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whertin Ris HoooH eri]. R Y. e@H;é}])[errl .

COCH:CH[err] COOCH err] ; rat|0|n_the ~
i somers of | i's. 6 5E0Caigus) 5 ¢ 59 d>C‘-‘N—?JQa (2 """ [drr] or  [err]
whereby T = CN or CHO e) E[Bnaw]ng(s)tpaquerr] to gpge -e-r-r] ’
Abstract  : paged .2\... to paged voi.... - Ref. 6510/256
clic com

The present invention is concerned with novel odorant
compasitions which are characterized by a content of cychc
5 compounds of the general formula

X,

7#\) |

wherein ... X... has one of the meanings
i0 a) >CO0 '
b) >CH-OR
wherein R is H, COCHgs, COCHgCH3. CO-CH(CHg)2,
CO-CH=CHgp, COOCHg3
whereby the cis/trans ratio in the isomers of | is

15 65-95:35-5;
c) >C=N-OH
N ~— |
~...C=CH .
o om
20 5 ~0—CH—CH,
or | | | .
g) N O_CH2—CH2 - o o 5-- ;
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- 2- Fromthis group of conmpounds the conpounds 1' wth the neanings
b), d), f) and g) are novel conpounds. The renai ni ng conpounds of fornula I
~are to some extent known, but their organol eptic properties have not been
descri bed or suggest ed. Accordi ngl y,2the invention is al so concerned

th the novel 1 r t tain
\(,:Morrpounds | or_1I' asﬂbgt tg@ 66 wgt Wﬁ%gstg%g@gbhv@% W\é’ﬁﬁ se of
t he conpounds BANINGEs gda}sa t%” are npyehePmpoUNds eihe zemaining
possi bl e i soneom bbndseofgfonmmhhﬁ érésmléamé)eﬁﬂeﬁt%&kﬁfgﬁﬁn difOmers, in

the case 1d) t bl.e bond in.th e |f ereoners.
The process ||?r§§ r%fﬁ:@rW?ﬁq% qu?vé‘l%l%e’ﬁ es¢ribed Ar suggested. the
novel 1' i% accordance with the invention is characterized by a)

catal ytically hydr e Ql usin e nj ckel a he
cat al zslt to %/heyal W&'ﬁ%ﬁ%p%@ﬁ%ﬂ §85§8%gmﬁc{) ‘é‘;‘? ethe ﬁcﬁ’@ '?1

t hus- obt ai nedﬂ?selﬂ'emarmfaszthcycmdmml’Hnobmpnsxtlbms wihtich vedgntaimgompounds |
3-tert. butyl J

The manuf act u?‘e“'o?‘{fi@ﬁﬁg'eﬁ?* , 268v8 SaRaiss ot WBIHST Bk use BLfB, i1 o
manner known m tI‘ﬁ@ § detase paraneters being the fol | ow ng:

Derivatives |’ b a) Hydrogenatlon of a phenol W th Raney-nickel in a

ran about 1 t o about

manner known eratur 0
170[err]C, prefera rmufa | also e%races e po sible mrslg%pgr £1g in the

Pressure rangease lb)atjoe) the tis/trandasommsrpein ahleycabeuld) the double bond

20 bar (Herr mers, iPthE"Ease 1) the diasterddtefdd!: & 9. CHerr]

Cerr]Herr]
15 The process in accordance with the invention for the
manufacture of the novel I' in accordance with the invention is
characterized by

a) catalytically hydrogenating 3-tert.butyl-phenol using Raney-
20 nickel as the catalyst to the alcohol Ib and optionally correspondingly
esterifying the thus-obtained 3-tert.butyl-cyclohexanol, or

b)  derivatizing 3-tert.butyl-cyclohexanone (la) to a compound |
with X = d), f) or g).
25
The manufacture of all of these derivatives proceeds without
exception in a manner known per se, with the suitable parameters
being the following:

30 ivati !
o) Hydrogenation of a phenol with Raney-nickel in a manner

known per se
Temperature range:  about 100 to about 170°C, preferably

35 about 1500C
Pressure range: about 10 to 50 bar, especially about
20 bar (H»2)

Solvent: optional, e.g. CH3COOH, C2H50H etc.
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-3- [err] Manufacture of the esters fromthe al cohols obtained according
to a) [err]1l) Heating the cyclic alcohol 1' with the correspondi ng

acid to be reflux tenperature of benzene, toluene, etc., conveniently on a
wat er separator; the presence of an acid caigﬂyst such as a n1nera| acid or

a0 %ate, T s BocedManytactie “of fof oSETaripoh - RkatilsnoBfAinad APcRIring

1' in the samatoqkyent as [err]1l) with in- pI ace of the acid an acid
derivative such as anhydride or halide in the presence of a base, an

organi c base such as a secondary or tertiary amne, e.g. pyridine,

pi peridine, etc. [31) [Meatingi thes cixclic alcohdthE withutthe t correspondingxi nes

Phus erg. U1 ndcHgEsLy Eﬂnﬁ”ﬁérﬁ%&gﬁﬁvﬁzb 8‘935 ot ioNiEng; Bk "Convéilently
conveni ently i enaguwaler rmmaratqm the pradencs of earhaaoid catatystasmbh ras Be
Bgfissgffvgfs ‘i, %rft;‘é'&:d" ol swéh.ﬁsaewagg Lﬂghgensweé‘ﬁﬁonc acid,

3-tert. butyl cy@rleRnrsHIPRANiG @9%0&&%t il& BerasfalY.or with acetonitrile
(b) (a) The catalyst is conveniently a weak base such as

So vent: - 16 T g2 P ARARGR. BT B e BifHlcl "B 16 Same roacyi on
tgrrpggz mg O!costef\?rgb?; ﬁg)amitﬂgdn place brhethegabmk an acid denva;we S\lllgh axst
ca;nr)i ed out | na{‘tﬁxdﬂa&éﬁéﬁ'&# Q’ é‘?go‘?{gsgaéé gf %hgéiénéh 8 rﬂ?% gugﬂ

hydr oxi de, e.ga kétondary or tetbaryvaniines €. gd)pa/r[dl‘nes piperidine, etc.

15 Derivatives lc

The manufacture of the oximes proceeds conveniently in an
entirely conventional manner starting from la, thus e.g. using a
hydroxylamine hydrohalide, e.g. the chloride, conveniently in aqueous
20 medium or in methanol, ethanol, etc. and in the presence of a base
such as pyridine, sodium hydroxide, Na2COags, etc.

Derivatives I' d)1 [T is CN]

25 Knoevenagel condensation of 3-tert.butylcyclohexanone with
cyanoacetic acid (a) or with acetonitrile (b)

(a) The catalyst is conveniently a weak base such as
NH4¢02CCHa3, pyridine, piperidine, triethylamine, etc.
30 - Solvent: e.g. methanol, benzene, toluene, etc.
Reaction temperature: preferably elevated, esp. the refiux
" temperature of the solvent.

(b) In this case the reaction is conveniently carried out in the
35 presence of a strong base, for example an alkali hydroxide, e.g. KOH or
NaOH.

QQLL\L&IM [T IS CHO] This Sheet Has Been Replaced




- 4- Jerr]) Treatment of 3-tert. butyl oxycycl ohexarlone with an
acetylide (e.g. Li, Na or K acetylide, etc.) in DWF, another polar sol vent
or also in amonia, etc. [err] Rearrangenment of the known acetylenic

al cohol le using catalysts based on silylvgnadates.

Trls(trlphenyls Iyl dat referred c The reaction is
conveniently cﬁ‘ ri eh'rﬁa ? Qg S‘éﬁF bBtYéﬂxwajeﬁﬁéﬂﬁonﬁolvﬂéBeaﬂr agatylide
etc. and conve 9nt|_|yN>é orekeaéé@ﬂdéerm@)aﬁhum Eﬂbtl@?aﬁaiaﬁ %lv@m érehlde
tenperatures o sal veeg hé derivatives f) are

accessi bl e by U@NMANE; €G¢ion of 3- tert butyl cycl ohexanone u5| ng

1, 4- but anedi ol or 1, 2- propanedl ol. The ketalization is carried out in a
manner kno p send Wi % IS acid
such as p-VgtnloI ELnesméq{omi aC| %ﬁg&énk%%{a@eﬁgé&%'*c géﬂqg'%r!uz te\jsg'?&

tol uene. The reatalysts ibasethvemi siftlvanadatées:d d'ms(mpbeayiaﬂguvae\matat is &
‘if‘dcﬁ' 'bg el {@fg\PPéd”ca?tSﬁ%ftat The reactnon”@ &Hv%duéﬁ{!goéaﬂﬁ?c? I‘?igﬁounds
distillation oBOl@NER syl &r bgn;ene toluenaaamgy eagauedm a%sonvealemhn at
ol factory propgldvatédémparairés 18 Rfp) kéer tatdfés of
sui tabl e as odoréﬁ/&t thaspgm a gsl n cgenbl ngtéigéf? \}\A?h étfﬁm)exmesﬁ\;g e?san%eﬂg
natural add sy$® nt@ odorants whi ch are nowadays avail able for the
creation of perfunme conpositions which can be used in all spheres of

I n d di f I
o syntheti c of 1o\ i PGRUPERGIVHS Doad G A/RasRGearinS iy, usiiel RnelEatE o

enbrace not onBiterehdty!gyelohexianoneut usingo Trédbln'ﬁw'fﬂd&o!/od)atﬂzépaopanedlol
difficulty VO"PH? i‘?et%?i%ﬂﬂﬁ”fss Qﬂﬁje& 'ﬁ*t Subs?ﬁarﬂ&l R%Wns p%?”s%am?r gace

representatives Tropreaveral classes
product s, 1§ucm&t§|¥ﬂ%ﬁi|yrm§@nuﬁﬁlﬂm5’e usingia simngta@pll sHChf 8 P-oi | s (such

as ber gamt OIt'oJuémePhanw hcudftafnd) in Wé?(ﬁsaé’éﬂ'\ Heb bhbeoP tblu dThe

pal marosa oi | %p oy , |l aven er 0

rose oil, Jasnﬁe@@ Toly) :syq:grp,\géglpg tggrneg out ‘at elevated t emperatures an
while using a water separator.

20 The purification of the compounds I' can be effected in a manner
known per se, e.g. by recrystallization, distillation or by
chromatography.

Having regard to their valuable olfactory properties with a very

25 broad spectrum, the compounds | are suitable as odorants, especially
in combination with the extensive range of natural and synthetic
odorants which are nowadays available for the creation of perfume
compositions which can be used in all spheres of application.
Examples of the numerous known odorant ingredient of natural or

30 synthetic origin, whereby the range of the natural raw substances can
embrace not only readily volatile but also moderately volatile and
difficulty volatile components and that of the synthetics can embrace
representatives from several classes of substance, are:

35 - Natural products, such as tree moss absolute, basil oil,
tropical fruit oils (such as bergamot oil, mandarin oil, etc.), mastix
absolute, myrtle oil, palmarosa oil, patchouli oil, petit grain oil,
wormwood oil, lavender oil, rose oil, jasmine 0il, ylang-ylang oil,
sandalwood oil,
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sandal wood ot |, -5- -
al cohol s, such as farnesol, geraniol, |inalool, nerol, H';?ﬁﬂeetmhh Replace

al cohol, rhodi nol, cinnam c al cohol, cis-3-hexenol, ment h 0
- aldehydes such as citral, [err]- hexylslﬂnanaldehyde
citronellal, Lilial[err] (p-tert.butyl-[err]-nethyl- dlhydr00|nna

nmet hyl nonyl acet al dehyde, phenyl acet al dehyde ani sal dehy vanillin -
ket ones, such -as alﬁgaﬂhﬂi@me syeh 3s ifaresol, [Q‘;Qﬁa}"l(?lor"méoof-sBﬁéqﬂdeﬁ’fhenyl'

(i sonet hyl - [ ergthyi Oamtm)ol eiokiimen ecinmerhicataioohgkr oizyBavexemnel, menthol, a-
esters, such as aII henoxyacetate benzyl salicylate, cinnanyl

pr opi onat e, cito Vﬂacetate decyl acetate, di met hyl benzyl car bi nyl
acetate, eghyl acetoacetate, ethyl acetylacetate, cis-3- hexenyl

vetiveryl acetare, HENALE. SPAs SBH oChRRTRIANFus RickiSe MygRFR-" ©
acet a'E g’ec:f ;Ctmtmnellalactdt@@ (sputﬂftémtybm-}’n etmseledmtdone;nnamal ehyde),
Lgregl] in perfur@?@y'nﬁwgggfﬂﬁ%ﬁeée fr)rg %a‘r?eetgr%HWB onegmﬁyﬁd?euge ”cg'
eugenol , anet hol . The odorant conpositions manufactured using
corrpounolS o espec@dgh_agoseumvasmn?héhenery»:oﬂdr@yw@nm essébkaldein

mar i ne, arrber i ke ‘direction,, are es f'asci natin virtue
of their ori gif mmm o""""C’n%)'t N@Tﬁ’eﬁgﬁeasn‘?ﬁi@?é&?s 9¢@nydas %‘9\@
formula I (or their mxtures) can be enployed in wde limts whlch in

conposi tions can extent, for exanpl fromabout 0.1 detergent o about
30 wei ght per cent (R818S80! i Y é’b %r}tp Qe”'yé pRYYRCeIRCe 3%‘

however, |im tmngawlueﬁopmm,tbﬁrmgf|@¢@[@@epejé¢y‘reaceaa\tal SO ach| eve
15 dimethylbenzyicarbinyl acetate, ethyl acetoacetate, ethyl
acetylacetate, cis-3-hexenyl isobutyrate, linalyl acetate, methyi
dihydrojasmonate, styrallyl acetate, vetiveryl acetate, benzyl
acetate, cis-3-hexenyl salicylate, geranyl acetate, etc.,

20 - lactones, such as y-undecalactone, §-decalactone,
pentadecan-15-olid,

- various components often used in perfumery, such as
indole, p-menthane-8-thioi-3-one, methyleugenol, eugenol, anethol.
25
The odorant compositions manufactured using compounds |,
especially those having a flowery, aldehydic, agrestic, marine,
amber-like, woody direction, are especially fascinating by virtue of
their originality.
30
In their use as odorants the compounds of formula | (or their
mixtures) can be employed in wide limits which in compositions can
extent, for example, from about 0.1 (detergents) to about 30 weight
percent (alcoholic solutions) without these values being, however,
35 limiting values, since the experienced perfumer can also achieve
effects with even lower concentrations or can synthesis novel
complexes with even higher dosages. The preferred concentrations
vary between about 0.5 and about 10 weight percent. The
compositions manufactured with the compounds | can be used for all



effects with even | ower concentrations or can synthesis novel conplexes
with even higher dosages. The preferred concentrations vary between about
0.5 and about 10 wei ght percent. The conpositions manuf actured with the
conpounds | can be used for all

-6
- kinds of perf 0Qds d u de toilette. . .
extracts, 1 ofi SAGE GicBRIUMEA FRLheErs ag?ﬂscﬁq%}@&% Sebiahs, <3y e foilatte,
%Ut h WaShefi ldaadmn‘tantletud)dst areams, shampans ceadps| walves, ftpnmdexs,_ etc.).

e conpounds r n ositions

and - as wll 88@5}3%&%% Hb%tk‘he a %gﬁgaf%@bﬁéagéb\%ﬁﬁ rfgﬁg of known
odorants or od@(mdltl&nel’&r é.baanObeetas)ed In the manufacture of such
conposi tiong the known odorants or odorant m xtures enumarat ed above can be

used in a manner kngown to the perfuner, as follows e.g. m W A. Poucher,
Perfumes, Cosnetics mogﬁa@@uadsﬂtﬁa@omqqsdmgmqum mam ma_ruﬁaﬁwre of
1974. B)co‘mﬂiésﬁ?io‘hfs aheli ¢ éé'ﬁﬁill' Bé é\/foﬁéﬁtofrhrrprtﬁéeébbeé bbmﬁwndﬁ

Por cosmeri cs- widb' Fange 3R ofdorfitsSr. PRorail ixfites. Caf &4 dissib *dRcthe
t |h|eu2|t : ; |t Les mnu‘.:fzolturea dfasubhaodmpositions th&hknbdwin @dman&arrpbds/rarrwta o
atio was. ot P RIS BRumerated A/ 3R 18 ok g%ﬁg Bhg® kgt 43/ the's
The same procep@riumeas asetoliowvsia.gr rfmm YhA. RBouckenoRerfumesr Cqsmeties and
7, 8) and the @d}?se?f;‘ éfie@ha’ghﬁ r?*)anband Hall, London, 1974.

0 g (2 nol) of

Exarrple 1 -tert. butyl pﬁeno are’placed in an
aut ocl ave. 30 g of Raney-nickel are added and the m xture i s now

hydr ogenat ed By virtue of their superior olfactory properties the compounds
15 of formula | are preferably used in luxury perfumery and in
compositions for cosmetics.

Preferred compounds are the acetate, the ketone and the
nitriles, see formula la, b and d.

20
The following Examples illustrate the invention.
In these following Examples the cis/trans ratio was determined
in each case by gas chromatography via the area ratio.
25
The same procedure was used to determine the double bond
isomers (Examples 7, 8) and the diastereomers (Example 9).
Example 1
30

300 g (2 mol) of 3-tert.butylphenol are placed in an autoclave.
30 g of Raney-nickel are added and the mixture is now hydrogenated
at 20 bar of hydrogen and 160°C for 4 3/4 hours while stirring. The
reaction mixture is left to cool to room temperature, diluted with a
35 small amout of ether, filtered over Celite and evaporated. In this
manner there are obtained 299.9 g (96%) of a mixture of trans-3-
tert.butylcyclohexanol (23%) and cis-3-tert.butylcyclohexanol! (77%).
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at 20 bar of hydrogen and 160[err]C for 4 3/4 hours while stirring. The

reaction mxture is left to cool to roomtenperature, diluted wwth a small
anout of ether, filtered over Celite and evaporated. In this manner there
are obtained 299.9 ¢ (96% of a mxture of- #rans-3- tert.butyl cycl ohexanol

(23% and cis- ﬁdb%rr W%ﬁ?@xéﬁﬂ'h% "thBss- h}é%. woo%h (_g):rarpppor -like, green-

-7- Odour of the mx ure: eart ke,

spicy. Spectr$PiC¥ata: a) trans-3-tert.Butyl cycl ohexanol H NWR
(ChCl[err], 200 MHz): 0.85, s, 9H, t-butyl; 4.14-4.215, broad nultiplet,
1H, - . M5, 138 123(16); 99(15); 83(25); 82(38); 81(40), 80(21);
67(33); 57(100?99'33%33693@55(25) 41(45): 29(23); b)

ci s-3-tert gButyl cycl ohexanol H-NI\/R (CDCl[err], 200 WMHz): 0.86, s, 9H,
t-butyl; 3.47-3,63,, broa rrult M5: 123(13); 99(22);
83(25) : 82(56)3)81(%@)”3 %t)r Ecﬁﬁlif’h%’%%%‘i 55(28): 41(50); 29(25).
Exanpl e 2 H-MMR x{QDEC lgf ZIJ(DBMHZ)Q @.857 smSBl)-l afbutyt; e4 11454131 5, ybradd xanol

(prepared acc . 46.24 g (0.77 nol) of acetic acid and
JrihRely IR TEHD: o - -

231 ng of p-tal di ssolved in 210 m of toluene, is
refl uxed on a M&:eil 38¢pHr éQBrﬁﬁhr 99(1\5)”83(25)3n821(3|8);rr8>1t(4|®)3 iBO(RAh&F (8B);h

wat er, t1r()act§7i(1\/ﬁd£0 gg?%) \5??%?1 wng nZ;r léﬁ]/(glrggs:ar bonat e sol ution and

vvater, dried and are obtained 142 g of
crude product. After distillation there are obtained 105 g (76% of

iz 1L, s e rpsiopshorag e 10% o
acet at e. %Wh@&&ﬁu?@ﬁ m%ﬁya&gﬁr S }ﬁet?& {31139«?} ybroé ghtly
multiplet, 1H, CH-OH;
15 MS: 123(13); 99(22); 83(25); 82(56); 81(33); 67(45); 57(100); 56(31),
55(28); 41(50); 29(25).

Example 2

20 A mixture of 109.39g (0.7 mol) of 3-tert.butylcyclohexanol
(prepared according to Example 1), 46.24 g (0.77 mol) of acetic acid
and 231 mg of p-toluenesulphonic acid, dissolved in 210 ml of

. toluene, is refluxed on a water separator for 6 hours. Then, the
mixture is washed with water, extracted with ether, washed with a

25 10% bicarbonate solution and water, dried and evaporated. In this
manner there are obtained 142 g of crude product. After distillation
there are obtained 105 g (76%) of olfactorily satisfactory product
which contains 19% trans-3-tert.butylcyclohexyl acetate and 78%
cis-3-tert.butylcyciohexyl acetate.

30 _
Odour of the mixture: woody, iris-like, fresh, flowery, slightly
camphor-like.

~ Spectral data:
35

a) trans-3-tert.Butylcyclohexyl acetate
H-NMR (CDCl3, 200 MHz): 0.84, s, 9H, t-butyl; 2.06, s, 3H, CH3-CO-0;
5.10-5.18, muitiplet CH-O-;
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canphor-1like. Spectral data: a) trans-3-tert.Butylcyclohexyl acetate
HNWR (CDCl[err], 200 MHz): 0.84, s, 9H, t-butyl; 2.06, s, 3H,
CHerr]-COO 5.10-5.18, nmultiplet CH O ;

-8- MB: 141(17); 123(16); 83(15); 82(49); -88(40); 67(42); 57(100); 43(39)

41(21); b) ci oh ac . (

0. 86, s, ﬁé\ztt‘gﬁ ¥é§( gmse)r’r?é@orbil%-%, g‘{?)b éa&?%ﬁHl pl et
CH O M5 142(@}(10198(553(39)23621,?1),117(4) 95(3); 83(31); 82(84); 81(25);
80(35); 67(59); 61(27); 57(100); 43(48); 41(21); 29(5).

Exanple 3 A 15. 63 g 1 nol) of 3-tert.butylcyclohexanol (prepared
according to I§<)an$)'45e'3il)ef @M)@CX@OI‘E%HI )aeetah i di ne are dissolved in 30

m of tolugne QudMH.( t&)@n#%@lquk) @fssprsopgmnvbuw oId3les AP acgﬂsdco -0;
dr opwi se. e tX bﬁ&@err stirred Tor 4 hodr

poured into w&%ﬁ g)%br @h shed with 2N hydrochl oric acid,
vvalte[] t10% Zocmg’n 42 bom65)$01z3(2m ami7ggt e85 ﬂflmi(mers | eS&ﬁ(BS)t g
sul phat e an y subjecte
to a first di g’@‘@%& n(sg-s-‘l'e%1c c;lu@?(‘l ot )al gp%l?gé(%ﬁ 2%1%3 orrat ogr aphed
(Ki esel gel 60 Merck, 0 04- 0.063 nm 150 g 2% ether in hexane) and thereupon
again dis Elled B.p.: 60[err]C 1 m bar. kd” ? Sy manner there are obtained

16.04 g (739 of a m xture of trans-3- terr Cyttycl ohexanol propionate
(21% and cis-3-tert. butyl cycl ohexanol prop| onate (78% . COdour of the

mxture: fruityy refegal sngods ansh " it 3-MAYUFIGcloReRahbR! (Bi¥Rred

according to Example 1), 8.7 g (0.11 mol} of pyridine are dissolved in
30 ml of toluene and 10.18 g (0.11 mol) of propionyl chloride are

15 added dropwise. The mixture is then heated to 50°C, stirred for
4 hours, poured into water, extracted with ether, washed with 2N
hydrochloric acid, water, 10% sodium bicarbonate solution and water,
dried over magnesium sulphate and evaporated. The crude product
(21.76 g) is initially subjected to a first distillation. The product

20 obtained (17.6 g) is chromatographed (Kieselgel 60 Merck, 0.04-
0.063 mm 150 g 2% ether in hexane) and thereupon again distilled.
B.p.: 60°C/1 m bar. In this manner there are obtained 16.04 g (75%)
of a mixture of trans-3-tert.butylcyclohexanol propionate (21%) and
cis-3-tert.butylcyclohexanol propionate (78%).

25

[‘

Odour of the mixture: fruity, resembling grapefruit, aldehydic.
Spectral data:

30 a) trans-3-tert.Butylcyclohexanol propionate
H-NMR (CDCl3, 200 MHz): 0.83, s, 9H, t-butyl; 5.12-5.19, multiplet
CH-0O-;
MS: 155(23); 138(5); 123(19); 95(3); 83(9); 82(42); 81(36); 80(29);
75(26); 67(27); 57(100); 41(11); 29(9); |
35
b) cis-3-tert.Butylcyclohexanol propionate
H-NMR (CDCls, 200 MHz): 0.86, s, 9H, t-butyl; 4.62-4.78, broad
mulitiplet CH-O
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a) trans-3-tert.Butylcycl ohexanol propionate H-NVR (CDCl[err], 200 MHz):
0.83, s, 9H, t-butyl; 5.12-5.19, multiplet CH-O; M 155(23);. 138(5);
123(19); 95(3); 83(9); 82(42); 81(36); 80(29); 75(26); 67(27), 57(100);
41(11); 29(9); Db) cis-3-tert. Butyl cycl ohekanol pr op| onate H NWR

(CDC' [err], 20@a&H#)38() 8613 3)9H 2318yt »83(1&)6232;%@; & 7@9 %'di(;zsaters (44);

CH O
123(16); 83( 1497 (421:5H7(18001A41(180¢ 299¢ 1475(44) 67(42): 57( 100); 41(16);
29(14). B) 3- tert But yl cycl ohexyl acrylate is al so pr epar ed anal ogously
to the rocedu nder A trea
tert. bultoyl cycl ef&?ﬂ&d’r@?“‘jexﬁ@%}@%oﬁ d@ %Ongqrtﬂﬂ?é'ﬁéj ignglpgously to
presence ofg pylthélg*;ced@dewiesémbsdﬁ , atgweerundenii) ybyttwatm B um  Spectral
-t.e

data: «cis/t rargsf CF@%&P@ w?iyé?%%ﬁ? g‘fﬁi cﬁ) thlg%?gt (i‘% 23

| R 1725, 1618'€
67(36); 57(100pre§5:(15@)of piriine. 27(13).

Exanpl e 4 A m xture of 15.63 g (0.1 nol) of 3-tert. butyl cycl ohexanol

(prepared according to Exanple 1) 70 g (0.11 nol) of isobutyric acid and
100 ng of p- tonﬂw'Suirpﬁbmgre&Gl.dFrU'dYss?,@maié.|FHUMDO m of toluene, is

refl uxed a water separator for 5 hours and 40 m nutes. The m xture is

t hen washed with water, extracted with ether, washed with saturated

bi carbonat e soRREQFFRlaf&tdat er, dried and evaporat ed. In this manner there
are obtained 22 g of crude product. Thi s product '

cis/trans 3-tert.Butylcyclohexyl acrylate mixture in the ratio 76/23

15 IR: 1725, 1618, 1630 cmr!
MS: 153(4); 138(4); 123(14); 82(58); 73(26); 67(36); 57(100); 55(52);
41(24); 27(13).

Example 4
20
A mixture of 15.63 g (0.1 mol) of 3-tert.butylcyclohexanol
(prepared according to Example 1), 9.70g (0.11 mol) of isobutyric
acid and 100 mg of p-toluenesulphonic acid, dissoived in 100 mi of
toluene, is refluxed on a water separator for 5 hours and 40 minutes.
25 The mixture is then washed with water, extiracted with ether, washed
with saturated bicarbonate solution and water, dried and evaporated.
In this manner there are obtained 22 g of crude product. This product
is chromatographed (Kieselgel 60 Merck 150 g,0.04-0.063- mm 180 g,
eluent 2% ether in hexane) and thereupon distilled. In this manner
30 there are obtained 13.2g (58%) of a mixture of trans-3-
tert.butylcyclohexanol isobutyrate (22%) and cis-3-
tert.butylcyclohexanol isobutyrate (77 %).

Odour of the mixture: fruity (apricot), woody, lactone-like, green,
35 aldehydic, flowery.

Spectral data: —_—
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I s chromat ographed (Kieselgel 60 Merck 150 g, 0.04-0.063. mm 180 g, el uent
2% et her in hexane) and thereupon distilled. In this manner there are
obtained 13.2 g (58% of a mxture of trans-3- tert.butyl cycl ohexanol
‘i sobutyrate (229% and cis-3- tert. butyl cyel dBexanol isobutyrate (77 9.

ad f th t ; ' ' ] |5 =like, :
ol gg[]ygi c. o \Qr“f?r%%gﬁ{tgfﬁ.gg{tg&%}c)lohw&%l RobUtgratde. 9reen
- 10 - a) trzl'h-sﬁ/’ﬂﬁ dGD B, 209 dMbekx 8B, $.s8butsudyl 1RV, Ghel.PePrd:,
200 MHz): 0.83, 33.944 t nfuttilet, U=tHz G e@gaénozsﬂs-%mplm -5t
J=7Hz, CH(CH . 5, 10-5.1 I : : ; 8 :
123(8): sg(sg)e ;rl\hle‘?b,gﬁé§&5)82‘($§§53i81ﬁ%)§l %t@;; 3?1@16’\@,2&%??(131;(2%%( 23);
56(7); 5(9)s5 4 . : ci t VB cl nol i sobut t
SRR (CDOfer 11 5b0 eyl o saC L B ey e R 0 e
2.60, multiplet, J=7Hz, CH(CH err])[err]; 4.60-4.76, broad multiplet CH QO
MS: 145(2); 13&()6); ciexR-teyt.Bedyks)clohakamol Szebeityrate 14); 80(22);
71(15); 69(7); ; 004 ' 7 . _ . _
Eamp e 5 HNIBRLICDOR:'200 Mz 086,079, sound: 1,16, 0, J77Hz: 2,98,
according to EXa09) énultiplet, Ww/lde, QHiGH3)ai $90r4ii7Be tzm@ddm@l&pﬁ@d Qo
m of tol " . f .
dr opwi se. 0S| [M]Ef Pt AR R ORI g Dbl R I
are observed. THATHxBHE)i SHEAo®A(3000] A3RE)WATE Bt i rring for 5 hours
and once nore one equivalent of pyridine (7.9 g) and one equival ent of
chloroformc acid (9.45 g) are added. Aft_ér 22! 1/52 hours the mxture is

treated with water, extracted with ether; ith 2N hydrochl oric acid,
wat er, saturated bicarbonate solution and water, dried over magnesium

o "L A GO ALK 80006 g Bl
distilled. In according to Example 1), 8.7 g (0.11 mol) of pyridine are dissolved in
30 ml of toluene and 10.4 g (0.11 mol) of methyl chloroformate are
added dropwise. A slight exothermic reaction and the formation of a
precipitate are observed. The mixture is heated to 50°C while
20 stirring for 5 hours and once more one equivalent of pyridine (7.9 g)
and one equivalent of chloroformic acid (9.45 g) are added. After 22
1/2 hours the mixture is treated with water, extracted with ether,
washed with 2N hydrochloric acid, water, saturated bicarbonate
solution and water, dried over magnesium sulphate and evaporated.
25 The crude product (15.84 g) is chromatographed (Kieselgel 60 Merck,
0.04-0.063 mm) 150 g eluent (2% ether in hexane) and distilled. In
this manner there are obtained 7.96 g (37%) of a mixture of trans-3-
tert.butylcyclohexyl methyl carbonate (9%) and cis-3-
tert.butylcyclohexyl methyl carbonate (81%).
30
Odour of the mixture: green, woody, flowery, fruity, spicy, earthy.

Spectral data:

35 a) trans-3-tert.Butylcyclohexyl methyl carbonate
H-NMR (CDCl3, 200 MHz): 0.84, s, 9H, t-Butyl; 3.78, s, CH3-O; 4.98-
5.07, multiplet CH-O-;
MS: 157(14); 138(3); 123(17); 83(21); 82(50); 81(42); 80(21); 77(47);
\K&

67(47); 57(100); 41(27);
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this manner there are obtained 7.96 g (37% of a m xture of trans-3- T
tert. butyl cycl ohexyl nethyl carbonate (9% and cis-3- tert. blliy$hesehobexil placed

nmet hyl carbonate (81% . Odour of the m xture: green, woody, ﬁ
fruity, spicy, earthy. Spectral data: a 1tr-ans-3- tert Butyl "m gmm’
met hyl carbonate H NVR ( CDCI [err] 200 MHz): 0. 84, s, t-Bu

CHerr]-O 4.98- 5.07, _multiplet CH-O IVB: 157(]14) 138(3) 123(17)

83(21): 82(50)B) 81(Q1§)3 tgot. @thlcb’F{'Q'?FXYb?ml)h ylsqarbonata1( 27) -

b) ~ cis-3-tery C@ezwdn WIHZ')WU wré?ogﬂ ec-tkhthRaWD@[ 10;29,946-

MHz): 0.86, s, 8 tyl” E@é [err] - 6 i pl ef

cHO Ms: 159(%E T pet GOy 83(27) 82(90): 81(24): 80( 13) 77(85);

EESZ(57|) gmocms 56&39(11)5) 5$B3ea) 4123@4) 83(27); 82(90); 81(24); 80(13); 77(85);
a e u nol are rogenat e In

therrgresence &7(§%8 o%é?%d%gﬁvn 55‘ 4)2 éﬁéggg 5% andy3 ggof anhydr ous

sodi um carbonate at 0.1 5-0.3 bar hydrogen over-pressure and 115[err]Cin
an autoclave for 21 hours. The m xture ﬁ%ﬁﬂgjéltered over Celite. The
Celite is washed with ether and the sol vaporated. In this manner
there are obtained 310.8 g of crude product, nanely 1.5%

trans-ter butyl cy C %
3-tert. bué yl cycl oh?xﬁ?r(lgg 81)3 OZ%(B tse%t Ibgrl%w %ynoﬁpaﬁg%atre%ugt ﬂ'(I:ean
be purified byreseprel gf.%@ ofheauaawnmﬂ@pﬁyg gharepal7 566 and 3 g of
3-tert. butyl C%W%ﬁé%o%duhnpca?éoﬁﬁfeerét] G.18-08Bak Hydregen |oWer—pressure

Tt ori Al (pur AT S45C Bt Sutorlake:fori XL hdugiva:The Gidure e dben, fitefed °
woody, pine-|iduer Celite. The Celite is washed with ether and the solutlon is
15 evaporated. In this manner there are obtained 310.8 g of crude
product, namely 1.5% trans-tert.butylcyclohexanol, 3.5% cis-
tert.butylcyclohexanol, 86% 3-tert.butylcyclohexanone and 7.6% 3-
tert.butylphenol. This product can be purified by distillation. There
are obtained 232 g (75%) of 3-tert.butylcyclohexanone, b.p. 75-76°C,
20 2 mbar (olfactorily acceptable, purity 94%) in addition to 11.3 g
" (3.6%) of slightly less pure material (purity 92%).

Odour: Camphor like, aromatic, green, earthy, woody, pine-like,
fruity, minty.

25
Spectral data:

3-tert.Butylcyclohexanone
H-NMR (CDCl3, 200 HHz): 0.90, s, tert.butyl;

30 MS: 154(186); 139(3); 99(14); 98(81); 97(24); 83(24); 70(18); 69(29);
57(100); 55(33); 41(54); 29(14).

xampl

35 8.42 g (0.15 mol) of KOH are added to 24.63 g of acetonitrile
and the mixture is heated to reflux temperature while stirring. A
solution of 15.43 g (0.1 mol) of 3-tert.butylcyciochexanone in 6,16 ¢
of acetonitrile is added dropwise. The mixture is heated at reflux for
2.5 hours while stirring, then poured into water, extracted with



fruity, minty. Spectral data: 3-tert.Butylcyclohexanone HHNVR (CDCl[err],
200 HHz): 0.90, s, tert.butyl; Ms: 154(16); 139(3); 99(14); 98(81); 97(24);
83(24); 70(18); 69(29); 57(100); 55(33); 41(54); 29(14).

Exanple 7 8.42 g (0.15 nol) of KOH argoadded to 24.63 g of
acetonitrile and, the m xture is heated, .o reflux fenperature LlLe
Stirring | A sordnet veashed it VBRI gtisd Svet TanGRBEIh cSdintits dAnde i »
?, 1629 OL acet @vdporateds Jieedrode pprocuct T(18.4ig)t is ehrentategeapledr ef | ux
or 2.5 hours s tir RAN e i r - act |

-12- ether, \Amége@etl héglaﬂﬁe%rtcﬁdp?g)gﬂg\%é mﬁhﬁ$§§’s§%ﬁ§ﬁ’e%§ﬁw 2% ether
evapor at ed. Thanchexang) anstdistilled. g)n itbis imanaeodheraare okiaisedy613%g
Mer ck, 0. 04g0. o,nyno AON: TMfct il € a :
distilled. Tn 1(';%%3" méﬁé&%gfé&%g o-gtﬂgi Eégdg%aégsgta‘ﬁe% ég crrsug’iej the ratio
product. This

48ntains 4 isomers in the ratio 9/40/ 9/ 40.
According to the NVR spectrumthe two nain isoners consist of E- and

Z-3-tert. butyl cycl ohexylideneacetonitrile d)12 apd 14 and the byproducts

consi st of (%-tgrt : H‘g‘l?%?rdt‘ﬂ&ﬁ%ﬁﬁ %M@ﬁpe BHOHI® O MR isomefs’ consist of

(3-tert. butyl - CE/-C|mxz%wbtlbutytm}cmhex'{lli@eméédeto@ﬂﬂ_ild) €52 aftdod)141 ande

m xture: spjcy,.lgu n, 1hy,.a r e ani s,

aronatic, Féat ﬁé& m%‘mﬂgﬁgctcrojfg’%gt gf %%@ﬁM@B@Q'EM)

m xture d)1 0. gx®tonitriler tamait {B-t&ri.budyl-dyeckphex-6-enyl)-acetonitrile d)11 and
d)13.

Odour of the mixture: spicy (cumin), green, earthy, aldehydic,
15 reminiscent of anis, aromatic, leather-like.

Spectral data:

H-NMR (CDCls, 200 MHz): mixture d)1
20 0.880, s, tert.butyl d)12 or d)14;
0.92, s, tert.butyl d)12 or d)14;
0.881, s, tert.butyl d)11 or d)i3;
0.882, s, tert.butyl d)11 or d)13;
5.03-5.07, multiplet, 1H, d)12 and d)14, C=CH-CN;
25 5.75-5.82, broad singlet d)11 and d)13, CH=C-CH2-CN;

MS d)11. .
177(6); 162(3); 121(16); 106(4); 94(56); 79(29); 57(100); 41(30);
32(12); 28(36);

30
MS d)t2: L :
177(17); 163(13); 162(85); 122(24); 121(83); 120(63); 106(18);
97(30); 96(12); 94(44); 93(48); 91(12); 81(21); 80(33); 79(29);
77(18); 57(100); 56(12); 55(47); 43(21); 41(75),

35
MS d)13:
177(6); 162(2); 121(17); 106(8); 93(7); 81(16); 80(13); 79(16); 69(9);
57(100); 41(28); 28(2);
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s, tert.butyl d)11 or d)13; 5.03-5.07, nmultiplet, 1H d)12 nRePlaced
C=CH CN, 5.75-5.82, broad singlet d)11 and d)13, CH=C CH[e

177(6); 162(3): 121(16): 106(4); 94(56): 7929 : 57(100):

28(36); M d)mé 8%17'{( 17); 163(13); 162(85) 122(24); 121(83); 120(63)

106(18): 97(3 > 44) : 93(48 81(21); 80(33): 79(29
77((18)? 57((100§ 2%1625%én7§1344§{,21 2(4 75& (3€¢(§ d%i@( '3)77(1@)6(1 %.2%2)

121(17); 106(897 3973)( 7962 164160 83)1 o7-96LY) OéG%(ﬁéo 7‘%
{ £8(15).

52(2(221,8); 134( 757(13)2 (89416} 298¢ 6190): 1 58(39);; 4348 iz I\% -37%9(15

94(18): 93g19): 84(10): 81(20); 80(15); 79(16); 77(10); 69(16); 57(100);
55(39); 43(16); 41(69); 39(15); 29(15)

Exanpl e 8 " Anmixture of 15.43 g (oExample 8
3-tert. butyl cycl ohexanone, 0.4 g of ammonium acetate and 50 m of toluene
is heated to reflux,t u r rat ok, 8 1)
of cyanoacetic aci dAaﬁTg&?U%t éfZﬁ#ﬁD&??@ﬂ Ei@? i @* aé?tﬁ}QSQt‘éﬁgégq\e%w
portions. Afted.428 obwmrsmunivef lagetatenEnditd0 enlt bé toivene dsi headed ety reflux
washed wi e t d h
bi car bonaﬁ@ “@Iteﬁrﬁ?%%tbr% S'nWa Hla%t‘eéepﬁ‘%%? t%ﬁ 7?2 thggqnﬁﬂﬂ?)roduct
(19.529) is diGyanoagetiq raqxdugn@ah&g (%n@n@ﬁ)eo@‘)ba@ﬁttrecanga(esm dedia)
consi sting maidty)ohorgnso AREP 23?’(&1 l@)‘%ﬁe rﬂ'i%?snﬁbfture is
0 0 0
compounds d) 12coao gdg)vlvgs Oel)dl%m 7 \Sa{ er, )é%utecf) w%lgther g’vé’shd W|th K2
saturated sodium bicarbonate solution, then with water and
15 evaporated. The crude product (19.52 g) is distilled. In this manner
there are obtained 10 g (56% yield) consisting mainly of the two
main isomers d)11 and d)13 and traces of compounds d)12 and d)14
(d)11:57.3%, d)12: 1%, d)13: 39.3%, d)14: 1.7%).

’ \\
0.92, s, tert.butyl d)12 or d)14: 0.881, s, tert.butyl d) fnks Eﬁ 0. 882,

20 Example 9

15.43 g (0.1 mol) of 3-tert.butylcyclohexanone, 8.37 g

(0.11 mol) of 1,2-propanediol and 100 mg of p-toluenesulphonic acid

are dissolved in 100 ml of toluene and refluxed on a water separator.
25 After 5 hours at reflux the mixture is cooled and washed with water,

extracted with ether. The organic phase is washed with a

bicarbonate solution and water. In this manner there are obtained

21.93 gof a crude product which consists mainly of three isomers

(isomer ratio about 2/1/1). The fourth possible isomer probably can
30 not be separated under the conditions of the gas chromatography.

Odour: fruity, green, woody, flowery, anis-like, aromatic, camphor-
like, tobacco-like.

35 Spectral data:
- 2-Methyl-7-tert.butyl-1,4-dioxaspiro[4,5]decane

H-NMR (mixture of the two isomers in the ratio 2/1; CDCl3, 200 MHz):
0.84, s, 9H, tert.butyl; 1.26, d, J=6Hz, 3H, CH3-CH-; 1.28, d, J=6Hz, 3H,



(0.11 nol) of 1,2-propanediol and 100 ng of p-tol uenesul

di ssolved in 100 mM of toluene and refluxed on a water r5
hours at reflux the mxture is cooled and- wﬂaéhed with water, extract Wit h
ether. The org s _gesde a a r

In this mnner%r%p’:’r?gb%ta ned%ﬂm?he asgadlgb?ggmc@%\?ma@ﬂ \c,f\g?]zldégg'
mai nl'y of threBliighehs IHsoner ratio about 2/ 1/1). The fourth possible

i sonmer probably can not be separated under the conditions of the gas

camphor- 11 ke MSghtcol BBk} a5 PR): obfdtha): ' PY8Ldn: Hhaib): Godf™ ' ©

2-Met hyl - 7-g er g7028);| 68(45Y GHL) | B3(3T)fdettfts)tH NVR (m xture of the two
i somers in the I‘gglg 2/1 9(leC err| 52|(00) VHz) : (2.84, s, 9H, tert. butyl;
1.26, d, J=6Hz, 3H, Cl-l[err]-CH-; 1 28 d, J=6Hz, 3H,

i ) i s et a1y o) oo e
- nul t 1

111(9); 100(4;35%17?%8 5(85515%11( (10): 55(35); 41(16); M f)2: 156(12);
155(100);: 114(8); 113(66); 111(9); 97(33); 79(2); 69(15); 55(33);: 41(20);
VB f)3: 15,5680M311f§ 5’9§g§ )11(1:? Jﬁ%( ?(?93?(3957(66233)5%%3) SB677d):

Evoonl s 1000 433110 22 5951 3a01801 \3R@or bR, ©. 91 g

(0.11 nol) of 1, 4-butanediol and 0 1 g of p-toluenesul phonic acid are

Example 10

Exanpl e 9 15.43 g (0.1 nol) of 3-tert.butyl cyc Jm Bed R37lacgd
| e

15 15.43 g (0.1 mol) of 3-tert.butylcyclohexanone, 9.91¢g
(0.11 mol) of 1,4-butanediol and 0.1 g of p-toluenesulphonic acid are
refluxed in 100 ml of toluene on a water separator. After 18 hours
the mixture is cooled, washed with water and extracted with ether.
The organic phase is washed with 10% bicarbonate solution, then

20 with water, dried over magnesium sulphate and evaporated. The
crude product (19.2 g) is chromatographed (Kieselgel Merck 60, 0.04-
0.063 mm 150 g, elution with 1% ether in hexane) and distilled (b.p.
108°C/1 mbar). In this manner there are obtained 8.11 g (36%) of 9-
tert.butyl-1,6-dioxaspiro[5,6]dodecane.

25
Odour: woody, flowery, aromatic, camphor-like, fruity, minty, earthy.

Spectral data:

30 H-NMR (CDCl3, 200 MHz): 0.86, s, 9H, tert.butyl; 3.58-3.78, broad
doublet, 4H, J=14Hz;
MS: 226(8); 170(23); 169(90); 139(35); 128(15); 127(79); 115(18);
98(22); 97(69); 73(12); 69(26); 57(24); 55(100); 43(19); 41(46);
28(24).
35
Example 11

2.2 g of triphenylsilanol, 0.16 g of stearic acid and 0.12 ml of
vanadium isopropylate are added to 8.11 g (45 mmol) of 3-



refluxed in 100 mM of toluene on a water separator. After 18 hours the

m xture is cool ed, washed with water and extracted with ether. The organic
phase is washed with 10% bi carbonate solution, then with.water, dried over
magnesi um sul phate and evaporated. The crudggptoduct (19.2 g) S

Gthr | n hoxantg i CathYBR-qYEIgnexasr broh dBlsmiane Mdurd) Hiskoived “in

there are obt aemenhl8oﬂkyj;et(|66&t)ldothé -mixture is heated to reflux temperature for

camphor 11 ke, AELRSGm B [b UERTRIES, E&%@*Pfdﬁi@“r 5 ik Rt BT ity

MHz) : 0.86, s, 50HNIt of t saturated 3sadiun 7 ;caa'bomteloabhamnAlextmc:Jtedzw:m

LS e ot g )k e 80 o

Exanpl e 11 g) g centaihenyl silanol, 0.16 g of stearic acid and 0.12

i 1§f-va?2‘3't”g"°”95’3?‘§“ﬁ§rﬁﬂ-p 1 S206aadohgal.  Heyelstioxems )"’Qﬁu?’e’ di Lol ved
in 80 m of x%e)ae atﬁﬁé#&ywﬁféﬁféﬁeh GSt%&YﬁiO'P%W%% et°éft 22 or 10

hours. It is tRed¥%elE- tar S-3rierf.butyidytlotiexylideneacetaldethydet if)230 orl dpe4,

vater - ariGh ahd %’éa‘é%biﬂa?eﬁ%ﬁ%P%ﬁ@@h&%&i@gf\%&% gﬁgﬂiﬂ&%ﬁé@e%% j2.

3-tert. but yI - 1Fractions dofy 32 1andyPBohse cobiained afted)distillations
3-tert.butyl-1lpacet Igg?yggeace?apﬁene d)21 or d)22, 21.4% E- or

Z-3-tert. butyl cycl offex 23 or)cg32 24. 2% E- or
Z-3-tert. butyl P8n & éﬁlgj@@e/a di@h 8% @24t ons D1, D2

and D3 are obt B'.;'S'.@.dA,BfSE"’/O%&S'TbW.' on: D1 1 g 42%d) 21, 27%d) 22
15 The product had apparently isomerized during the distillation:

Spectral data:

3-tert.Butyl-1-acetaldehyde-1-cyclohexene d)21 or d)22
20 3-tert.Butyl-1-acetaldehyde-6-cyclohexene d)21 or d)22

H-NMR (CDCl3, 200 MHz): mixture d)21 + d)22

0.87, 0.88, 9H, tert.butyl; 2.97-3.04, 2H, broad singlet, CH2-CO; 5.57-

5.65, 1H, broad singlet, CH=C; 9.59 (dd, J=3Hz, J=3Hz), 1H, OCH-; 9.61
25 (dd, J=3Hz, J=3Hz), 1H, OCH-;

MS d)21:
180(1); 124(48); 95(19); 93(10); 81(15); 80(49); 79(34); 67(11);
57(100); 41(35); 29(14)

30
MS d)22: |
180(1); 124(46); 95(19); 93(7); 81(16); 80(39); 79(23); 67(11);
57(100); 41(32); 39(10); 29(13). .

35 [E-3-tert.Butylcyclohexylideneacetaldehyde d)23 or d)24
Z-3-tert.Butylcyclohexylideneacetaldehyde d)23 or d)24
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D2/ D3: 4.34 g 28%d) 21, 37%d)22, 20%d)23, 8%d)24. B.p.:
48-52[err]/0.045 Torr. The product had apparently isonerized during the
distillation: Spectral data: 3-tert.Butyl -1-acet al dehyde-1-cycl ohexene
d)21 or d)22 3-tert.Butyl-1-acetal dehyde--64gycl ohexene d) 21 or d)22

H NVR (CDCl 3, ~ Pt .4 437, 0.88, 9H, tert.butyl;
2.97- 3.( 04, 2H, %'E'W)gprlﬁg@%t %% d}:g%%% d)%.d'GS, 1H, broad singlet, yCH:C;
9.59 (dd, J=3HD.90=3A9H, tert.tmty;; 33-842,( rbad diuhlet) =3+t3, 1H, 5844+ d, J=95

d)21: 180(1); 4 a9 (L. ; 81(15); 80(49); 79(34); 67(11);
5)7(100); 4(1(25); Zg?ﬁi))o' é'(l\%'%chla’gé '230(1);( 1)24(465; 295(19;; 293(7);( 8)1(16);

80(39); 79(23); 67(11); 57(100): 41(32): 39(10): 29(13).

E-3-tert. Butyl y_ﬂmﬁpigpggn%ngﬂgﬁ %‘?di')@g@r d) 24
Z-3-tert.Buu‘1§Iccoe | d&heacef al de e d or d)24

‘16 BN (D892 8, SHods W};d§-z433§§2 Brbadodoubled. 3.t thh 5Edyid, =S,
3.3-3.42, broagtidagbheios U391 BCH; 84, d, J=9, CH=C, 10.0, d, J=9Hz, OCH,
broad doubl ot, J=13, 1t 584, d, 1= CHG 10,04, § J=8, OO NE d)23:
180(0, 2); 165(MS d)23¢100): 105(8); 95(17); 81(16): 80(11): 79(15): 67(16):

57(33): 55(44) 1gbioley:: 185(3F) 1230180); 49st8); 95(17); 81(16); 80(11); 79(15):
67(16); 57(33); 55(14); 43(14); 41(28); 39(9); 29(13);

MS d)24:

180(34); 163(4); 137(7); 124(16); 123(65); 109(23); 96(17); 95(37);
15 93(13); 91(11); 81(32); 80(30); 79(27); 77(13); 67(27); 57(100);

55(35); 53(14); 43(25); 41(55); 39(18); 29(24).

Example 12
20 Qdorant compositions
In Examples a) to n) the respective component placed in the

first position and in brackets relates to the reaction product of the
corresponding working Example.

25
a) rf itable for flow
Parts by weight

(2) . 30.00
Benzyl acetate 150.00

30 Linalyl acetate 40.00
Phenylethyl alcohol 50.00
n-Decylaldehyde ' 4.00
Undecylenaldehyde - 5.00
Lauric aldehyde 5.00

35 Ciste absolute 1.00
Coumarin 70.00
Dipropylene glycol 261.00
Estragol (n-allylanisole) - 1.00

- This Sheet Has Been
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M5 d) 24: 180(34); 163(4); 137(7); 124(16); 123(65); 109(23); 96(17);
95(37); 93(13); 91(11); 81(32); 80(30); 79(27); 77(13); 67(27); 57(100);
55(35); 53(14); 43(25); 41(55); 39(18); 29(24). :

Exanpl e 12 Qdor ant corrp05|t|ons - 1¥n Exanples a) to n) the

Lo the reacti on promiyPARNINR CFRIBL I Re' Lorki ng Bl o, &) PO une

base suitable for &mnaniol cindeymegiate 60 (3,7-dimethyl-octa-

to 0o We'a%ﬂtzw acé?%'enon 150. 0o 1000
Li nal yl acetate Clove essence 40. 00 Pheny! .80
3'_ gghol Grdecy! ena|%‘é %ré (8,8-di-(1H-1RdBP-1-yl)- weDeﬁﬁthglﬁhygeoo
Lauric al dehyde octan 0') 5.00 Giste ab88i ute
1. 00 Counarin lonanthem 100% (a-ionone) 70. 00 Di @Yl ene
g yeol isoeugeno L0, g a0
10% DI P Isoraldein 70 (methylitmone) CGeraniol internedi at85.60
(13 (7)odI me%yld ove eklliRle 2 6-dienol) 15. 060-00
| ndol en (8, 8-di - (1H-imgl®ol1 -yl)-2, 6-di nethyl - octan-2-ol) 45.00
1.00 | onant hemdépp‘;@@rgr] - onone) 20. 00 %5 00
| soeugenol | soral dern 70
(methyl i onone) . Orange cryst. [1- (2ﬁ@m@ihanenyl)§t%aapne] 2.06
30. 00 Petitgrain ess. Paraguay 5.00
15 Styrax 15.00
a-Terpinol 30.00
Vetiver ess. Java 25.00
Ylang ylang ess. | ' 80.00
~ Total: 1000.00
20
In the above composition the compound | intensifies the woody and
iris notes and confers strength to the flowery compaosition.
b) li il -li
25 - _
P weigh
(2) 30.00
Ambrettolid 2.00
30 Ambroxan [3aR-(3aa,5aB,9aca,9bB)-dodecahydro-
3a,6,6a,9a-tetramethyl-naphtho[2,1-Blfuran] 2.00
Bergamot ess. 200.00
Cedryl methyl ether 80.00
Citric ess. 60.00
35 Citronellol extra 40.00
Civette absolute 1.00
Coumarin - 15.00
Cyclohexal . 70.00
Dipropyiene glycol ThlsSheetHasBeenRe 20.00
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Li nal ool 45. 00 Musk xyl ene
25. 00 Orange cryst. [1-(2-naphthanenyl)ethanone] 2. 00
Petitgrain ess. Paraguay 5.00 Styrax
-15.00 [err]-Ter pinol - 18 - 30. 00
ggtsl. ver ess. Java Hedion 3000 25. 00 Yl %Oyéémg
Total : 1000. 00 Isoraldein abOve conposition the conpound | intenSOE0R@s
the woody and iris d confers strength to the flowery conpogntp®n.
b) Mascul i ne eau g'%w?oﬂ?'gtte woody to amber-|ike type %0@
Parts by wei ght cedryl ketone 50.00
30. 00 rTbrett0'1'-“ cho li ess. 2. 000.00
Anbr oxan [ R—(3a[ err cf% err],9alerr],9b[err])-dodecahydro- 31%65
6a, 9a-tetranet hyl - be 1 - B] f ur an] 2.00 Ber ganot ess. 'V 0
200. 00 Cedryl mﬁ;ﬁ]mmet her ' 80 005,00
Citric ess. 60.0 . [ A0l
extra 40. 00 G vet ?remﬁbsol ut é%ﬁ 60
1.00 Coumarin 15. 00
Cycl ohexal 7 p
ol ycol 10 In this composition the, compound | @f%oody aht éﬁ&’jé Ol'il?e
200. 00 charagtes)y ©onders fmrmony, it accentuates the fresh aspectsandpthe impac
Lavandi n 60. 00 Met hyl
cedryl ketone '
100. 00 c)
Vanillin
15
(2) 40.00
Hexylcinnamaldehyde 350.00
Lauric aldehyde 10%/DIP 5.00
20 Aldehyde iso C11 (10%/DIP) (mixture of 10-
undecenal and cis,trans 9-undecenal) 5.00
Citronellol 60.00
Coumarin 35.00
B-Dihydro-ionone 10.00
25 Dipropylene glycol 40.00
Ebanol (3-methyl-5-(2,2,3- trlmethyl -3-cyclo-
pent-1-yl)-4-penten-2-ol) 1.00
Fixolid 100.00
Gardenol (methylphenylcarbinyl acetate) 7.00
30 Geraniol intermediate 60 60.00
Givescone 2.00
Heliotropin 20.00
Iso E super 25.00
Isoraldein 40 . 70.00
35 Lilial 100.00
Methyl cedryl ketone 40.00
Ylang ylang ess. 30.00
T Total: 1000.00
This Sheet Ha



Tot al : 1000. 00 In this conmposition the conpound | (of woody

and anber-1|ike character) confers harnony, it accentuates the fresh
aspect and the inpac c) Per fume base for shanpoos of a flowery,
al dehydi c type - 19 - Parts
by wei ght oo . .00
Hexyl ¢i nnamal dehydeln tq1?e) above composition the gg&w%und | binds thgaﬂwvg

al dehyde 10% Dgreen, aldehydic top notes withethe woodynotes amdicionders dbe
Cerr] (10% DI t ndecenal and cis,trans

9- undecenal ) ?éqﬁfﬂaﬂ %&f@% 19"the comp%?'tt'Pg'nel | ol

60. 00 Coumarin 35. 00
[err]-Di hydro-ionone 10. 00

Di propyl ene gl ycol 40. 00 Ebanol
(3-nethyl-5-(2, 2, 3- trlnethyl 3-cycl o- pent-1-yl)-4-penten-2-o0l)
1.00 leolld 100. 00

Gar denol (et hyl phenyl car bi nyl acet at e) 7.00 Ger ani o

i ntermedi ate 60 60. 00 G vescone

2.00 Hel i ot ropin 20. 00

| so E super : 25. 00 | soral dein
40 70. 00 Lilial

100. 00 Met hyl cedryl ketone 40. 00

Yl ang yang ‘ess. : 30 00 Total: 1000. 00

- 19 - In the above conposition the conpound I binds the flowery,

green, al dehydic top notes with the woodynotes and confers the required
vol une to the conposition

Sheet Has Been Replaced
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- 20 - d) Mul ti purpose base for agrestic perfune type, sea, chypre
Parts by wei ght 8

30. 00 thhylnonylaldehyde 10. 00
Al dehyde mandarl n (dodec 2-en-1-al) - 20 - 10.00 Arnoi se ess.
15. 00 5;2 - , h G
5 00 h ~ u = " , y v, , - -
pent anet hyl - 4H-| nden 4- one) 5. 00 Cl onal
(dodecanitrile) 30. 00 Coumar i %Is_hl_ﬂ.emm
5.00 Di propyl ene gl ycol 370:
Evernyl (2, 4-di hydroxy-3, 6-di net hyl - benzoic acid nethyl ester)
20. 00 g Fl orhydral (3-(3-isopropyl phenyl)-butanal) 10 00
Hedi on 55. 00 ];,?‘L:HBBOl
20% PG (8) 1.00 | sobut yl - qui noI [
(2 (2-met hyl propyl ) Methylnonyldidyde Mt hylj 2- nonynoat e 10.00
: 0se OXi tetraly
4~ met hyl - 2- ( 2- net hy?&?‘i }S?’ éﬁ%ﬁ? bR rfé’ 28569110, Benzy1C-00
salicylate Armoise ess. 170 00 Taget es ess.15.00
1.00 Thyme es . 5.00
Tr opi onal (terr] magﬁ]pﬁf 3(%enze(§la¥ b? dlgydm -2H- pf%panal )
100. 00 Undecabenaﬁéloxepm -3- one) 10. 0600
;"Ot a: . 1300 ?0 CfashrﬁtaﬁaﬁOWOZ"SdSG VUﬁékéﬁ?éréhﬁtl,@ %5” ; | eat Per l'ike
onality and in enS| | gmeﬁ\yrrogﬁ-m eerz‘a har e ej er f une og 0%)oap
Clonal (dodecanitrile) 30.00
15 Coumarin 5.00
Dipropylene glycol 370.00
Evernyl (2,4-dihydroxy-3,6-dimethyl-
benzoic acid methyl ester) 20.00
Florhydral (3-(3-isopropylphenyl}-butanal) 10.00
20 Hedion 55.00
Homofuronol 20%/PG 1.00
Isobutyl-quinoline (2-(2- methylpropyl)qumohne 2.00
Methy! 2-nonynoate 1.00
Rose oxide 10% in Carbitol (tetrahydro-
25 4-methyl-2-(2-methyl-1-propenyl)-2H-pyran) 10.00
Benzyl salicylate 170.00
Tagetes ess. 1.00
Thyme essence 5.00
Tropional (a-methyl-1,3-benzodioxole-5-
30 propanal) 100.00
| Undecatriene 10.00
Total: 1000.00

The compound | furnishes the typical leather-like tonality and
35 intensifies the modern sea character.

e) Perfume for soap

This Sheet Has Been Repl
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Parts by wei ght

- 21 - (7)

5.00 Benzyl acetate . 40. 00

Di net hyl benzyl car bi nol acetate . 10. 00 Phenyl et hyl

al cohol 120. 00 . 21 Hexyl ci nnamal dehyde

100. 00 Undecyl enal dehyde 3.00

But yl hydr oxyt ol uene 2.00 Citrus ess.

reconstitution (7) 70. 00 G tronell ol 5.00

80. 00 Counarin 20. 00

[ err]-Decal act one B.enzyl acetate . : 3.00 D h dronyrggnol

40. 00 Eugenol Dimethylbenzylcarbinol acetate 10.00 10.00

mxoltd s ... Phenylethyl alcohol 50. 00 gar denol20.00

| soral dein 70 Hexylcinnamaldehyde 80. 00 Lilial 100.00

- ﬁoi 00 a4l IIEI ?a| OIndecylenaldehyde 50. 00 5 30i 003.00 ! at
yl cedryl keton : enzyl s yl ate

147. 00 Yl ang yé&ﬁ)j”ﬁ’sd{.°xyt°'uene 30. 00 2.0

Tot al : 1000. 00 Citrus$hessonpeconstitutioerei ves an i npact and fre§lmees by

the presence of out by its strength, green rooty odo
woody andq etiver cﬁé%l P Mascul i ne eau de toilette, ?

woody. anber-|ike Coumarin

wei ght

15

20

25

30

35

PatZ.OSO%y

v-Decalactone : 3.00
Dihydromyrcenol 40.00
Eugenol 10.00
Fixolid _ 50.00
Gardenol _ 10.00
Hedion 50.00
Isoraldein 70 ~ - 80.00
Lilial 40.00
Linalol 30.00
Methyl cedryl ketone 60.00
Benzyl salicylate . ' 147.00
Ylang ylang ess. , : 30.00

Total: 1000.00

The composition receives an impact and freshness by the

presence of |, brought about by its strength, green rooty odour and
woody and vetiver character.

f)

in il -li
lype
Parts by weight
(5) | 30.00
Linalyl acetate 20.00
Bergamot ess. 100.00
Sandalwood essence 30.00
. This Sheet Has Been. Repl
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(5) 30. 00 Li nalyl acetate

20. 00 Ber ganot ess. ~100. 00 Sandal wood
essence : 30. 00 -
22 - Coumarin 29 . 3.00 Cyclal C
(3, 5-di net hyl -cycl ok:e -ene- 1- car boxal dehyde) :
1. 00 Cycl ohexaMQUME My dr oxy- 4- et hyl - pent yl ) cycl oRed3R 3- ene- 1
- car boxal dehyde) ﬂy(ﬂﬁl C (IS dimethyl-cyoldhex-3-ene-1-
200’ efyE ey Sl F L )
20. 00 | ndol e 18yaohexal (4-(4-hydroxy-4-methyl- 3.00
[err]-lono n lohex-3-en r d so E g
(1-(1.2.3 45,67, 8pe tyl)cyclohex-3-ene-1-ca P??‘%SPX?F)Z nap y)
et hanone) Dih ydro myrcenol 220. 00 | sobuty é &ol i ne
2.00 Met hyl  cegigtopspenee glyco! 100. 00 232.0¢t hyl
oct ynecar bonat e 8. 00 Pat choul i ess.
10. 00 Vani | | | nEMSFOYI P 3.00 300
Tot al : 1000. 00 Fixoligy the corrpound | the corrp05|t|on recie§008 all of
t he char act er of th}_{/%ogﬁ and anber-|i ke notes, the i rrpreSS| VEO ord is
due for the nost pa e strength and the vol une of 1. @Cq?fume for
soap Indole 10%/DIP Parts b WEI

. y
70(()I (r)rg ' c) B-lonone 10. 00 Bor nyl 569:09t at

Iso E super (1 (1 2,3,4,5,6,7,8- octahydro-
2,3,8,8-tetramethyl-2-naphthenyl)-

15 ethanone) 220.00
Isobutylquinoline 2.00
Methy! cedry! ketone : 100.00
Methy! octynecarbonate 8.00
Patchouli ess. 10.00
20 Vanillin 10% DIP 3.00
' Total: 1000.00

By the compound | the composition receives all of the character of tf
woody and amber-like notes, the impressive accord is due for the most pa
25 to the strength and the volume of |.

g) Perfume for soap

Parts by weight
30 ,
Oxime [I'c) 10.00
Bornyl acetat 70.00
Vetivenyl acetate _ 200.00
Bergamot ess. 100.00
35 Citrus ess. 100.00
Dihydromyrcenol 50.00
Dipropylene glycol 3 205.00
Ebanol 2.00
Eugenol This Sheet Has Been Replaced 10.00




Vetivenyl acetate 200. 00 Ber ganot ess.

100. 00 Ctrus ess. 100. 00

Di hydr onyr cenol 50. 00 Di propyl ene gl ycol
205. 00 Ebanol - 2% - 2.00 Eugenol
10. 00 - 23 - Ever nyl

3.00 Fi xol i d Evernyl 40.00 300

| soral dein 40 Fixolid 30. 00 Lavandi40.08s.

100. 00 Pepper | 10. 00 Romarin
ess. fg&talaéin 40 30. 00 Muscat el sage qu.OO

30. 00 Thyme ekavandin ess. 10. 00 100.00

Tot al : 00. 00 qupé?ﬁﬁnfo ound | is of pronounced aronatﬂgogharacter,
woody and canphor-1 ke, 1.t confers freshness and natural ness tQ e
conposition, it int ¥N&[BsE$he notes of the agrestic type. MO-O0perfune
base for soap, flowMuscatbHelagd @il woody type 30.00

Parts by wei ght ;#3 5.00
Vetivenyl acetate Jhyme ess. 30: 00 Decyl ad@:QQe

3. 00 Undecyl al dehyde Total: 4. 00 1000.0Quric

al dehyde 1 7.00 Coumarin

60. 00 %]propylene gl ycol 166. 00 I ri sant hem

(3- et hyl - 4- (2, 6, 6- Thie- compounst hyis-cf pyehourced-arophatic-aharaater, woody angd

170. 00
ket one

J AP rafsIS i ehrers freshness

intensifies the notes of the agrestic type.

and naturaffed¥ to the \eSkposition, it

15 h)  Perfume base for soap. flowery, aldehydic. woody type
Parts by weight
(1) . 5.00
20 Vetivenyl acetate 30.00
Decyl acetate 3.00
Undecy! aldehyde 4.00
Lauric aldehyde 7.00
Coumarin 60.00
25 Dipropylene glycol 166.00
Irisanthem (3-methyl-4-(2,6,6-tri-
methyl-2-cyclohexen-1-yl)-3-buten-
2-one) 170.00
Jasmine reconstitution 100.00
30 Musk ketone 70.00
Phixia (hydroxycitronellal) 200.00
Rose reconstitution 80.00
Vanillin 5.00
Ylang ylang ess. 100.00
35 Total: 1000.00

The compound | has a spicy green, camphor like note.

It confers

freshness to the composition and intensifies the woody and vetiver-like

character.

- This Sheet Has Been Replaced:
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Phi xi a (hydroxycitronellal)

'80. 00 Vani | l'in
yl ang ess.
Tot al : 1000. 00 The conpound |

vetiver-1like character.
Perfune base fo} soferfi

Parts by wei ght (6)

Bornyl acetate

200. 00 ~ Berganot ess.

ess. 100. 00
50. 00 ?) propyl?g§ gl ycol

1.00 Eugenol

3.00 | sor al dei Botpyl acetate

ess. . 00. 00
10. 00 Vusk ket Yfivenyl acetaté

ess. Bergamot ess. 30. 00
30. 00 hynme esg:

Tot al : 11 00. 00 %Itrus&?s\?l’rtue of

and mugwort charac DiBygsepuue@nclbrings the required strengt B0.H60we

freshness to the comﬁpé;gwgﬂe glycol 171.00
Ebanol | 1.00
Eugenol 10.00
15 Evernyl 3.00
Isoraldein 40 30.00
Lavandin ess. 100.00
Peppermint oil 10.00
Musk ketone 25.00
20 Romarin ess. 30.00
Muscatel sage ess. 30.00
Thyme ess. 30.00
Total: 1000.00
25 By virtue of its fresh, green note and its thuyon and mugwort charac
the compound | brings the required strength, power and freshness to the
composition.
k) Purf for sham i
30
Parts by weight
(9) 10.00
Cinnamaldehyde 350.00
35 Lauric aldehyde 10%/DIP 5.00
Aldehyde iso C11 (10%/DIP) (mixture of
10-undecanal and cis,trans 9-undecenal) 5.00
Citronellol —_— 60.00
Coumarin This Sheet Has Been 35.00

100. 00
has @4spicy green,
note. It confers freshness to the conposition and intensifies the wody and

)

N -

Rose reconstitution
5. 00 Yl ang

- 24 -

canphor |ike

30. 00

Vetivenyl acetate
1&hﬂﬂﬂ.&¥.ﬂ&ﬂﬂhﬁus

Di hydr onyr cenol

171. 00
10. 00

Ebanol
30.08er nyl

30. 00 400.00avandi n

Pepperm nt oi l

25. 00 200'00Rorrari n

Muscat el sage H3G.00

10. 00
its fresh, green note an.ldml)”tcéJ t huyon

r and



k) Purfume base for shanpoos. al dehydic type

Parts by wei ght (9) 10. 00
C nnanmal dehyde 350. 00 Lauric al dehyde
10% DI P - 5.00 A dehpde -i so C11 (10% DI P) (m xture
ggl 00 10- gﬂf};??ﬁ'ﬁ ﬁﬂy@ralcgﬂ&?& 9- undecenal ) 5. OgS. 00 qd_banel | ol
-25 - [err]- Dllgpi'oplydnmmeglycol 10. 72.00pr opyl ene
%l. %gm Fixolid Ebanol e Foanol 100. 00 1P denol
7.00 Ger ani ol Fixolid 60.00 100.881i otropin
38 00 kso E SUFGérdel?ol 0. 00 Li a 25. 00 7_0bsoral dein
100. 00 Met hyl  C@@Fgnidlet one 40.00 60.00v] ang
ylang ess. Hehotropm 30.00 ... 20.00
Tot al : 1000. 00 he conpound | has a woody, iris-like green
character, it thereH§® b?rﬁl’eoq he woody, iris-like nild al dehydiggpomery
not es of the conposilsopaldeimt 4@r it confers volune to the congsO0ion. 1)
Eg”grrﬁybagﬁg;or shq_rrqgﬁﬁ al dehydi c. cosnetic 100.002- 00
Hexyl ci nnanral dehdye Methyl cedryl ketone 350. 00 40.00
Ylang ylang ess. 30.00
Total: 1000.00
15 The compound | has a woody, iris-like and green character, it thereb
binds the woody, iris-like mild aldehydic flowery notes of the compositiol
further it confers volume to the composition.
1) h | !
20
Parts by weight
(4) 2.00
Hexylcinnamaidehdye 350.00
25 C12-aldehyde 10%/DIP 5.00
Aldehyde iso C11 (10%/DIP) (mixture of
10-undecenal and cis,trans 9-undecenal) 5.00
Citronellol extra 60.00
Coumarin 35.00
30 Dipropylene glycol 61.00
Ebanol 2.00
Fixolid 100.00
Gardenol : _ 7.00
Geraniol 60.00
35 Heliotropin 20.00
B-lonone 10.00
Iso E super 25.00
Isoraldein 40 70.00

- This Sheet Has Been Replaced
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( err]-al dehyde 100% DI P
(10% D P) (m xture of
Citronellol extra

5. 00 Al dehyde iso C11
and cis,trans 9-undecenal)
60. 00 - Coumarin

10- undecenal 5.00

35. 00 Di propyl ene gl ycol - 26 - 61. 00 Ebanol
2.00 Fi xol i d 100. 00 denol
7.00 CGer ani ol Methyl cedryl ketone 60. 00 40(@I | otropin
20. 00 [err]-1oidarg ylang ess. | 10.00 30.001s0 E
super 25. 00 I dein

70. 00 Lilial Sﬂﬁ%o 00 1800.00

- 26 - Met hyl cedryl ketone 40. 00 Yl ang
ylang ess. sition_rec UeQ0an overall and full haracter by the
Tot al : 15000. 00 The COWmHDO itio e éon rece?ves an overaf y

¢ iltge fEMItY, tLaqtpnferlgkeq xtqfeﬁ% notes.
al dehydi c

character by tREE$RRGRNeE IOﬁnFj- PQ@@’;%\S

woody notes. m Perfunme base for shanpoo.

Parts by wei ght 3 . 80. 00
Hexyl ci nnanal d8hydeBert f 1 ' C[err] - al dehyde
10% DI P 5.00 Al dehyde i so Cl1 (10% DI P) _
25080 OO[ te;(r)]ne'[): ﬁlydrm onone 6%0‘;U by we gﬁ(r): "
1: 00 Fi xolid 100. 00 Gar denol
7.00 (3) 80.00
Hexylcinnamaldehyde 350.00
C12-aldehyde 10%/DIP 5.00
15 Aldehyde iso C11 (10%/DIP) 5.00
Citronellol 60.00
Coumarin 35.00
B-Dihydroionone 10.00
Ebanol 1.00
20 Fixolid 100.00
Gardenol 7.00
Geraniol intermediate 60 60.00
Givescone 2.00
Heliotropin 20.00
25 Iso E super 25.00
Isoraldein 40 70.00
Lilial 100.00
Methyl cedryl ketone 40.00
Ylang ylang ess. 30.00
30 - Total: 1000.00

compound | contributes the required body and the required volume, namely

in this purfume, which is éspecially suitable for shampoos, the

the basis of its woody and fruity note.

35
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Ger ani ol

2.00
super
70..00

30. 00

i nternmedi ate 60 60. 00 G vescone

Hel i ot ropi n 20. 00 lso E
25. 00 | soral dein 40

Lilial - 27 - 100. 00 Met hyl
cedryl ketone n) 48: by :

otal:

) 0
purfunme, which is em&lly suitabl e for shanpoos, the corrpound I
contributes the required body and the required volunme, nanely the basis of

its woody and fruity note. - 270 - N)
Perfume base for soap: note: flowery, rem niscent of oral%q;'lgs-ﬁQ&JﬂLem-llt

woody. 5 Parts by wei ght
géé?oo LlnaIyK113etate >0 Bigz%g a%eééltlghenyl
et hyl al cohol Benzyl acetate 50.00 Ci ste abs. 150.00
%) g(r)opyl enecglugg:): "Linalyl acetate 300. 00 -7(I%sg(r)agol 0.00
1. 00 Et hyl vaniihenyl16iyd plcohol 5.00 90.0@%r ani ol
I nternmedi af @ 60 Ciste abs. 10. 00 Cl ove leaf oil 1.00
15. 00 | ndol enCoumarin - 1.00 70.00' onant hem
100% 20. 00 | soeugenol
10. 00 | sor al d®ipradpylene glycol 65. 00 300.00Lili al
30.00 Estragol 1.00
Ethylvanillin 10%/DIP : 5.00
15 Geraniol intermediate 60 10.00
Clove leaf oil 15.00
Indolen 1.00
lonanthem 100% 20.00
Isoeugenol ' 10.00
20 Isoraldein 70 65.00
Lilial 30.00
Linalool : 45.00
Musk xylene 25.00
Orange cryst. 2.00
25 Petitgrain ess. 5.00
Styrax 15.00
a-Terpineol 30.00
Vetiver ess. Java 25.00
Ylang ylang oil 80,00
30 Total: 1000.00

in this perfume composition the green and aldehydic note of |
contributes markedly to the impact; likewise | brings much green freshne
into the top note of the composition.
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25. 00 Orange cryst. 2.100
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: 00. 00 In this

perfune conposition the green and al dehydic note of | contributes nmarkedly
to the inpact; |ikew se | fr he, t e
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1. An odor ancompqund tefothe genaral Sormedaby a content of a conpound of
t he generalg formul a [err] ' wherein

. X... has one of the nmeanings a) [err} D) [err] wherein R
|sH COCH err], COCH err]CH err], CO herr])[err],
COCH=CH err], COOCH[err] wheleby jthe cis/trlans ratio in the
i somers of | is 65- 95: 35- §;
[err] whereby T =CN or CHO

wherein ...X... has one of the meanings
a) >C=0
10 b) >CHOR
wherein R is H, COCH3, COCH2CH3, CO-CH(CH3)2,

CO-CH=CHp, COOCH3
whereby the cis/trans ratio in the isomers of | is

65-95:35-5;
15 ¢) >C=N-OH

NeocH. — N _
d) ZC~CH=T or ~C=CH—=T , whereby T = CN or CHO
~c L=CH
&) ~““om
~AA0—CHy
I
no C\O—CH—CHa
20 or
—CH,—CH
0 \C’O 2—GHy

<" S0—CHy;—CH,

2. Compounds of the formula

~X.

7#\) :
25

wherein ...X... has one of the meanings

b) >CH-OR
wherein R is H, COCHgz, COCH2CH3, CO-CH(CH3)2, CO-CH=CHg,



f) [err] or [err] g) [err] : Compounds- of ~the for mnul-a—

[err] wherein ... X... has one of the rreanl ngs b)
is H COCHerr], COCH err]CHerr], COCH(CHerr])[err], mm"ﬁﬂﬂ“m

-29- COOCH err] ist whereby the C|s/trans @9 e inthe i

65- 95: 35-5, d) qu I]-l lspr [err] wher eby
T CN or CHO or g) .[err]. . The use of a _
conpound of thyvlnelrehy 4he cis/trans ratio in the isomees ,qf
. is 65-95:35-5,
N N~
9 JLCHAT o ~C=CH=T  \yhereby T = CN or CHO
/0""CH2
5 o \C\o-—cn—-cna
or
g) ~ /O CHz_an

- \O—CH2—0H2

3. The use of a compound of the formula

10
X,

-’

wherein ...X... has one of the meanings
a) >C0

15 b) >CH-OR
wherein R is H, COCH3, COCH2CH3, CO-CH(CHas)z,
CO-CH=CHp, COOCH3
whereby the cis/trans ratio in the isomers of I is
65-95:35-5;

20 c¢) >C=N-OH

()

NaL - N
d  gO-CH=T or ~C=CH=T  \whereby T = CN or CHO
o Com
f \C/O—CHz
<~ "~0—CH—CH,4
25 or

N0 ~CHy—CH,
- \O _CHz—CHz’

as an odorant.
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wherein ... X .. has one of the neanings a) >C—O
wherein Ris H COCH err], COCH err]CHerr], CO | I H]II Ill
COCH=CH err], COOCCH err] wher eby t he CIS/ he

i somers of | i s 65-95:35-5; c) >Gp\t [err]
][ )e”][e‘rjz] or 4 [ef Pro%%S%JOB&Bpamanul%Xcture o1 'RS &')_}%pour?ds of" "]
- 30 - 4. formular #cirs sadeordaneenwitl’ ataim e2 oichanactesizediys of formul a

" in accordance with claim2, characterized by a) hydr ogenati ng
3-tert. butyl -phenol catalyti cal |y using Raney- nickel as the catal yst and,
i f desired, coa)espbydrogenatinged-tenthputyhphened- estalytically using ‘Raney-

3-tert. buty ‘Cﬁﬁk%'l‘teﬁé‘;ﬂ'le )éataiy@t an?erfvééé#éd'g chric¥goritihyly Cdﬁb?#ﬁh@”@ﬁé

to a compound |
i rtobuty -cyclohexanol, or

thus-obtained” 3-t

b)  derivatizing 3-tert.butyl-cyclohexanone to a compound I' with X

= d), f) or g).
10 '
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