaSS|u | nd the - alkali neta
;%rdes such as sodi um a 2 It hi Eﬁgégédgg_%bt amde and the |ike;
al kali netals such agssod unlghlthlunl potaSS|Lwnmmd tfhe IRke; and neta

al kyl conpounds such as gl&yl lithium alkyl nagne5|ugﬂhallde and the |ike.
The annunt of the

(2)
- | 6 R! ok
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2) Ha0 R® R®
R (1)
40
In the formulas, R to R® are as defined above.
Solvents which are useful in the reaction include ether solvents such as diethy! ether, dibutyl ether,
o tetrahydrofuran and the like, and hydrocarbon solvenis such as hexane, benzene, toluens, xylene and the
45 like. Suitable strong bases which can be used include alkali metal hydrides such as sodium hydride,

lithium hydride, potassium hydride and the like; alkali metal amides such as sodium amide, lithium
amide, potassium amide and the like; alkali metals such as sodium, lithium, potassium and the like; and
metal alkyl compounds such as alkyl lithium, alkyl magnesium halide and the like. The amount of the
strong base used in the above reaction ranges from 0.1 to 2.0 equivalent per equivalent of alkylcyclohex-

80 anol (2), and a 1.0 to 1.2 equivalent amount is preferred in particular. The preferred amount of the
epoxide (3) used in the above reaction is in a range of a 1.0 to 5.0 equivalent per equivalent of
alkylcyclohexano! (2), and a 1.0 to 1.2 equivalent amount in particular is preferred. Both the alcoholate
forming reaction and the epoxide addition reaction are carried out at a temperature of 30 to 120°C,
preferably at 50 to 100°C.

65 In this case, when alkylcyclohexanol (2), as a raw material, is a mixture of cis-trans isomers, the
compound (1) obtained is also a mixture of cis-frans isomers. The mixture of the isomers may be
separated by, for example, column chromatography or the like, or can it be used as it is.



strong base used in the above reaction ranges from0.1 to 2.0 equival ent
per ‘equi val ent of al kyl cycl ohex- F'-'; %EB (2), and a 1.0 to 1.2

equi val ent anount is preferred i f Béﬂ? . The preferred anount of the
epoxi de (3) used in the above reaction is in a range of a 1.0 to 5.0

equi val enyg)Rf anddRH biMBddihtnt, QikyigHekiol |4 & teasd AiOhe bokide P Gh e breSerc® ofla Base

equi val entea@ped tWiorm B-(@hdiphdnPibhietky)-5-aIksNbIEE) bridafle olffiel cbmfourd GPRMydrbgenited 1 Ng
reacti on aGrésbite OPPMbtalRataIgE itd préParelprad6rt cémpoadd(icar ri ed out at a tenperature
of 30 to 120 C, preferably at 50 to [err]. 55 In this case, when

al; kyI eycl ohexanol (2), as a raw material, is a mxture qf Ci s- U

i Somers, the co 6und (1) obtained is also a mxture offcis- tra s | @ners.
Jj@Bers may be gg arated by, fogle -u O
paER . 0

The m xture

chr omat ogr aphy he |i ke, or.cal beusesl as it 290
Bl (B) In a gdi ment, al kylgphengl (4) is rege fe epOXI de
(3) it the presehge Of abase cat oform 4
[err]-(al kyl phenyl eneoxy) - [err}! al kanor? (5), and the ot ai ned conpound (5)
I s hydrogenated in the presence of a nmetal catalyst to prepare present
conpound (1). [F_‘IQIQ] 76 25 In the fordl as, [err] to Re{ale as defined
above.w Sui tabl e solvents which can be used I n the above-descri bed epoxi de
addition reaction include al cohol solvents such as nethanol, ethanol,

n- propanol , isopropanol and the |ike; ether solvents such as diethyl ether,
di butyl ether, tetrahydrofuran and thegfli ke; an®thydrocarbon sol vents such

as hexane, benzene, 30 tol uene, xyhene and bhe I R8The reaction however,
can abso bemedal ehtalysa t hout usTmy y"SoMENt\ Sui t abl e exanpl es of t he
di des RsuchRas sodi um hydr oxi de,

base cat al. i netal hy
li t hi um hydroxi de&,2 pot assi um hydr oRPdeNENd R¥e like, and alkali netal

carbonates such as sodi um carbonate, |iR4ium car bogaye, potassium carbonate
and the like. The bases can be used in powder formor -as a sol ution

cont akni ng the sane. The anount of the base catal yst-used in the above
reaction inthefogmulasgR'Zo B° arg as defipesiaboves p ui val ent of al kyl phenol (4),

and 0. 05 t 8uigblg s@vﬁmsmce ﬁP“ pasuss iy tbe P'é’(‘je'f"??c' W’PP‘E‘H? &?‘d“'mTF@“QﬁBI‘fHE‘e geohplh o

aﬁol % o%g Iéo th sqg ag_ dBthyl
bVl eg@;{z o '3”“@%3“ é A oo foruep i do, s O °
amount” | fv'ee Tesid i ﬁr o s?j&**gafaﬂ P%ﬁﬂ*?% ' ,de t;g;.ﬁhr (i ed
out at ahy OXi gﬁsg? %’-hy roxi e.;?n m%}fe'y 1ndal |¥ate§ c§\ s?dn

ohate lithium
carbonate. potassium carbonate and the like. The bases can be used in powder form or as a solufion
containing the same. The amount of the base catalyst-used in the above reaction is 0.01 to 2.0 equivalent
35 per equivalent of alkylphenol (4), and 0.05 fo 0.5 equivalent is preferred in particular. The amount of the
epoxide (3) normally used in the above reaction is in a range of 1.0 to 5.0 equivalent psr equivaient of
alkylphenol! (4), and 1.0 to 1.2 equivalent amount in particular is preferred. The epoxide addition reaction is
carried out at a temperature of 30 to 200 *C, preferably at 50 to 150°C.
Suitable solvents which can be used in the above-described hydrogenation reaction of the compound
40 (5) include alcoho) solvents such as methanol, ethanol, n-propanol, isopropano! and the like, and hydrocar-
bon solvents such as hexane, heptane, cyclohexane, methylcyclohexane and the like. However, the reaction
can also be carried out without using any solvent. Suitable examples of the metal catalyst include palladium
catalysts, ruthenium catalysts, rhodium catalysts, platinum catalysts, nickel catalysts and the like. The metal
p- catalyst is used in the reaction in an amount ranging from 0.01 to 10% by weight relative to compound (5),
45 and the range of 0.05 to 5% by weight is preferred. The hydrogenation reaction is carried out at a
temperature of 50 to 300° C, preferably at 100 to 250° C. The pressure of the hydrogen in this reaction is a
range of 1 to 150 atms, preferably a range of 10 to 100 atms.
Compound (1) in the form of a mbdure of cis-trans isomers is formed by the hydrogenation of
compound (5). The mixture of the isomers may be separated by, for example, column chromatography or
s0 the like, or it can be used as it is.
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Sui tabl e sol vents whjch can be used in the above-descri bed hydrogenation
reaction-of the conpound 40 (5) Eﬁg’llﬂiﬁgg&%ﬁohol sol vents such as net hanol,
et hanol , n-propanol, isopropanol and hydrocar- bon sol vents
such as hexane, heptane cycl ohexane, nethyl cycl ohexane and the |ike.
However, t hemb&fifdntsnthe praséht &hp%d?ﬁﬁﬁclu&&'h&&d%aﬁﬂgtd@ﬂbwm& @Ry sol vent.

Sui tabl e exanples of the netal catalyst include pall adi um cat al yst s,

rut heni um catal ysts, rhodium catal ysts, plati num cat al nirckel

catal ysts and the (bi ke. The met g cat al yd8 is ysed |n t{ e reaction in an .
apount srangi ng from 0. 0J t g010%Nay wei ght rel @3t o-Conpound (5), 45 and
t & range of 0.05 to 5f wei ght is preferred. Jhe hydrogenation reaction

is carried out at a telaerature of 50 to [err], preferably at 100 to 250 *

C. The pressure of(3)t he "hydrogengjn this r@acti a Bdnge of 1 to 150

atms, preferably a“rangd of 010 _#o 100 atms. d\ki\)«rntheformof a
mxturé"of cis-trans | S I's fornmed by the rogenatlon of conpound
(5). The m xture of th&_ i goners may be Separat by, for exanple, colum

chromat ography or 50-the I|ike, it can used as itgi}gs 55 4 EP 0 467
290 Bl Enbodi nent sGbf thg preseft compoun (1) e~-having the

followihg structure: 1 @J 45 he odors of these
compounds of the prese nvention are tabul a as follows. 50 55 5 EP
) Odor Resi dual Odor
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Pr opert days
perty (days) o ol @
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The odors of these compounds of the present invention are tabulated as follows.

50
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(1) woody, amber, minty . 35 (2)
woody, anber’ canphor woody, anber, hay

7 (4) woody, canphor, earthy, 5%9&29031 7 (5) woody,

sandal woody 14 (6) woody

14 10 - Wo-Sehy—S-aRea-wopty—+05€ 7
(8) woody Compound No. Odor 7 (9) Res:dmg anber |
green 7 (10) woody. green Property (days) * 7
(11) woody M) woody, amber, minty 3 15 3 (12)
woody; o ° @ woody,3mbdr3gamphor  WOO Hy 3

7 (14) woody, gandal 8pody | woody, amber, hay 7 (15) 7 woody, anber,
eart hy 14 @pnpouynwoady. capgior, edthy.ambefof paper7 and the nunber
of days the odor perlsists®)s awendpandalyosscr i bed| abovel4 t he pfesent
conpounds of formuld (1) Ghn be Weagduced by using i hexpenttve maferials and
t he preséht conpounds havi’hg a y. sgidalypesteroWdor possess! an exfel | ent
resi dual odor 25 prlopert® Henc¥%°y bl endi ng the present? conpolnd (1), as
a base note, with otlher ofbrantls¥oul¥ BREIPENt perffime confositipn can be
obt ai ned. The anount| of g pr els 498V 88%ound (1), blended {nto the Iikes of
per fume nposi ti ong, varldes d pgﬁb ng on other compounded, perf upe

i ngredi ents, destingtion ors,| g the like and is|not lijited provided
that a woody or anmbgr fragtanc G@d&yl%?mdal ted. Fuyther, fhe peffunme
conposi tions of the presiﬁ, I nvVieRbdg prg,m@, WI deI y used 4 a fragrance

i mparting conponent ¢t er gent s,

cosnmeticg, fragrance 1 %ﬂ ‘ﬁﬁa"&b@ﬁ? §d°’ B"ﬂi’ﬁ" %‘BthP@P'f“P?"@f‘la}‘ktPe ‘i’q’?ﬁ%‘f’ﬁ%ﬁ*ﬁént ly or
i n conbination with Iy .
described this invention, a further understandi ng can be obtai ned by
reference to @erdestribedsabed, theCprasest mpmpaundshoformaka 1)pra0 \be (readiuded rbyi using dnexpensive
pur poses of matbralssand ditei wesentrdompaunds avieg A oodyndr @mélerchdoroposeesd amexcellagt residualssior
ot heqwi s@ sprersirty.i Herce, BY biBHingFthe peund {1),48 a k@gandtee withs othdr odorants, an excellent

1-(2- t ert - bpg?lmg qunypp@qqua@,j@?pbtgnqgr Bpaqmpnt of the present compound (1), blended into the likes of
perfume compositions, varies depending on other compounded perfume ingredients, destination odors, and

the like and is not limited provided that a woody or amber fragrance can be imparted. Further, the perfume
compositions of the present invention can be widely used as a fragrance imparting component for
perfumes, soaps, shampoos, rinses, detergents, cosmetics, fragrance imparting agents, and so forth either
independently or in combination with other perfume compositions.

Having now generally described this invention, a further understanding can be obtained by reference to
certain specific examples which are provided herein for purposes of illustration only and are not intended to
be limiting unless otherwise specified.

30

EXAMPLES

Example 1:

Synthesis of 1-(2-tert-butylcyclohexyloxy)-2-propanol:
[Compounds (1) and (2)]

To a 300 mi round bottom flask provided with a Dimroth condenser and a dropping funnel, 7.5 g (0.194
mol) of sodium hydride (62 weight % mineral oil dispersion type) and 30 ml of tetrahydrofuran were added
and heated at 60°C under a nitrogen gas flow. Then, to this solution a mixture of 30.0 g (0.192 mol) of 2-
tert-butylcyclohexanol (cis:trans =8:2) and 30 ml of tetrahydrofuran was added dropwise in approximately 30
minutes, and the mixed solution was stirred under reflux for 24 hours until the generation of hydrogen gas
had stopped. The reacted mixed solution was cooled to 40° C, and after dropwise adding 11.1 g (0.192 mol)
of propyleneoxide to the mixed solution, the solution was further stirred under reflux for 48 hours. The
mixed solution was neutralized by 3 N hydrochloric acid, and the organic layer was separated from the
water layer. Distillation was then conducted and 9.9 g of 2-teri-butylcyclohexanol and 24.2 g of 1-(2-tert-
butylcyclohexyloxy)-2-propanol (cis:trans =8:2) (bp. 112 to 113°C/5 mm Hg) were obtained in a 59% yield.
Further, the cis-trans isomers of 1-{2-tert-butylcyclohexyloxy)-2-propanol were separated from each other by
column chromatography using a developing solvent composed of Kieselgel 60 (trademark) of Merck
Corporation and hexane : sthyl acetate = 95 : 5.
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[ Compounds (1) and (2)]. To.,a 300 m. round bottom flask provided with a

D nroth condenser and a dropp| ng fun g ‘f% 3{’ (0.194 45 nol) of sodium
hydri de (62 weight % m neral oil d|s% 9:965,¢ e) and 30 m of
tetrahydrofuran were added and heated at [err] under a nitrogen gas flow.
Then, to thigabib OW&W@W@J“&O 0 g (0.192 nol) of 2-

tert-butyl cycfohexan (cisitrans = 8:2) and 30 ml of tetrahydrofuran was
added dr opwi gempsund@pyr oxi mately 30 m nut es, and the m xed sol uti on was
stirred under reflux for 24 hours until the generation of hydrogen gas had
st opged. Bhe ringabeeh-9i xed sol ut i905) 9663089 011HE d 1950136812866, 2938,18d06af t er
dropw'se addi r¢MA (BoNIHZy COOL, Jppid): D 10)95 ) 9HD 1. 14 Kdb Py Pidan @B it 2.0t (m, Sije2. 256 2H), 2.6-
solution, the solution was furth&® (et2HrdEk2amdéd) refl ux for 48 hours. The
m xed sol uti orB@M8Mikutral i zed b8 N hydrochloric acid, and the organic

| ayer was separated fromthe water |ayer. Distillation was then conducted
and 9.9 gof Q@E%?’leﬂ‘ﬂﬂﬁ"%clf’wy'@ﬁé%a'ﬁbﬁmland 24.2 g of 1-(2-tert-

but yl cycloheﬁg léz 2-propanol (cis:trans=8:2) (bp. 112 to [err]/5 nm Hg)
wer e obt ai ne gg%yl eld. Further, the cis-trans isonmers of

1-(2-tert-buty cl 0I1§xyl oxy) - 2- %%)q 0437)(\/(3‘4& g% gﬂ)sfrom each ot her by
55 colu chr 0 S fo gel
60 (tradgqnsar K)gd Fg}‘ %Bééu%h? gg?én ﬁexane ¥ %@tg@%% @5&5&)
EP 0 467 290 Bl CI s-2-tert- butyI cycl ohexyl oxy) - 2 propanol : [ Conpound
(1] 5 | Retahiole® [err]): 905, 966, 1089, 1146, 1195, 1368, 2866,
2938, 3406 I\WFTH(EB‘UM—Q [err], ppm: 0.95 (s, 9H), 1.16 (d, J=7Hz, 3H),

1.2-2.0 (3 8yrinesi?ofli=@tenbitylcydidhexyidf-2-botafl:(Mm 2H), 3.6-4.2 (m 2H)
GC-M5([err]): 214 10 1
- (trans- 2-t e[Combetingd @yand ¢hlexyl oxy) - 2- propanol : [ Conpound (2)] IR (film

[err]): 975, 1095, 1371, 1452, 2866, 2932, 3206 15 NVR ( 60MHz,

[er r] ppn) 0! h@Syn@hySIs %B carfed]dit ndthe 3ame mipner 8%-flescribed irp Example 1, BEIEpt, that 13.8 g
2. 9 ?ox:de was used instead of 11.Dg 40.192 awg-p@prg:ylemmd mwsa g
of 1- (2 t ert 24 B of (g butyipxciohexsionitd-bytanol (gisdrans 2 BR) (bp. 122 to

123+Chh5 m Hg) in a 55% yield. Then, the cis-trans isomers of 1-(2-tert-butylcyc|o exyloxy)-2-butanol
were separated from each other in the same manner as described in Example 1.

30 1-(cis-2-tert-butylcyclohexyloxy)-2-butanol:

{Compound (3)]
IR (film, cm™"): 890, 960, 1089, 1180, 1365, 1464, 2855, 2932 3424
35 NMR (60MHz, CDCls, ppm):  0.93 (s, 9H), 0.97 ({t, J=7Hz, 3H), 1.0-2.0 (m, 10H), 2.0-2.4 {m, 2H), 3.0-
3.9 (m, 4H)
GC-MS(M*): 228

1-{trans-2-tert-butylcyclohexyloxy)-2-butanol:
40

[Compound (4)]
’ IR (film, c™"); 972, 1095, 1368, 1452, 2866, 2932, 3448
U NMR (60 MHz, CDCls, ppm):  0.93 (s and t, J=7Hz, 9H and 3H), 1.0-1.9 (m, 10H), 2.0-2.4 m, 2H),
45 3.0-3.8 (m, 4H)
GC-MS(M*): 228
Example 3:

50 Synthesis of 1-(2-tert-butylcyclohexyloxy)-2-butanol:
[Compounds (3) and (4)]

(a) To a 300 ml round bottom flask provided with a Dimroth condenser and a dropping funnel, 35 g of 48
85 weight % sodium hydroxide solution and 350 g (2.33 mol) of 2-tert-butylphenol were added and heated
at 80°C under a nifrogen gas flow atmosphere. Then, to this solution 176 g (245 mol) of 1,2-
butyleneoxide was added dropwise in approximately 2 hours, and the mixed solution was stirred at 80°C
for 5 hours. After cooling the reacted mixed solution, the lower sodium hydroxide solution layer was
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The synthesis was carried out in the same manner as described in Exanple 1,
except that *13.8 g 25 (0.192 nol) EL %@33@F Ieneoxide was used instead of
11.1 g (0.192 nol) of propyl eneoxid 0; in 12.3 g of
2-tert-butyl cycl ohexanol and 24.1 g of

1-(2-tert-butgy aFaYé&'fBRQKé’&reaﬁé)Iay%r Bishiaitnl wak Hof c$rﬁé’d?e°d-a§d 497 § BR-2-fAbulyBhdnfibly)-/ 5
Mm Hg) in a 2%takd Bpthao I b Hid) Heldiobaihédin @ 96% §ieRI S  Of
1-(2-tert-butyl cycl ohexyl oxy) - 2-butanol were separated from each other in

t he same nenEest-sipleydky)adtatod Exanple 1. 30 1

-(cis 3 tert-butyl cycl ohexyl oxy) - 2-butanol : [ Compound (3)] IR (film
[err}) [Compound3@®§)] 960, 1089, 1180, 1365, 1464, 2855, 2932, 3424 35

NVR (60MHz, [err], ppm): 0.93 (s, 9H), 0.97 (t, J = 7Hz, 3H), 1.0-2.0 (m
10H), 2.0-2. 4R (i, cmF): 3. 0- 3.9 744,975 HP38INRD (1B 1 2:13)1290 1362, 1392, 1443, 1491D1599,1
-(trans-2-tert-butyl cycl ohex Io 8, 30583440l : 40 ounﬂwgf %%(l R (film
[err]): 7 NMR (6‘9;;‘22 CP&Y sppmy: 114527"'22%"@61 402(9:? )-1§4&8m 2% AR, 1,
[err], ppr‘r) %g‘(s and t, J—Bﬁ-&m 8R4 4my) 1019(m 1 OH),
2.0-2.4 m ) -

o ) r2 'Ej:}) f |
GC- MS([ err] ) K( ) To a 500 ml autoclave (0%2 1 te b ol 150 g of isopropano
1- (2 ter; but ﬁéﬂ of 5 w m}ﬁ Yy sup on v c ng%')i wT wg::%
300 round & @é%f Ré Q /e uré ot ﬁé’
mshed V\ﬁé W J% \%?(li frd §19 r Qolﬁi'a

funnel ,
ol ) of 2 tersbs eneh tylW%ﬁ‘e ﬁ%&rﬁdsﬁéé vidkd bbtalfbdeih aa74% tyfeﬂg&”
gasflowatmbsda Then, to this solutlon 176 g (2.45 nol) of 1, 2-

but yl eneaxi de was added dropW| se in approximately 2 hours, and the m xed
sol ution weskample®yed at [err] for 5 hours. After cooling the reacted m xed
solution, the | ower sodium hydroxide solution [ayer was 7 EP 0 467 290
Bl separ at e$ynfhesisnf ti{2tedbgfpicyclohédxgipei-2-hd3rsk:i | | at i on was t hen conducted and
497 g of 1-(2-tert-butyl phenyl oxy)- 2-butanol (bp. [err]/4 nm Hg) were

obt aj_ned2s nCamswyngsy(F)end(6)]

The synthesis was carried out in the same manner as described in Example 1, except that 19.2 g

(0.192 mol) of 1,2-hexensoxide was used instead of 11.1 g (0.192 mol) of propyleneoxide, 12.9 g of 2-tert-

butylcyclohexanol and 26.5 g of 1-(2-tert-butylcyclohexyloxy)-2-hexanol (cis:trans =8:2) (bp. 116 to 117°C/

80 mm Hg) were obtained in a 54% vyield. Then, the cis-trans isomers of 1-(2-tert-butylcyclohexyloxy)-2-
hexanol were separated from each other in the same manner as described in Example 1.

1-{cis-2-tert-butylcyclohexyloxy)-2-hexanol:

_ 3 [Compound (5)]

IR (film, cm™): 890, 960, 1089, 1176, 1365, 1464, 2860, 2932, 3430
NMR (60 MHz, CDCls, ppm):  0.93 (br.s, 12H) , 1.1-2.5 (m, 16H), 2.9-3.6 (m, 2H), 3.6-4.0 (m, 2H)
GC-MS(M*): 256
40
1-(trans-2-tert-butylcyclohexyloxy)-2-hexanol:
_ [Compound (6)]
—/ , -
45 IR (film, cm™1): 970, 1098, 1368, 1452, 2866, 2932, 3466
NMR (60 MHz, CDClg, ppm):  0.97 (br.s, 12H), 1.1-2.5 (m, 16H), 1.0-1.9 (m, 10H), 2.9-3.6 (m, 2H), 3.6-
4.0 (m, 2H)
GC-MS(M*): 256
50 Example 5:

Synthesis of 1-(4-tert-butylcyclohexyloxy)-2-butanol:

[Compounds (7) and (8)]
56
The synthesis was carried out in the same manner as described in Example 1, except that 300 g
(0.192 mol) of 4-tert-butylcyclohexanol (cis:trans=8:2) and 13.8 g (0.192 mol) of 1,2-butyleneoxide were
used instead of 30.0 g (0.192 mol) of 2-tert-butylcyciohexanol (cis:trans=8:2) and 11.1 g (0.192 mol) of

8



1 -(2-tert-butyl phenyl oxy)-2-butanol: 5 [Conpound (5a)] IR (film [err]):
744, 975, 1038, 1092, 1134, 1233, 125?,0 &% 1392, 1443, 1491, 1599, 2956,
3058, 3412 10 NVR (60 MHz, [err], ?)ﬂ%s Bh7 (t, J=7Hz, 3H), 1.40 (s,
(9%0,4&65&.?@&? 2)&, 2. 15 ([err], J=4Hz, 1H), 3.8-4.1 (m 3H), 6.8-7.4
m - 1§Hobddb: 9.6 g of 4-tert-butyicyclohdxafol (4l 17® & op AQ4-fok-baylcpuidhenyidxy)-2Butgnol
(0.23 nol)  @fis:trhnd=:d) Wpl 12&!& yb@*@gryw gY verd obtaihedl iR b 4194 Hididy Tiesh, ths ciptransasoobrsand
1.0 g of 5 Jgi-ghbueyehdxiehyytbatiiobhe/ssepsrtipiidnt edbth oterdd the sememarineras described in
contai ni ng wampi ght % water 15 (produced by N. E. Chentat Co.) were
added,; angd the m xture obtained was reacted at [err] at a hydrogen pressure
of YB/kg/[er1¥(<}is-i-tbﬂ-bﬁl7chmloxvm2-bﬁtambsorption of hydrogen had stopped. After
the reaction was finished, the catalyst was filtered to renove it, and the
re?gt ed solbmdmnundd@l distilled and 38.8 g of

1-(2-tert-butyl cycl ohexyl oxy)-2-butanol (cis:trans=63; 37 re obtain [

a 74%vyi ed ofR '?’f/‘omaayzo >é2<am:ﬂ°é2'z1‘?9’3s ‘&F-Hé%% 13681470, oirb) 204, g0t & N6 1 1
1-(2-tert-but M ROMbIZ B0 RRAY): 2-2\@%& D097t J = Az, St 1818 (®) B I B2E Y- hS*
synt hesis was Sarri+_d out in the'z% hanner as described in Exanpl e 1,
except that 1§ ?”séM(O. 192 nol) of 1, 2- hexeneoxi de was used instead of 11.1

g (0.192 pol), of .pro e b de ., ) g of 2-tert- butylcycl ohexanol and
28.5 ¢ of751-1%(53"1?"3’??"&@&?{1%3%0%’%esz%%r(')oiy)-2- hexanol (ci s?/ters = 8:2) (bp.
116 to [err]é%?%gnd(gﬁn Hg) were obtained in a 54%yvyield. Then, the cis-trans
| somers of f -tert-butyl cycl ohexyl oxy)-2- hexanol were separated from
each ot her ing fif, ea¥R NMBNNEr as 1085 fiok,08eb, 145826700638, 466

1- (ci s- 2-fper t nNitpo Mbis lcobe)ppRx Y 0:82 (1 epamer ¢, J 83H7, G2 tn, (12i)] 3.0-R8 (rh.i 4Hn

[err]): GC-MSi@6: 960, 1089, 22476, 1365, 1464, 2860, 2932, 3430 NWR (60
MHz, [err], ppm: 0.93 (br.s, 12H), 1.1-2.5 (m 16H), 2.9-3.6 (m 2H),
3.6-4.0 (m EkppléE- M5([err]): 256 40

1-(trans-2-tert-butyl cycl ohexyl oxy) - 2- hexanol : [Corrpound (6)] 45 I R
(film [ esr]Synthesis of 1-(4-tert-b@yi¢ycloneygexy)-2meiByl-2 prppgnol: 2866, 2932, 3466

[Compound (9)]

The synthesis was carried out in the same manner as described in Example 1, except that 20.0 g

30 (0.128 mol) of 4-tert-butylcyclohexanol (cis:trans =4:6) and 8.8 g (0.128 mol) of 2-methyipropionoxide were

used instead of 30.0 g (0.182 mol) of 2-tert-butylcyclohexanol (cis:trans=8:2) and 11.1 g (0.192 mol) of

propyleneoxide. 6.2 g of 4-tert-butylcyclohexanol and 14.6 g of 1-(4-tert-butylcyclohexyloxy)-2-methyl-2-
propanol (cis:trans = 4:6) were obtained in a 50% yield. _

35 1-(4-tert-butylcyclohexyloxy)-2-methyl-2-propanol (cisitrans = 4:6):
[Compound (8)]
IR {film, cm™"): 918, 1098, 1368, 1470, 2938, 3448,

4  NMR (200 MHz, CDCls, ppm):  0.84 (s, OH), 1.03 (s, 3.6H), 1.06 (s, 2.4H), 0.8-2.2 (m, OH), 2.42 (s,
0.6H), 2.55 (s, 0.4H), 3.1-3.3 (m, 1H), 3.19 (s, 0.8H), 3.28 (s, 1.2H)

GC-MS(M*): 228 (cis), 228 (irans)
U Example 7:
® Synthesis of 2-(4-tert-butylcyclohexyloxy)-3-butanol:
[Compound (10)]
50 The synthesis was carried_out in the same manner as described in Example 1, except that 20.0 g

(0.128 mol) of 4-tert-butylcyclohexanol (cis:trans =4:6) and 8.8 g (0.128 mol) of 2,3-butyleneoxide were used
instead of 30.0 g (0.192 mol) of 2-tert-butylcyclohexanol (cis:itrans=8:2) and 11.1 g (0.192 mol) of
propyleneoxide. 11.2 g of 4-tert-butylcyclohexanol and 9.3 g of 2-(4-tert-butylcyclohexyloxy)-3-butanol (a
mixture of cis-irans and threo-erythro isomers) were obtained in a 32% vyield.

55



NVR (60 MHz, [err], ppm: 0.97.(br.s, 12H), 1.1-2.5 (m 16H), 1.0-1.9 (m

10H), 2.9-3-6 (m 2H), 3.6- 40(m%ﬁ§04§%d(\)/ﬁ[err]): 256 50

Exanpl e 5: Synthesis of 1-(4-tert xyl oxy) - 2- but anol : [ Conpounds

(7) and (8)] 55 The synthesis was carried out in the same manner as

descri bed iy fexad 1at 30.0 g (0.192 nol) of

4-tert-but yzﬂcycl oh‘ggcaorﬁg)f @(S@??Pttaiogns:& 2) and 13.8 g (0.192 nol) of

1, 2- but yl eneswgotss (v8)7 € used instead of 30.0 g (0.192 nol) of

2-tert-butyl cycl ohexanol (cis:trans=8:2) and 11.1 g (0.192 nol) of 8 EP

0 467 299 Bliptiepyhepeoxi de. 9. 6912, 869, 10e8,cn48; 1260,11320) ¢368/ 16112988, 3adl 17. 9 ¢

of INFZ-t er t NMR (MO0, OBl ypro) y ) 087 (pu DEX 008 (& W5 7Hz, SHE 1712 &d. I 7fibBH), DPR.Q 0,

[err]/5 mm Hg) were obtained in 8HX2.32 (pi.cz Vg 3.5H2 i, 3.5 Fv(me 1), 3.7-3B ém.itsbner s of

1- (4-tert - buGEtNSMhohexyl oxy) - 2- BR& anol were separated from each other in

t he same manner as described in Exanple 1. 5 1

- (Ci s- 4- t9erExample & cycl ohexyl oxy) - 2-but anol : [ Conpound (7)] 10 IR (film

[err]): 1092, 1116, 1182, 1368, 1470, 2872, 2944, 3470 NWR

(60M—Iz, [er%ﬁ““&;ﬂ‘d"“"“‘é‘“éﬂw hexyoyy)-2-groRgholy + * 371, ' 3H), 1.0-1.8 (m 8H),
1.8-2.4 (M m 4H) GC—IVB([err]): 228 15 1

(trans % tlgo |-'gognf)qzlz:ycl ofrexyl oxy) - 2- but anol : [ Conpound (8)] IR (film

I e e

3.0-3.8 (Mpy 8:2). 10.2 g of 3-tert-butylcyc aiPis2 Pot tylRg&onex-Of
1-(4-tert- bug acﬁt‘é‘ﬂaﬁﬂq @:i%)fﬂaﬁ@%é)s) &p/36 v/ 1382chd hﬁpﬁé’)ﬁ\’ere obtained in a 37% yleld Then, the cis-
20 trans isomers of 1-(3-tert-butylcyclohexyloxy)-2-propanol were separated from each other in the same
manner as described in Example 1.

1-{cis-3-tert-butyicyclohexyloxy)-2-propanol:
U 25 [Compound (11)]
IR (film, cm™1): 963, 1089, 1368, 1392, 1452, 2938, 3424
NMR {200 MHz, CDCls, ppm):  0.83 (s, 9H), 1.00 (d, J=7 Hz, 3H), 0.8-2.1 (m, 9H), 2.61 (s, 1H), 3.1
3.2 {(m, 1H), 3.3-3.4 (m, 1H), 3.69 (s, 1H), 3.92 (br.s, 1H)
30 GC-MS(M*): 214
1-(trans-3-tert-butylcyclohexyloxy)-2-propanol:

[Compound (12)1

35
IR (film, cm™) : 966, 1095, 1368, 1395, 1464, 2938, 3448
NMR (200 MHz, CDCls, ppm) :  0.86 (s, 9H), 1.00 (t, J=7Hz, 3H), 0.8-2.2 (m, 9H), 25 (s, 1H), 3.1-3.3
(m, 2H), 3.4-3.6 (m, 1H), 3.91 (br.s, 1H)
GC-MS(M*): 214
40
Example 9:

Synthesis of 1-(3-tert-butylcyclohexyloxy)-2-butanol:
45 [Compounds (13) and (14)]

The synthesis was carried out in the same manner as described in Example 1, except that 30.0 g

(0.192 mol) of 3-tert-butylcyclohexanol (cis:itrans=2:8) and 13.8 g (0.192 mol) of 1,2-butyleneoxide wers

used instead of 30.0 g (0.192 mol) of 2-tert-butylcyclohexanol (cis:trans=8:2) and 11.1 g (0.192 mol) of

50 propyleneoxide. 11.3 g of 3-tert-butylcyclohexanol and 9.3 g of 1-(3-tert-butylcyclohexyloxy)-2-butanol

{cis:trans =2:8) (bp. 145 to 148° C/10 mm Hg) were obtained in a 32% yield. Then, the cis-trans isomers of

1-(3-tert-butylcyclohexyloxy)-2-butanol were separated from each other in the same manner as described in
Example 1.

65
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[ Conpound (9)] The synthesis was carried out in the same manner as
described in Exanple 1, except that (0.128 nol) of

4-tert-butyl cycl ohexanol (cis:trans %92:%?2%818 8 g (0.128 nol) of

2- met hyl pr opi onoxi de were used instead of 30.0 g (0.192 nol) of
2-tert-butylg gqug}maorg@h&y)tgt@ﬁw 2) and 11.1 g (0.192 nol) of
propyleneOX|de of 4-tert-butyl cycl ohexanol and 14.6 ¢ of

1-(4-tert- bumyﬁlwﬁdphypxyl oxy)-2-met hyl -2- propanol (cis:trans = 4:6) were
obtained in a 50%yield. 35

1- (45t ert sbut yR @i lcohgxy| oxy) - 2- mB09%y1368.-19640Ra8BM54 ci s: trans = 4:6):

[ Conp&lnd ( 9) INMAR20G MHA CDClerppin)::  0.83 (s, 9H), 0.99 §8) =7H2O0B), ABB B (m, MFD 2.50 G38). 3.1-
3448, 40 NVMR (200 MHz, [err], @@8rn: 1H).3.463%5 ¢ 1HRIHO (bris, B1Y (s, 3.6H), 1.06
(s, 2.4H), O. @CZMQ(M(*)m 9H) 2. 42 @%3 0.6H), 2.55 (s, 0.4H), 3.1-3.3 (m

1H), 3.19 (s, GC-M5([err]): 228
(cis), 228 (H"&'Pféﬁ'te’ERWF'@hery' )?WP'hem s of

2-(4-tert- \R;@X g%&exyl oxy) - 3- but anol : [ Conpound (10)] 50 The

synt hesi s out in the sane manner as described in Exanple 1,
except that 2q ,gﬂgf[égt)l% nol ) of | 6& 11%1; 5;gy:,‘c‘d.,‘phexanol (cis:trans =
4:6) and (o]
(0.192 m) ert Pblfga%'gfohqg(q}»o n(%))(é(i 7?453&) ?j%&i?@, éelj(sba-?@%z
nol ) of propyl(ﬁpﬂ e, 11.2 g of o4g tert buty c cl ohexano of

2-(4-tert-butyl cycl ohexyl oxy) - 3- butanol (a mxture of cis-trans and
threo-eryt hrgaingied®r s) were obtained in a 32%yield. 55 9 EP 0 467 290

Bl 2-(4-teyt-butylcycl ohexyl oxy)-3-butanol: [ Conpound (10)] 5 IR (film
[err]): Synthesis of 1-(2-B-Bytylb&aBethykyQbhexylokp@-buthddk0, 1320, 1368, 1446, 2938,

3424 NWR (200 MHz, [err], ppm: 0.87 (s, 9H, 1.08 (d, J=7Hz, 3H), 1.12
(d, J=7Hz, 3pmp@nERIO0 (m 9H), 2.32 (br.d, J = 3.5Hz, 1H), 3.5-3.7 (m 1
H) , 3739(m 1 H GCM([err]): - 228
U 25 (a) The synthesis was carried out in the same manner as described in Example 3a, except that 382 g
(2.33 mol) of 2-tert-butyl-5-methyiphenol was used instead of 350 g (2.33 mol) of 2-tert-butylphenol. 522
g of 1-(2-tert-butyl-5-methylphenyloxy)-2-butanol (bp. 139 to 140°C/3.56 mm Hg) were obtained in a 95%
yield.

30 1-(2-teri-butyl-5-methylphenyloxy)-2-butanol:

IR {film, cm™"): 808, 1042, 1086, 1144, 1182, 1258, 1204, 1410, 1460, 1502, 1612,
2960, 3404
NMR (200 MHz, CDCl3, ppm):  1.07 (i, J=7Hz, 3H), 1.39 (s, 9H), 1.5-1.8 (m, 2H), 2.14 (d, J=4Hz,
35 1H), 2.31 (s, 3H), 3.8-4.1 (m, 3H), 6.6-7.3 (m, 3H)
GC-MS(M*): 236

(b) The synthesis was carried out in the same manner as described in Example 3b, except that 50 g
(0.21 mol) of 1-(2-tert-butyl-5-methylphenyloxy)-2-butanol were used instead of 50 g (0.23 mol) of 1-(2-
tert-butylphenyloxy)-2-butanol and the amount of the same palladium catalyst was increased to 2.5 g to

40 effect the reaction for 4 hours, to obtain 32 g of 1-(2-tert-butyl-5-methylcyclohexyloxy)-2-butanol {(bp. 139
to 140°C/3.5 mm Hg) in a 63% yield.

1-(2-tert-butyl-5-methylcyclohexyloxy)-2-butanol:

U 45 [Compound (15)]
IR (film, cm™"): 1086, 1365, 1461, 2950, 3448
NMR (200 MHz, CDCls,, ppm):  0.94 (s, 9H), 0.8-2.4 (m, 15H). 9-3 8 (m, 4H)
GC-MS(M*): 242

50

1



10 Exanple 8: Synthesis of 1-(3-tert-butylcycl ohexyl oxy)-2-propanol:

[ Conpounds (*11) and (12)] 15 The sy
manner as described in Exanple 1,

e

Fel R,

carried out
0.0 g (0.192 nol) of

in the sane

3-tert-butyl cycl ohexanol (cis:trans=2:8) was used instead of 30.0 g (0.192
ol ) of 2-tgpdple Pt Yl cycl ohexanol (cis:trans=8:2). 10.2 g of

3-tert-butyrcycronexanol
yl oxy) - 2- propanol (cis:trans

and 15.2 g of 1-(3-tert-butyl cycl ohex-
258) (bp. 135 to [err]/9 mm Hg) were

obtained in a 37%yield. Thg
1- (3- TR - but yl cycl ohexyl oxy

T, LT
\-?-j

t he same manner as descri bed

1

Parts by weight

of
rom each other in

-(cis-3-tert-butyl cycl ohexyl
[err]): 963, 1089
[err], ppm:  0.83 (s, 9H)

(s, 1 H?3.1-3.2((m 1H)
H) 30 GC-Ms([err]):
-(trans-3-tert-buty|cyclohe%
[err]): _ 966, 1095
[err], ppsn'): 0.86 (s, 9H),

1H, 3.1-3.3 (m 2H), 3.4-3.
214 40 Exanple 9: Synthesis
[ Compounds (13) and (14)] TH
as described in Exanple 1, €

3-tert-bwptyl cycl ohexanol (ci
1, 2- butyl eneoxi de were used
2-tert-butyl cycl ohexanol (ci

i n Examp
opanol :

O - -
BBl D ey
1. Mdth ﬁﬂydro]asﬁon?até"z
, Lshap13-4 (m 1H)
Eugenol 214 1
Y |Beiy) salkcylateopanol
, bi3BhexehySBlicyldtd 64
140@tfytinond = 7Hz,
6 VetverdiH) , 3. 91 (
ofSandaimysqleere’2 hut y
e Patghpuheli s was ¢
x Musk ketagat 30. 0 g
s AMPE8se - g) an
irﬁ 98P 30.0 g

< PPans=8: 7) and

11

3. 6fho(s,

20
[ Corgpound
29380 3444
3H), 50. 8- 2.
Jr.s,;gkb €
cycl dRexyl ¢
hrri etfo
(0. 199
i 13. §9 (0.
(0.1

1

npour
2938'003424J
3H) 4000. 8- 3

1

out I
nol )

nol )

d (11)] IR (film
NVR (200 MHz,

.1 (m 9H), 2.61
H, 3.92 (br.s,

(12)] 35 IR (film
NVR (200 MHz,

@ (m 9H), 2.5 (s,

- M5([err]):

Xy) - 2- but anol : 45
n the same nmanner
of

192 nol) of

of

1

(0 _1d

2 mol) of 50

pr opyl eneoxi de.

11. 3 g of 3-tYrTradeoarklotE Cahexanol

“and 9.

3 g of

1- (3=fert-butyl cycl ohexyl oxy) 4@-Hydoemrbinetlivi-pentitl)Jgysiohsxen-Bgartolgyaidelivtis t o
[err]/)102am Hg) were obt ai ned2 Frademakaf Kdolhgmicah@, Lid-he cis-trans isomers
of 1-(3-tert-butyl cycl ohexyl o%{pthg-4r28.adrimethyiet-eyclorasiened ¥lr2-Prteneridlch ot her

in the same manner as descri

bed in

To 880 parts by weight of the above perfume composition 120 parts by weight of 1-(2-tert-butyl-
cyclohexyloxy)-2-butanol of the present invention was added to obtain a chypre-type perfume composition
having a mild odor with sweetness and bulkiness so as to wrap the wildness of the patchouli oil.

Claims T

Claims for the following Contracting States : DE, FR, GB, IT

35 1.

An a-(alkylcyclohexyloxy)-g-alkanol of formula (1)

| R o
| N (T)
. 7
R3 ;‘L ReR° . .
| R

wherein at least one of substituents R', R?, R®, R* and RS is a tertiary alkyl group of 4-8 carbon atoms,
and the remaining R!, R2, R3, R* and R’ groups are hydrogen atoms or methyl groups, and whersin
R%, R7 and R® are hydrogen atoms or the same or different alkyl groups having 1-6 carbon atoms, with

80

- &8

12

the proviso that R®, R7 and R® are not all hydrogen atoms at the same time.



Example 1. 55 10 EP 0 467 290 Bl 1 \
-(cis-3-tert-butyl cycl ohexyl oxy) - 2- Conmpound (13)]: IR (film
[err]): 1095, 1368, 1464&1%%&9@

0.83 (s, 9H), 0.97 (t, J=7THz, 3H), 0.8-2.1 (m41Twl)R (3°§0M<4§”'m ﬂlﬂmm#lm

(m 1H, SEﬂa"ﬁa'Sn(m 1 H, 3.69 (br.s, 2H) GCMs([err]
228 10 1 -(trans-3-tert-butyl cycl ohexyl oxy) - 2- but anol : [Corrpound (14)] IR

(film [err]): 1095 1368 1464, 2938 3454 15 NVR (200 MHz,
[err], ppm: 0.86 (s, 9H), 0" ) o JHZ, 3O, .9 (m 9H), 2.06
(br. s,‘ZH) 2.42 (s, 1H), 3 A ! ,H), 3.6-3.8 (m 1H)
GC- MXTerr]): 228 Exanpl e 10 mssxﬂﬂelm,_l s of
1-(2-tert-butyl-5-nethylcyc pY) - Z2-but nol 7 J,Conpdund (15)] 25 (a)
The synthesis was carried OJths ‘% same nmafner g desdribed in Exanpl e
3a, except that 382 g (2.33 nm,tg yd,gja;,ﬁgngteb tyl - goret hyjl phenol was used

I nstead B8f 350 g (2.33 nol)| ofihd=t ert-butyl phenol 190522 ¢ of
1-(2-tert-butyl-5-nethyl phehyugg,y,) 2- but anol |(bp. 2639 tq [err] /3.5 mm Hg)
were obtained in a 95%yi el {l. Beadyl salicylate 50
1- (2-tert-butyl -5-net hyl pheydissyexetdaityatol | | R (doi I m |[err]):

808, 1042, 1086, 1144, 1182| +B&bylind@04, 141¢, 146®, 1502, 1612, 2960, 3404
NI\/R(200 MHz, [err], ppm): |1vedwrpi, J=7Hz, BH), 12039 (4, 9H), 1.5-1.8 (m

2H), 2.14 (d, J=4Hz, 35 saﬂda"l'g;z'wm'z 108 1H), 2.31 (s, 3H),
3.8-4.1 3H), 6. 6- 7.3 (m W:.O MS( M+ 236
(m H) ( Musk ketone ( ) 50
20 Amber base 50
Acetylcadrene 100
Total 880

*1: Trademark of IFF Co.;

4-(4-hydroxy-4-methyl-pentyl)-3-cyclohexen-1-carboxyaldehyde
\_ B *2: Trademark of Kao Chemicals Co., Lid.;

2-methyl-4-(2,3,3-trimethy!-3-cyclopentene-1-yl)-2-butene-1-ol

To 880 parts by weight of the above perfume composition 120 parts by weight of 1-(2-tert-butyl-
cyclohexyloxy)-2-butanol of the present invention was added to obtain a chypre-type perfume composition
having a mild odor with sweetness and bulkiness so as to wrap the wildness of the patchouli oil.

Claims
Claims for the following Contracting States : DE, FR, GB, IT

% 1. An a-(alkylcyclohexyloxy)-g-alkanol of formula (1)

R! - 0H
° R2 DW_RB ,
s OR? (I)
R® Rs®
R(

/
45
wherein at least one of substituents R, R?, R%, R* and R is a tertiary alkyl group of 4-8 carbon atoms,
and the remaining R, R2, R®, R* and R® groups are hydrogen atoms or methyl groups, and wherein
R®, R7 and R® are hydrogen atoms or the same or different alkyl groups having 1-6 carbon atoms, with
50 the proviso that R¢, R7 and R® are not all hydrogen atoms at the same time.
65

12



(E;)Zm‘glhg :s),%nt nglef)t w?rs]a;:arS(r)l Sd(gutml n the same manner as deSc mjj“\‘\““““““““\ ’
1-(2-tert-butyl-5-nethyl phenyl oxy) - h %&ﬁo\%re used |nstea

(0.23 nol) of 1-(2- tert-butyl phenyl oxy) 2- but anol and t he anount of the

same pal | adi 3mRatsmpsiid oABRin p@ﬁ@@ﬁ@é@héog,pgung,,g to 40 effect the reaction
for 4 hours, to obtain 32 g of

1-(2-tert- butyI 5- et hyl cyclohexyl oxy[?gLZ but an L (bp, 139 t(a [err]/3.5 mMm
Hg) in a 63%yield. 1 -{2-te uutyl met hyl c@ | ohekyl @Q{é but anol : 45
[ Compotind s(15)] IR (film [ -w 1086, 17261, 2950, 3448

NI\/R(YOO MHz, [err], ppm: (s, 9H, 0.8-2.4 15H), 2.9-3.8 (m 4H)
GC-M5([err]): 242 50 55 EP 0 467 290 Bl lﬁxanpl e 11:

Chypre-type Perfunme ConpgpsitLg Partsﬂl‘by wei gh#® Ber t, Ol
100 Rose base DA_MsLhryl di_hydr o B/‘\/loo 10
Lirhal *11 @l Eugenol 20 Benzyl

salicylate 50 cis® exenyl sali cyI ate 30 [er r}} Met hyI i none
50 Vetiver oil ) . 20 Sanylal nysol @pre *

Pat choul i oi l \/\56\%1) base
50 20 &Mrene

15

| ) ol ® , O
UW )(O.\\\B\/l\/
) L |
@ 08 09 o of
’\/ 25 [ ]‘ )(C( j/\
30 o ; ‘0\/'1 ‘ Q\'\\\u\/\
' . 0K
- 0
3 = ; 0 S A
40
(15) _| . OH
45

3. A perfume composition containing the a-(alkylcyclohexyloxy)-g-alkanol described in Claim 1 in com-
bination with the other components of the composition.
50

&5
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-
Tot al ., 880 *1;: Trademark of

I F
o e g ) oo e TN

2-met hyl -4-(2, 3, 3-trimethyl -3-cycl opent ene- 1-yl ) - 2- but ene- 1- ol to %80 parts
by wei ght gf Afl’éce@.b@h’ﬁed&ﬁﬁddﬁ alRRITBIEHBkyIdxP)FB-alidRol Rpfebéntdd by er@it1): Of
1-(2-tert-buty cycl ohexyl oxy) - 2- but anol of the present invention was
added to obtain a chypre-type perfune conposition having a mld odor with
sweet ness and bul ki ness so as tRh'wa th thi | dness of t he patchoull oi

Clalms A@ains for the fol | 8 ng SRt es: ]g , 1T 1. An
[err} (al kyl cycl ohexyl oxy)-[e kan I fgrmla (1)(4 %ERR] 45 wherein
at | east one of substituents e | &nd [§rr] is atertiary al kyl group
of 4-8 carbon atons, and tigsre .inimb [err] and [err] groups are

hydrogen atons or nethyl groupsgtand wherein [err] and [err] are hydrogen
atons or®the sanme or different al kyI groups having 1-6 carbon atons, vmth

50 t he prow so 3[ r ?g %I are L alcllhxdro enoma'gls(?a ea
sane tine. ?c? anaé#glfclohe)?m 0. B ‘%aﬁﬁlaﬁ %l’i' oD IS Je VBt £ t| on

Parts by wei gﬁ 100 Rose base

100 Met hyl di hydr oj asnonat e 100 10 Li r hal
*1 100 EugenoIR 20 Benzyl
salicylate 50 R? " OH
(2)
R*
'\/. 25 wherein R', R2, R3, R* and R® have the same meanings as defined before, with a strong base; and then

reacting the product obtained with an epoxide of formula (3):
30 G R ° ( 3
R6” ;7 )

wherein RE, R and R® have the same meanings as defined above.

8. A process for preparing an a-(alkylcyclohexyloxy)-g-alkanol represented by formula (1):

" RY OH
40 R2 1] RrR8 .-
Y~ (1)
6 R
PE R,R )
R¢ .

wherein R', R2, R3, R*, R®, R®, R7 and R® are as defined in claim 1, which comprises the steps of
reacting an alkylphenol of formula (4):

50

R
R OH
O (4)
56 R R5
r4

" 14



S/igtsi-\?/’;ape)c()?lnyl salicylate . 28 [S:é;]gl-éqwzﬁéi’lﬁ?irgogg ”"I'ﬂm,”,nﬂmuul

Pat choul i oi | 100 Mis 50 Arber
base 50 20 Acet yl cedr ene
100 Tot al wherein R!, R?, R, R* and R® @ thd sanld ME@gs ks aéfindéd—Ebole) with an epoxide of the

4- (4- hydr oxy- 4sommlidig): - pent yl ) - 3-cycl ohexen-1 -carboxyal dehyde 25

*2: Trademark of Kao Chem cals Co., Ltd.;

2-methyl -4-(2, 3, 3-trinethyl -3-cycl opent ene-1-yl)-2-butene-1 -ol To 880
parts “by weight of the above per'furre @8ition 120 pasys by wei ght of
1-(2-\"ert-buty| - cycl ohexyl oxy) - 2 gf the present invention was
added to obtain a chypre-type per?uma cor‘rﬁosition 30 having a m|d odor

W th sweetness and buI kiness so as to wap the wldness of the patchouli .
oil. Aainms Cains rthefollovmn Contractln States:; DE, FR , 1T 1,
An [err]-{l ky I’”HVE'T' &% QE T‘ ? ag, flofl ?Fr??ﬂYed" (hf)p"efg\f&ff %S?I\Heql’@l"n
at [east one of"&@EPIaniRnYEal °'[°é PomaR [err] is atertiary alkyl group

of 4-8 carbon atons, and the remnaining [err] and [err] groups are
hydrogen atoms or nethyl groups, agt V\/nere|<hH[er8r] and [err] are hydrogen
at ons or e sane or different _al k I grd)ups ng 1-6 carbon atons, with
50 the proviso that [errR<a ar 7 hydrog atons at the
same time. 55 12 2. The conpo C_% |5m 1, wherein sgﬂ)d conmpound is 10
[ ERR] R3
ré
20

wherein R' to R® respectively have the same meanings as defined above; and then
hydrogenating the a-(alkylphenyloxy)-g-alkanol in the presence of a metal catalyst.

\ 25 Claims for the following Contracting State : ES

“1. A process for preparing
an a-(alkylcyclohexyloxy)-g-alkanol of formula (1)

30

R " R 0 0H .
2 R
IS AT
35 . rS R
R? RS
R(

40 . wherein at least one of substituents R!, R2, R3, R* and R® is a tertiary alkyl group of 4-8 carbon atoms,
and the remaining R', R?, R8, R* and R® groups are hydrogen atoms or methyl groups, and wherein
R¢, R7 and R® are hydrogen atoms or the same or different alkyl groups having 1-6 carbon atoms, with
the proviso that R¢, R” and R? are not all hydrogen atoms at the same time, which comprises the steps

\J of reacting an alkylcyclohexanol of formula (2):
45
R?
R? _OH .
2
50 (2}
R ] - R S
R4
58 wherein R, R?, R%, R* and R® have the same meanings as defined before, with a sirong base; and then

reacting the product obtained with an epoxide of formula (3):

15



15 25 3. A perfune conposition containing the

et ) w o et 2 1o UL

4. A process for preparing an [err]-(al kyl cycl ohexyl oxy)-[err]-al kanol

represented by formula (1): [ERR] 10 wherein [err] and [err] are as
defined in claim1, which conprisedltheRsSteps of reactjng an
al kyl cycl ohexanol of formula (2). Rl 25 whéerdi n [err] and

[err] have the same neanings as defined before, with a strong base; and
then'z\r?;aeti ng the product obtained with an epoxide of fornula (3): [ERR]
wherein [err] and [err] have the sane neani ngs as defined above. 35 5. A
process for pweaein Rh@ amd fPchavd thg semeyhegnitgs@i defipbdabpye. [ er r | - al kanol
represented by fornula (1): [ERR] wherein [err] and [err] are as

def i ned i n %I Airrpcass fafnrepsring amefaliylevsioheloy-éplsangiropresapied biforamladky| phenol of
formula °4): 50 [ERR] 14

R OH R
R? 0 R
TN, (1)
15 6 R
R3 RSR
R .

20 wherein R', R2, R, R*, R%, RS, R7 and R® are as defined in claim 1, which comprises the steps of
reacting an alkylphenol of formula (4):

r!
OH
. R
) > O - (4)
R RS
R4

30 .
whersin R!, R?, RS, R* and R® have the same meanings as defined above, with an epoxide of the
formula (3):

‘ 0]
35 / -\ :RB (3)
R6 RrR7

wherein R®, R7 and R® have the same meanings as defined above in the presence of a base to obtain
40 an a-{alkylphenyloxy)-g-alkanol of the formula (5):

. OH
v OO
R3 RS
. R4 '

50
wherein R to R® respectively have the same meanings as defined above; and then hydrogenating the
a-{alkylphenyloxy)-g-alkanol in the presence of a metal catalyst.

8. The process according to Claim 1 or 2 which produces a compound of the following formulae (1) to
55 (15):

16



V\,herei_n_ [err] and [err] have the same neani ngs as defined
an eporde o e Torm (97 Teriip g o (ol 2ns (MMM I

a- (al kyl phenyl oxy)-[err]-al kanol of the formula (5): i5 [ERR] 20 wherei n
[err] to [err] respecti(lyely have th anme meapi ngs as defi %d above; and

t hen hydrogenating the*ferr ald< enyl oxy) -Terr Qi(w\l n the presence
of a netal catalyst. 25 O g or~the foll ow ng ng State: ES 1. A
process for preparing an a yl cycl ohexyl oxy) - [ -aI kanol of formula
(1) {30 [BRR] 40 wherein at | east one of substituents [err] and [err]
is atertiary alkyl gr®p o 8%car n at ons®¥ and egje i'ni ng [err]
and [err] groups are hydro Wnet hyl gro AN rein [err] and
[err] are hydrogen atons o sanme or diff.erent | groups having 1-6
carbon atons, with the provisSo that .[err] and [err] are not all hydrogen
atons at 't he sane ti me{s) whi conprildes the stékps react i0flg an
- al kyl cycl ohexanol of fornul 042\ ERR] 50 R4 o0 i . Jerr]
and [err] have the same ne s as defined befor ith a strong base; and
then reacting the product obtained wth an epoxide formula (3): 15 EP
0 467 29¢, B1 [ERR] 5 :
) OH (8) _ OH
YO/UW )(O_\\\U\/\/
(9 0K
o ot
\_ 25 ’
D oH
30 ‘ gu\/l\ Q&O\J\

[

5 b A ?\W\/\/

40 (15) f u\/LH/

4. A perfume composition containing the a-(alkylcyclohexyloxy)-g-alkanol described in Claim 1 in com-
bination with the other components of the composition.

50
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wherein [err] and [err] have the same nmeanings as defi n bove.
process for preparing an [err] I%gphexyl oxy) - [err]m ﬂm" H,{“U"
represented by formula (1): 10 RR wherein

are as defined in claim1, which conprises the steps of react | ng an

al kyl phstemtanspficher nul a (4): R1 [ERR] 30 wherein [err] and [err] have

t he saRatentanapiiiche filx dolgmkip Veodragéstaatan :\DE; ¥R, 8B, ®poxi de of the fornula (3):

[ ERR] wherein [err] and [err] have the sane neani ngs as defined above in

t.he pr&serflsyleytlokexyiowy-s-glkanejigprfiormel () an ,

{err - (al kyl phenyl oxy)-[err]-al kanol of the formula (5): [ERR] 50 wherein

[err] to [err] respectively haveg't he sgpe neani ngs as defined above; and

t hen hydrogenating the [err]-Aal yI phehyloxy)-[err]-al kanol in the presence

of a netal catalyst. 3. The § g OQ'ding to aim1l or 2 which

produces a conpound of the fal goRnul ae (1)}yto 55 (15): EP O
467290 B1 [ERR] 20 25 30 35¢15 Y. ;%\Rperfume conposi tion containing the
a- (al kyl cycl ohexyl oxy)-[err]-al kifnol described in aiml in com bination i
wi th the other conponents of the conposition. 50 ° '

worin mindestens siner der Substituenten R', R?, RS, R* und R® eine tertifire Alkylgruppe mit 4 bis 8

15 Kohlenstoffatomen ist, und die librigen R'-, R?-, R3-, R*- und R’-Gruppen Wassersioffatome oder
Methyigruppen sind, und worin RS, R7, und R® Wasserstoffatome oder die gleichen oder verschiedene
Alkylgruppen mit 1 bis 6 Kohlenstoffatomen sind, unter der Bedingung, daB R®, R7 und R® nicht alle
gleichzeitig Wasserstoff sein kénnen.

20 2. Verbindung nach Anspruch 1, worin diese Verbindung ist

)

: h "{2) : JH
u \A .\\\u \A B
o ® |
(3) : oH’ (@) : OH
6/0 W 6«\\0 W i
30 ‘

M 0l ® ol .
-UW a\\o\)\/
i >(O/ )(O
@ oH 00 o

50

® gﬂ\ﬂ | no .\\O\J\

O
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55 17 Pat ent a?ZIpLUFhe Pat ent anspr Uche fUr fol gende VertrmHm’t ”m!”m
FR" G&B, "I T 1. u- yl cycl ohexyl anol der Fornel M
(1) worin mndestens einer der eg)sq |qt73gﬁ'lt5én Rt, R2, R3, R4 Und RS eknes
tertiare Al kylgruppe mt 4 bis 8 15 Kohlenstoffatonen ist, und die
Qorigen Ri-, R2-, R363 R*- und R§HG uppen Vigpserst offatorreugder

Met hyl gruppen sind, und wQriJl R,_-und R8 Wasser oqué/mgﬁgder die

gl ei chen oder verschied Al kyl grudppen nit 1 bis XOhI Enstot f at omen si nd,

, R7 und R8 nicht alle o ei chzeitig Wasserstof f

unter der Bedi ngung, daB
sei n Konnen. 20 2. Verbi#dung nach Anspruch 1, Ln di ese Verbindung i st

(1) ODH (2) OH K25 (3)

OH (4) (159 OH 30

T - (5) \/V\@ (6) OH 35 (7)

OH

- " '%: (9) Q08v

OH 4> 55 18 JEPO 4675290 BL - .111 111111 11111
11111 ¢ L

15 3. Parflim-Zusammensetzung, enthaltend den in Anspruch 1 beschrisbenen a-(Alkylcyclohexyloxy)-g-
alkanol in Kombination mit den anderen Komponenten der Zusammensetzung.

4. Vertahren zum Herstellen sines-a-(Alkylcyclohexyloxy)-g-alkanols der Formel (1):

20

) "*
o/
worin R?, R?, R3, R*, RS, RS, 7 und R® die in Anspruch 1 angegebene Bedeutung haben, umfassend
die Stufen des Umsstzens eines Alkylcyclohexanols der Formel (2):
30 .
RR H
@
36 g R
Rt
worin R!, R?, R%, R* und R® die oben genannten Bedeutungen haben, mit einer starken Base und dann ;
40 Umsetzen des erhaltenen Produktes mit sinem Epoxid der Formel (3):
M | %
Y @ |
e 4 4 .

worin R®, R” und R die oben genannten Bedeutungen haben.

50 5. Verfahren zum Herstellen sines a-(Alkylcyclohexyloxy)-g-alkanols der Formel (1):

m

19



beschri ebenen a- (Al kyl cycl ohexyl o anol in Konbination fit

ander en Konponenten der Zusamrensetzung. 4. Verfahren zum Herstell en

ei nes- a- (Al lwghcie RO e @At /¢ ) - i- il Re Rl s AkBRuCH-P BiBYebbre) Bediflunig haben, umfassend
~~~~~~~~~~ ( &b Stfren\dids UisdBlens éfrbs AlRgiphetidls derPormBd): R7 und R8 die in Anspruch 1
angegebene Bedeut ung haben, unfassend die Stufen des Unsetzens el nes

Al kyl cycl ohexanol s der Formel (2): 30 (2) 35

? worim R, R2, R3, R4 und RS die dpen genannten Bedeutungen haben, mit

el n&r star ken Base und dann 40 R en des erhal tenen Produktes mt
ei nem Epoxi d der Formel (3): 45 Ft/ worin W
R7 und R8 di e oben genannten B haben. so . Verfahren zum
Herstel |l en eines a- (Al kyl cycl oéxyl bxy)-, - al kanol s der Fornel (1): 55°

go i5 3 ..IgarfUm Zusammenset zung, Ee;&?&;,;ggg den |On5A§éSrluch”"l"”"l"l"""Il"”"l

R19r1% (1) 19 R* "EP 0 467 290 Bl
! L M Sworln R1, R2 R3, R4, R5, R6, R7 und Rs die in Anspruch 1
ilngsggﬁgzgl SBgrcli eﬁl‘t rl!lla § aeengrgntecrjnlB%deSuttulrjlgeenmage%,sml emeeng EpoQi% der l'-rt')rmel (3):
Fr~~~~ge~~F 10 4 worin R, R2, RS,
R4 und' R5 die oben genannt en Bed;&eﬁﬁen haben, mt el nem Epoxi d der For nel
(3): 15 & g X0 3)

20 worin R®, R? und R® die oben genannten Bedeutungen haben, in Gegenwart einer Base, um ein a-

{Alkylphenyloxy)-g-alkanol der Formel (6)zu erhalten:

R!
R
P, 25
k./ R7
Ré )
R
R
30
worin R! bis R® die oben genannten Bedeutungen haben, und dann
Hydrieren des a-(Alkylphenyloxy)-g8-alkanols in Gegenwart eines Metallkatalysators.
Patentanspriiche fiir folgenden Vertragsstaat : ES
35
1. Verfahren zum Herstellen eines a-(Alkylcyclohexyloxy)-g8-alkanols der Formel (1):
40
()
N

worin mindestens einer der Substituenten R', R2, R%, R* und RS eine tertifire Alkyigruppe mit 4 bis 8

Kohlenstoffatomen ist, und die Ubrigen R'-, R?-, R%-, R*- und R°-Gruppen Wasserstoffatome oder

Methylgruppen sind, und worin R®, R?, und R® Wasserstoffatome oder die gleichen oder verschiedene
50 Alkylgruppen mit 1 bis 68 Kohlenstoffatomen sind, unter der Bedingung, daB R¢, R” und R® nicht alle

gleichzeitig Wasserstoff sein kdnnen.

umfassend die Stufen des Umsetzens eines Alkylcyclohexanols der Formel (2):

55

20



20 worln R6, R7 und FR die oben genannten Bedeutungen h nm

Gegenwart ' el ner Base, umein a- (AE%‘QP E xy) , - al kanol H uuu"l "HH“"I
erhalten: R 25 g4 30 worin R bis I € oben genannten Bedelit Ungén Mabén,*
und dann Hydrieren des a- (Al kyl phenyl oxy)-, O al kanol s in Gegenwart eines
Met al i kat al ysators. PatentansprUche fU fol genden Vertragsstaat: ES 35 1.
Ver fahren zum Herstellen eines a-( Ayl cycl ohexyl oxy) - p- al kanol s der For nel
(1): 40 45 worin mndestens ei ne‘%» de stituenten RI, R2, Rs, R4 und R5
eine tertigre Al kylgruppe mt 4 Dt ohl enstof fatonen ist, und die
Ubri,gensR -, R2-, R3-, R - und R5- en Wasser st of 24t ome oder

Met hyl gruppen si nd, und worin Rg R3 Wasserstoffatone oder die

gl ei chen oder verschi edene 50 yl gruppen mt 1 bis 6

Kohl enst of f at onmen si nd, unter der i ngung, daB R6. R7 und R8 nicht alle
gleichzeitig Wasserstof f sein konnen. unfassend die Stufen des Ursetzens

?_I nes Al X:_f grlmlo eﬁzaﬁﬁgf pndiel{ c{;—e,o rbge 2n}en Begeutungen hatllzell:\), nQIt ér?e?stgr en ?ase und dann
(2) 10 wori n Honsg P[?Hﬂ“q%“'tcﬁ'"@ Jirerd S EAMst®h Bedeut ungen haben,

mt einer star ken Base und dann Unsetzen des erhal tenen Produkctes mt
ei nem Epoxi d der Formel (3): 15~z &0 HP worin Rr, R7 und RO di e oben

genannt en Bedeut ungen haben. 2. ren zum Herstel ]l en eines
a- (Al kyl cycl ohexyl oxy) - B- al kang®’s dePg’Fornel (1):

20 worin R¢, R und R? die oben genannten Bedautungen haben.

2. Verfahren zum Herstellon eines a-(Alkylcyclohexyloxy)-8-alkanols der Formel (1):

25

)
30
worin R', R2, R?, R*, R®, R®, R? und R® die in Anspruch 1 angegebene Bedeutung haben, umfassend
die Sfufen des Umsefzens eines Alkylphenols der Formel (4):
85 1
] H
1)
R R®
40
R
'\/‘ worin R', R?, R3, R* und R3 die oben genannten Bedeutungen haben, mit einem Epoxid der Formel (3):
45
/40;<R°

50
worin R®, R7 und R® die oben genannten Bedeutungen haben, in Gegenwart einer Base, um ein a-
(Alkylphenyloxy)-8-alkanol der Formel {5) zu erhalten:

21



25 30 worin, Rl, R2, R3, R4, R5, Rs, R7 und R die in Anspruch 1 angegebene
Bedeut ung haben, unfassend die Stugpp 4gSeh/giet zens eines A ky”“MFlﬂilthH‘ll””"l

Formel (4): 35 40 S et
~~~~~~~~~~~~~~~~~~~ ~~~(4) 40 R (S.] worin RL, R2, R3, R4 uhd R5"dié

oben genannt en Bedeut ungen haben, it einem Epoxid der Fornel (3): 45 .0.
RT 50 worin R6, R7 und Rs di e obef gena en Bedeutungen haben, in
Gegenwart einer Base, um ei ngg(Alkylyph oxy) -, 8-al kanol der Fornel (5)
zu efhaften: 55 21 EP 0 467 I 7 | 1111111
liiiv ITii 111 10 worin i f oben genannt gp Bedeut ungen haben,
und dann Hydrieren des u-(AIEtlph nyﬁ%xy)-,S-aIkanoIs in Gegenwart el nes
Met al i kat al ysators. 3. Verfahren Rach Anspruch 1 oder 2, das el ne
Ver bi ndung der fol genden Forneln (1) bis (15) herstellt: 15 (1)

*

g' 70 :v'o:r?‘Rés)i: R® die oben genannten Be@gry_ln Ea%en und dann ( 5§ )
I - i ,
. y I(l’6) oS o (Alkylphenyloxy)-p-alkarg) sl_lp gf’;enwart eines Metallkatalysators(. 7)
OH _ 3. Vetfélﬁen nach Anspruch 1 oder 2, dagﬁe%rbﬂ!gur%%erS f(onlggn?ienz lgormeln (1) bis (15) herstellt:

15

@ . oH 2) o oH
[ifiraﬂ\wz*\ (ifirmo\y/*\

(3) ox’ @ oK
6/0 ~ A 6\\\0 W

'\J % (5) 0H {6) . oH
6/0 \M 6\\\0 \)\/\/

o .
m OH (8) 0K

. >(O’ INA- ’(O“\\o ~ A

20

40

50
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EP O 467 290 B1 1 C L ML11111D 11S ﬂﬂ)

T s e S Ry

t3 ~~CH 04) OH 15~ ~ ~=(5°20t2 # s " &

Par 8m Zusanmmenset zung, enthaltend den in Anspruch 1 beschriebenen

a- (Al kyl cycl ohexyl oxy) - B-, .al kanol in Konbination mt den anderen

Konponent en der Zusannené@tzung evelll cat | ons 880 Revend| cat®lbns pour | ee

Etats contractants sul vants: : , | T 1. O\F/L\ '

a- (AIKyIcycIohexonxy) , - al r-epresentd par Iakiézﬁnia (1): R ~OH R

3R . ( 40

R 4 &Hﬁs Iaquelle - au nmoins | 'un des substituants R, R2, R3, R4 et R5

represente un groupe al ke tertlalr 08 ayant 4- ¢35 a}atomas de
et R5 restan nt des

carbone, et |les groupes R, RNA
pe s m—thyle . et - R6 .et Rs reprdsentent

atones d' hydrogene ou des g
des atoneg?d' hydr ogdne ou desdgroupes al kyle, identidgfies ou differents,
b, R/ et R8 ne

ayant 1-6 atonmes de carbones, "avec la condition gue
repr6sentent pas tous de8 atones d' hyldr ogbne entdgne tenps. 50086 23 EP

0 467 290 51 A 1 1144 WIII'H
1 2. Cor;posG selon |la revatlon 1, | equel conpo

R
) o8

\/ 25

4. Parfim-Zusammensetzung, enthaltend den in Anspruch 1 beschriebenen a-(Alkylcyclohexyloxy)-8-
alkanol in Kombination mit den anderen Komponenten der Zusammensetzung.

Revendications
30 Revendications pour les Etats contractants sulvants : DE, FR, GB, IT

1. a-(Alkylcyclohexyloxy)-g-alcanol représenté par la formule (1) :

R? 0H .
35
RZ2 1 -3
A (1)
6 R
R3 RSR
R¢ .

dans laquselie :
'\_/, - au moins I'un des substituants R', R?, R3, R* et RS roprésente un groupe alkyle tertiaire, ayant 4-
45 8 atomes de carbone, ot les groupes R', R?, R3, R* et R® restant représentent des atomes
d'hydrogéne ou des groupes méthyle ; et
- RS, R? et R® représentent des atomes d'hydrogéne ou des groupes alkyle, identiques ou
diffiérents, ayant 1-6 atomes de carbones, avec la condition que R¢, R” et R® ne représentent pas
tous des atomes d'hydrogéne en m&me temps.
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- 5 (1) , >00 spX tn, "x0 H “‘I
oH -« @ tH g , | AT
H (63 FFQ 97299 B (7) ©
OH (8) O H 5<cG s >0 x 25 5
(Q 2. Composé seQ\"Ia revendication 1, lequeP&brripbbset : :01) H
OR 95 CBOH OH 50 3. Conposition de parfum
contenant |'a-(al kyl cycl ohexyl oxy)-o-al cafol |l decrit a la revendication 1,
en conbi na| son avec |es autres corﬁ:kosants dgy | a osi tigdin. 55 24 EP O
4672905 Bl w % LT GRS 1111 4,
Proc€de de preparation d’ “(a cycl ohexyl o] -al canol represente par
la formule (1): RV C]—I(9tR~~7 RV RsR 10
R dans laquelle Rl, R2, , R4, R5 R6, R7 {t RF, sont tgjy que dMinis a
| a revendi cation 1, 4aui re[p et apes*tonsi tamw - faire
reagir ¥n al kyl cycl ohexa mul e (2)
R (2) R'~-RR"
15 f ,ﬁ\/'\/\ 6\\\0\)\/\/
20 9 OH (8) . 0K
>(O)D\/K/ )(().\\\OW
w ® @ o oH
/(O/u\/v Xo/ﬂj/'\
30 .
D) OH 62 H
NN ’ Q«\\O\J\
. ; :

1
@ 0d- 9

oant e A

s0 3. Composition de parfum contenant I'a-(alkylcyclohexyloxy)-g-alcanol décrit & la revendication 1, en
combinaison avec les autres composants de la composition.
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25 2dans laquelle Rl, R2, R3, R4 et R5 ont | es manes significdf
cell es deftnies ci-dessus, avec uneg 3?65 puis - fai reairlHMHHW“H "I|I " ||I|
produit obtenu avec un 6poxyde de Ia orrm ?3) 30 e s
a R6<C7 (3 35 dans laquelle R6, R7 et R3 ont les
Menes si gni4i ealédd® pigtration ldluk 8- (g lcldone§loky)-sdRemlRpréSents Bas REulE@) :

preparation d' un a-(al kyl cycl ohexyl oxy) -8-al canol represent6 par |la fornule
(1): 40 R 1OHR3 RSR R 4 50 dans laquelle R, R2, R3, R4,

R5, R6, R7 et R3 sont tels que glefinisa OiHa revendl cation 1, qui conprend
Ies\) ap@s consi stant a: 53:25 88p1 I
i1y (ili] HENJ 1111 I M.S7*-fa|reg'&a3|run

al kyl phenol de la forrrul e (4) Y RB'R( 10 dans laquel l e R1, R2,

R3, R4 et R5 ont |es nenes ica%'s s que cell os defini es ci-dessus,

avec un dpoxyde de la for W, tHh~~~~~~ /< 8
(3) 15 7

(3)R R6 R7

dans laquelle R', R?, R®, R*, RS, R®, R7 et R® sont tels que définis & la revendication |,
qui comprend les étapes consistant 3 :

15 - faire réagir un alkylcyclohexanol de la formule (2) :
R 1
R 2 0 “
20 > (2)
3 RS
R R
oo

dans laquelle R', R2, R3, R* et R° ont les mémes significations que celles définies ci-dessus,
avec une base forte ; puis
- faire réagir le produit obtenu avec un époxyde de la formule (3) :

30
6. _R8

G (3)

'35 :
dans laquelle R®, R7 et R® ont les mémes significations que celles définies ci-dessus.

5. Procédé de préparation d'un a-(alkylcyclohexyloxy)-g-alcanol représenté par fa formule (1) :

40
" R!? CH
R? 0 RS -
.. ; (1)
o/ 6 R
* 3 S R :
R R
R 4
50 dans laquelle R', R2, R?, R*, R%, R%, R7 et R? sont tels que définis 2 la revendication 1,

qui comprend les étapes consistant 4 :
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dans |l aquel le R6, R7 et Rs ont |es nene significations quo ce

- dessus, . en prdsence 20 #%e gsc, pour obtenir Jiliml ﬁ“"“l@l”"l

a (alkylphenyloxy>) t al canol repré?%% ?éi‘ﬁ a formule (5)

j 25 G )57 4 30 dans |aquelle

11 a Bf ont resgﬁgﬁ%ﬁm‘g"pﬁ&a B Emukigni fl cations que cellos definies

ci -dessus; Pu's - rogener a- (alkylphenyloxy) , -al canol en presence

d' un catalyseur netallique 35 Revepdlcatlons pour |'Etat contractant

sulvant ES 1. Proc6dd de prepar |oqyg'un
Q??y;cyclohoxyloxy) *-alc ent4 par la forqﬁle (1): R ~OH 40

0 ) R 4 dans

| aquel l e: - au noins |'un des R rtoghts Bl, R2, R3, R4 et R5 represente

un groupe alkyle tertiaire, ayant g4 50 8 atones de carbone, et

|l es groupes RI, R2, R3, R4 et RS restants representent des atones

d' hydr ogene ou des groupes neth et - B5 R7,. et R re nt ent, des

atones d' hydr ogéas leayellgcR’, .p% °teﬁs les "Iéﬂ‘é?lP'P?fffé@"%ﬂ“edf# $égﬂ?ss°"d35)§5‘°ht

1-6 atones de cAYa5YREPOx¥dp '#fa W@ltlon que R, R7 et R no representent

a84

pas tous des atones d' hydrogbne en nene tenps, 55 qui conprend |es
et apes 1conS| stant & 26 EP O 467 ﬁo KR8 (3) 1
1111111%1 11111 1ii 11 - faire rdag al,kyl cycl ohexanol de la formule

(2): RL N 5 ROH (2 o R

dans laquelle RS, R7 et R® ont les m&me significations que celles définies ci-dessus, en présence
20 d'une base, pour obtenir un a-(alkylphényloxy)-g-alcanol représenté par la formule (5) :

. 1 OH
o R 8
__ R2 0 .
~ ® @ \‘[ﬁ<:7 ()
RrR3 <RS
ré

30
dans laquelle R' & R® ont respectivement les m8mes significations que celles définies ci-dessus ;
puis
- hydrogéner I'a-(alkylphényloxy)-8-alcanol en présence d'un catalyseur métallique.

35 Revendlcations pour I'Etat contractant sulvant: ES

1. Procédé de préparation d'un a-(alkylcyclohexyloxy)-g-alcanol représenté par la formule (1) :

R? 0H
“ < rS A
rR7 ( )
N\
45
dans laquelle :
- au moins I'un des substituants R', R2, R, R* et R° roprésente un groupe alkyle tertiaire, ayant 4-
50 8 atomes de carbone, et les groupes R', R2, R3, R* et R® restants représentent des atomes
d'hydrogéne ou des groupes méthyle ; et
- RS, R, ot R® représentent des atomes d'hydrogéne ou des groupes alkyle, identiques ou
différents, ayant 1-6 atomes de carbone, avec la condition que R®, R7 et R® ne représentent pas
tous des atomes d'hydrogéne en méme temps,
55 qui comprend les étapes consistant 2 :
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10 dans laquelle RI, R2, R3, R4 et R5 ont |les mnes si gue
celles d~finies ci-dessus, avec une puis - falreThﬂiﬂ .
produit obtenu avec un dpoxyde de Iﬁp?%@gb&) 15 0 "”"IH”"I,””"'
(3) R6'Z7 20 dans laquelle R6, R7, et R8 ont |es m~nes S|gn|f|cat|ons quo :
celles ddf|nles-qgmdagﬁuﬁmh&wd&%gﬁgﬁﬁkﬂ@wQBanrat|on d' un
a- (al kyl cycl ohexyl oxy) - P-al canol reprdsent6 par la formulo (1): ;~/ 25
R5R 4 35 dans laquelle Rl, R2, RS,
R4, Rbs 6, RR7 et R8 sont tels quo dfiBis A la revendication 1, qu
conQLendSIes 6t apes consi stant a: ' r~agir un al kyl ph~nol de la
formule (4): 40 CH 45
R4 dans laquelle Rl, R32, R3, R4 nt | es names S|gn|¥|cat|ons guo
cellos ddfinies ci- dessus avecfdn 6poxy8lé de la formulo (3): 50 ,0 ~L~N<R8
(3) R6 7 56 darg*l aquel l e R6, R7, et RB8 ont Ies menes
S|gn|f|cQt|ons quo ceIIos définies ci- dessus en pr~sence d une base, pour

obtenir un a- (aI i&xn bggg‘xé) FI" R*a Cﬂ%norrt les mcclag %%Fu?caﬁons que oelles g&#mes gl-cPessus.

Ri avec orte ; puis
- faire reaglr le produit obtenu avec un époxyde de la formule (3) :

15

0. _R®

dans laquelle R®, R, et R® ont les m&mes significations que celles définies ci-dessus.

20

2. Procédé de préparation d'un a-(alkylcyclohexyloxy)-g-alcanol représenté par la formule (1) :

1\ 2
R? OH
R 2 ﬁ Ra L.
2 (1)
30 - RG R
R? R
R4
35 dans laquelle R, R?, R®, R*, R5, R®, R et R8 sont tels que définis & la revendication 1,
qui comprend les étapes consistant & :
- faire réagir un alkylphénol de la formule (4) :
) R
R2 OH
O : (4)
. R RS
Y o r4
dans laquelle R', R?, R%, R* et R° ont les mémes significations que celles définies ci-dessus,
avec un époxyde de la formule (3) :
50
PV (3)
R6 rR7
55 dans laquelle R®, R7, et R® ont les mémes significations que celles définies ci-dessus en

présence d'une base, pour obtenir un a-(alkylphényloxy)-g-alcanol représenté par la formule (5) :



10 dans laquelle R1L a R8 ont respectivenent les m

—

nmes :

LS e vl o e L D
c

20 25 30 35 40 45 50 66 28 EP 0 467 290 Bl

"t"'L ml1l$S '- *- 3. Proc~d6 selon la revendication 1 ou 2, qul produit
un conpos6 des fornules (1) a (15! sui vant@¥: 2 (D) " CH
(2) ~ .
H O R ) 5) O 10 1.
20 ™ MR )~ OH (9)

25 30 00

H
CH .
0 V 40 415% ?on'g i on de
par f um’ont enanfianf "%“?'&Fk?ﬁf:?’&fl’??ﬁﬁm%}?s pEmes sigpifigatidns ays cle"aéd fipie Fdossus

pui
revendi cation - 1hy:?ogener I'a-(alkylphényloxy)-g-alcanol en présence d'un catalyseur métallique.
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conbi nai son avec |les autres conposants de | a conpositi on. 55lmmH“I““l““I‘l“l“‘
I * c L M S *

3. Procédé selon la revendication 1 ou 2, qui produit un composé des formules (1) & {15) suivantes :

. 1]}
2
(1) ' . U “ . \u
O s E _)’n ~A é-\\ ~AN
L
. . . oH
. o @ \I/
. (3 6’0 \/k/ \\\0 W
; 0H
. oH © . . ,
©) 6,0 AN é 0 NP g
16

(1) ot @ 0\)0\“/
. SN
- o O
: ' . OH
| ® Nl . o A
- )Q/ a XC]/ |
30 a2 0
v n\/oi 'O<~‘\"\/'\ :
S Y

oA ‘:_Er\\“\/[']i/
«, ¢ ,

| (15) .0\/?1/
- SR

s0 4. Composition de parfum contenant I'a-(alkylcyclohexyloxy)-g-alcanol décrit & la revendication 1, en
combinaison avec les autres composants de la composition.
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