EP Q 531636 Bl Description BACKGROUND OF THE | NVENTI ON 5 Thi s

i nvention rel ates to phenyl -butyronitriles, methods of preparing same and
uses thereof In augnmenting, inpartiER)0&81€3@&8BNhci ng aromas in or to perfune
conpositions, perfuned articles and/or colognes. There has been

consi derabl e work perfornmed relating to substances which can be used to

i npart (mo®epsPtiaRgnent or enhance) fragrances to (or in) various

consunabl e mater:alsE !hgsg éuastances are 10 wused to dimnish the use of
natural ma ' may be in short supply and to provide nore
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conposi ti On&rheferﬁ rsssh aant.u&mesw@rp%ﬁ&&. Rfsting sglbstaneé chf Eaﬁ%a&ﬁﬁé impar?
The perf uMgnbiEP SauGhent of Einbritel fidtanted 1t5) Gor 4 vhnb@d EohSSinatla! riatorials. SfhescOftb@tines are
phenyl R gkddas afliish\iRd dise R RiMRal InkhtehiklE sBind efrwlﬁdhtmay’ﬂa%shoh RBopfyOdHE ) PrevidiAors
t he struct uﬁ.ﬁrmg.gp%sinsth(sm,;@u useful in perfumery in U S. Letters

Pat ent 4, 837, 1 3hgHlasting vstStafitive Jatinsit, ﬁeppé@B@apbﬁ:ﬂlréhH IBeighmbtaroniasli vitA velert, [pagpetytant as
a power f ul Bﬁrgaﬁeh,toﬁnbtué &g, highly @esllable Ghosevétalttgped o ptiDME icarflpdaitiond, wkrflimetbartidiscad

t opnot e. 3@olognes (elye pkey feagrahtes). Letters Patent 3, 325,369 discl oses the use
of ci nnamoni tThelperfur® wwesweiniirie-ctintainipg Herivatives whichrasatconiain phrenyd mvietiesi angwéllHeovar io ma
of per f une tregripadi Thusitw, cofpound Bavihg the3BRtul: scl oses
2,2-dinmethyl-1-nitrilo-3-(al kyl phenyl) substituted propanes and a process
of q#gnenting or enhancing the aroma of a consumable material wth a
quantity of such a conpound or nixtuge of gqonpounds. EP-A-0 076 493
disclose® a 2,2-di([err]- al kyl') - 3- phgnyl - pqopanoni trile, wherein the 35
total number of carbon atons ir f s a maxi num of 8, for
use as a fragrance or a conp une ¢ lons for cosnetic or
techni cal perfunery. O her ¢s containing gemdinethyl noieties

"al pha" fo the cyanide noie Qa4 di sclosed in Blunmenthal, et al, US.

Pat ent §,168,550 | ssued on FeDwlary 2, 1965. Nothing in the prior art

di scl oses the use in perfunery of the 2,2-dinethyl-4-phenyl valeronitrile

of our 40 g eeol B usetlih mﬁmr.@u &0 L GHRAT FilohD 1337135 PRAY lon DbHe, 9istinbloRst 8T ©
taught in §aRabd Wl it Hed algawbHl Krakh! Rty CAE0BY Rflacearfifahidd bY MHUSHus! Bi@en topnote.

2, 2- di mab hylndmpRe 8. 1%Adre PaBitt 3325 8800dischisss {hE\R&of BifnamBniGB0ANa tratehd useful in
prepared aaagrediing@r brihancing the aroma of perfume compositions.

EP-A-0 440 362 discloses 2,2-dimethyl-1-nitrilo-3-(alkyl phenyl) substituted propanes and a process of
augmenting or enhancing the aroma of a consumable material with a quantity of such a compound or
mixture of compounds. EP-A-Q 076 493 discloses a 2,2-di{C+-Cs-alkyl)-3-phenyl-propanonitrile, whersin the

35 total number of carbon atoms in the two alkyl groups is a maximum of 8, for use as a fragrance or a
component of perfume compositions for cosmetic or technical perfumery.
. Other nifriles containing gem-dimethyl moieties "alpha" to the cyanide moiety are disclosed in
Aot Blumenthal, et al, U.S. Patent 3,168,550 issued on February 2, 1985.
Nothing in the prior art discloses the use in perfumery of the 2 2-d|methyl-4-phenyl valeronitrile of our
40 invention.

Furthermore, preparation of phenyl butyronitriles are taught in the prior art to be rather complex and
costly. Thus, the 2,2-dimethyl-4-phenyl valeronitrile of our invention is shown to be prepared according to
the reaction:
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the reaction: 45 50 55 2 EP 0 531 636 Bl 10 15 20 using a chrom um
carbonyl “conpl ex by Senmnel hack, et al, J. Am Chem Soc., 1980, 102,

6584- 6586. 25 Not hing in t he pri EP 0531 686\Bicat es the conmerci al | y
useful process of our invention’'shown by the reaction: 30 35 taking place
in the presence of a sodium hydride or lithiumdilsopropyl am de catal yst
at tenperatures in 40 the range of fromabout [err] up to about [err].
Furthernore, considerabje difficulties have heretofore been encountered in

perfumed oils sq A2 N abl e |l opg-lasting, single phasejconmgrcially
feasi bl e Bl each i S '
eached or
d conS|stent 45

hed-article" aroma).

cl ot hi ng) has a/pl easant and stah,
(and not the usual "hypochlorite-Dbl
The probl gm ha Higﬁ)defined I n United Kingdom Pat £nt Specification No.
886, 084 publ i SkE anuary 3, 1962 wherein it i€ Ogg that a stable
"di spersion” of hypochlorite-resistant perfune in aqle s¢l uti ons of
hypochlorites was fornul ated. United Ki ngdom Patent Specifi¢ati on No.

886, 084 di scl oses the preparation of an aqueous "solution" ¢f a

hypochl orist e contai ning a hypochlorite resistant perfunme ang a surface
active quaterary amoni um 50 conpoung of the betaine type $oluble in the
hypochl orite solution. Such ammjpni onpounds have the gengric structure:

e o Ll

sterilized (e.g.
aroma on dryi ng

using a chromium carbonyl complex by Semmeihack, et al, J.Am.Chem.Soc., 1980, 102, 6584-6586.

25 Nothing in the prior art indicates the commercially useful process of our invention shown by the
reaction:
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taking place in the presence of a sodium hydride or lithium diisopropy! amide catalyst at temperatures in
40 the range of from about 90° G up to about 130°C.

Furthermore, considerable difficulties have heretofors been encountered in using compounded hy-
pochlorite bleach or sterilizing solutions with perfumed oils so that a stable long-lasting, single phase
commercially feasible bleach or sterilizing solution has been difficult to obtain, particularly wherein the
desired aroma of the article bleached or sterilized (e.g., clothing) has a pleasant and stable and consistent

45 aroma on drying {and not the usual "hypochlorite-bleached-article™ aroma). The problem has been defined
in United Kingdom Patent Specification No. 886,084 published on January 3, 1962 wherein it is stated that a
stable "dispersion” of hypochiorite-resistant perfume in aqueous solutions of hypochiorites was formulated.
United Kingdom Patent Specification No. 886,084 discloses the preparation of an aqueous "solution” of a
hypochlorite containing a hypochlorite resistant perfume and a surface active quaterary ammonium

50 compound of the betaine type soluble in the hypochlorite solution. Such ammonium compounds have the
generic structure:
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EP @ 531,636 Bl [err] 10 wherein each of [err] are alkyl. One of the
features of the per funmed, sot uti ons produced in accordance with said United
Ki ngdom Pat ent Specification No. 88EP 0831 638 Bhdi cated to be that the
solution exhibits foam ng properties. Another feature of United Ki ngdom
Pat ent Specification No. 886,084 is stated to be that the perfuned

sol utions covered by the patent are found to be clear and honbgeneous after
e| ght weeks of storage at roomtenp pat Uge. Nevert hel ess, betaines such as
"Anbiteric D' as are discussed 15 Rere||n are 00'[ SO broadly useful when
used in goncentrations of fromﬁ A)(based on total weight of

bl each or sterilizing solution) 0 hav Es lity to be used in
conjunction wth perfune oils mhlc sho 'd be "ncorporated into thickened,
hi gh vi scous hypochl orite bl eaches sterilizers having excellent surface

tension properties so that |ong-lasting stable soluble single phase
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di sagr e eab weighiof blgaghear isterilizing "spiytisnlcsl to thavecthe ahilivhia begised iy soriynclian| Wit perfume oils
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t he ¥ o g gf:ef"ﬁea'ﬁ?lgp‘gg' 'UP°°2§"‘P I‘? a‘ih‘s‘é F“’WH@% s?"ﬁ@ '&‘1‘"@9 I‘LF:P E?‘P%E?aséﬁrﬂaaﬁgz‘;@eﬁg h
such bl €c
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a |s sub ellmm TOMm aromas e en (‘%o w%u?:)h
| s

sterilizer

i ncl usi on ,

el st on o T maorr g i 9?& ol sia\l@le aarﬂwste ;g rcH 0 8 ancs of
limtedto 'rls: 3@09& &é& s i, (32 rﬁdﬂ.é m@a@cmbrﬂe AehdsioPN
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i NVEDL i ON il By ckoBbeR S0E asDstdiim! lehc biBnatd 1A BB thlnihd Bilidel EkRBioR bf SUdk

i nventi @ hedrétiéPeést dn® Betprgérittdddiionalibl the &mfie okitiedindtipiaf loKI@s denlatids aN6LP Mivéition is
Eur opean Claesiraliéihot Nty cavsd thérphahyd, butynittites \of dub invédriGrBio fihveliod ptapetylh bt aBy RGP 2h S
of Sout h Abkedlagizal sladpeint No. 67/ 4667 which corresponds to U S. Patent No.

3, 560, 389, bHAurdpban GheiizaldNewe, Valume 18,tJatuary 18t 1968.gets 4Rth a3§nopsis of' Futhefrivan Patenit y |
a det er gentNo. 67{4867 wilich zerrespagdio Ul atent Noc3.368,889 bul fherreference @lam stiles #topgad2at ed.

Per fum rig bl eAlitmalivplys @ datdrgent withs biagehing 9% badidriecidal properties can be formulated. Perfuming
bleaching solutions is now possible.”

. Neither the South African nor the United States Patents, however, indicate the advantages and
s usefulness of limiting the detergents either to (a) compounds having the generic structure:

AQr~O)

SO;~Mg*  SO3~Mg*

50 wherein at least one of R, and Rz represents Ci10-Ci2 straight chain or branched chain alkyl and when one
of Ry or Rz is C10-C12 branched or straight chain alkyl, the other of Ry or Rz is pH-adjusted hydrogen and
wherein M, and M; are the same or different and each represents alkyl metal which may be sodium, lithium
or potassium, or (b) to mixtures of compounds having the structure:
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Nei t.her the South African nor the United States Patents, however, indicate
t he advantages and usefulness of [imting the detergents either to (a)
conmpounds havi ng the generic struct uePo 530 638Biwherein at | east of of
[err] represents [err] straight ‘chain or branched chain al kyl and when one
of [err]branched or straight chain alkyl, the other of J[err] is
pH adj usted hydrogen and wherein ]are the @, or different and each
represents al kyl nmetal which ma odlun]
m xt ures of conpounds havi R, 531 636 Bl [err]
10 with at | east one am ne BXi O¢ ed accd fo the structure: [err]
of excludi®ng fromthe fornulati §n™§ dr otropy gf specifying the nature
of the perfune oil useful in the 2% perfuned bach or sterilizing
solution (wherein A and B are each atel y + aken toget her,
conpl ete a nmorpholino ring and mhe?éﬁﬁqﬁérr] i s
from11l up to 13 carbon atons). U S. Patent No. 3,876,551 in attenpting to
sol ve the f OgiR@PlskeordlaRiteRRUS dstiRdduRERdIny 16 thalkinRtufd: Ngl € phase aqueous al kal |
nmetal hypochlorite |iquid perfune bleach or sterilizing conposition
conpri sing an aqueous m xture of (1) an ax ne oxi de conposition consisting
essentially of at |east one morpholino antfor dimethyl 30 [err] straight
chain al kyl ) amine oxide in an amount gredter than 55% of said ani ne oxide
conposition, (2) at |east one alkali N bydgoxide, (3) at least one
al kali metal hypochlorite, and (4) aiggr.? me oil conpatible with the
ntxture capabl e of inparting a "woody" or ja "floral"™ or a "clean fresh" or
" ##rusy note to the bleach or steriligip,ng conposition; the m xture
haV|ng affHin the range of from12 to 13¥ and the mi xture excl udi ng
hydrotropes as well as all surfactants exé%pt the am ne oxide. U S. Patent
No. 35 3,876,551 al so attenpts to sol ve the fore90|ng problentby
di scl osing a,p
st eps of go

or nore nor H%Q o st 19 Bon some)

oxi de(s) wt 1 |n piifg b blvethd fdfe dlU%'?sé) bidirfgl¥! phase

adm Xing t heaqﬁéﬂu@ﬁlkéﬁ&héiﬁh?ﬁoﬁ: 16HIE uQ oridtheEblbath W Sihiianh &ﬂiﬁ@éﬁl&ﬁ comprising an aqueous
\/ mixture of (1) an amine oxide composition consisting essentially of at least one morpholino and/or dimethyl

30 (C11-C13 straight chain alkyl) amine oxide in an amount greater than 55% of said amine oxide composition,
(2) at least one alkali metal hydroxide, (3) at least one alkali metal hypochlorite, and (4) a perfume oil
compatible with the mixture capable of imparting a "woody" or a "floral” or a "clean fresh" or a "citrusy”
note to the bleach or sterilizing composition; the mixture having a pH in the range of from 12 to 13.5 and
the mixture excluding hydrotropes as well as afl surfactants except the amine oxide. U.S. Patent No.

35 3,876,551 also attempts to solve the foregoing problem by disclosing a process for producing the above-
named mixture comprising the steps of combining an amide oxide compaosition consisting essentially of one

S or more morpholino and/or dimethyl Cq1-C13 straight chain alkyl amine oxide(s) with the perfumed oil to
Ao form an amine oxide-perfume oil premix; admixing the amine oxide-perfumed oil premix with an aqueous
alkali metal hypochlorite solution, and combining an alkali metal hydroxide with the solution whereby the

40 final pH of the mixture is from 12 up to 13.5. In a further effort to solve the foregoing problem U.S. Patent
No. 3,876,551 also discloses adjustment of the pH of the aqueous metal hypochlorite solution initially to the
range of 12-13.5 and then combining the resulting aqueous hypochlorite solution with the aforementioned
premix. The resulting composition is indicated to cause products to which said composition is applied to
have eliminated therefrom the disagreeable characteristics "hypochlorite” aroma and instead to have a

45 "clean fresh" or "floral™ or "woody" or citrusy” aroma to be imparted to the treated products. In addition, it
is stated that the hands of the individual user after using and being in direct contact with the hypochlorite
composition will not have the disagreeable characteristics "hypochiorite” aroma but instead will have a
pleasant "clean frash™ or "floral” or "woody" or "citrusy" aroma.

The disadvantage of the system of U.S. Patent No. 3,876,551, however, concerns (a) the inability to use

s0 a thickener in the system whereby the resulting liquid has a viscosity of 5-25 centipoises at 20°-40°C and

(b) the relative chemical stability and substantive stability of the perfume oil and of the single liquid phase

system. Nothing in U.S. Patent No. 3,876,551 indicates such a high degree of stabilities of the perfume-

hypochlorite system as exists in the system of the present invention; wherein there is also included a

thickener. Indeed, the stabilities using the system of the instant invention are far greater even at levels as

s5 low as 3% hypochlorite and are also relatively stable (from a standpoint of chemical stability of perfume oil,

substantive stability of perfume oil and phase separation stability taken in combination with one another) at

levels of as high as 10% hypochlorite in aqueous solution. Thus, the instant system gives rise to
unexpected, unobvious and advantageous properties over the system taught in the prior art.
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al kali netal hypochlorite solution, and conbining an alkali nmetal hydroxide
with the solution whereby the 40 final pH of the mxture is from12 up to
13.5. In a further effort to sol ve Efh@5310638®1 Ng probl em U. S. Patent No.
3,876,551 al so discloses adjustrnent’ of the pH of the aqueous netal
hypochlorite solution initially to the range of 12-13.5 and then conbining
t he resul ti ngukpraeegoiing dtip oHoriag ingdyding thgrieaghing oft h@ Patept Nord #7695 (OB x .
The resul t exciBosrpimelidtydhe pampaiabiity ot & dhickeper inythe instaplAYEIPE. $ush @ sediims pgimitate,
conposi t i ofeqiEn % @pfagsiymypalrpitaie; potgssiurp é‘&a’?"ﬂ'é'?\!‘gm“?‘ﬁsﬂﬂﬂ"ﬁﬂ Jpjurg laurate,
characteri if’?‘?‘éi‘"‘_" X @ﬁISBTS')"?é’"“’,% ey ?)awgtgs'a 198Pg5aq, & 3 ligud) phape, Reyfumed
fresh" of MYROpY e syatpm. %Q’g"d ol st 'i"fefhﬁ'g s't:’ég PE™e MY RRPPEE o ¢ he
treated produ gombpirgation o1 e 'H',mu'l"{gr?ué’ SR CGTVRET t he hands of the
i ndi vi dual user after using and being in direct contact with the
hypochl orite conposition wl| ave the d) eabl e characteristics
“hypochlgrite" aroma but inst have nt "clean fresh" or
"floral"™ or "woody" or "ck& ' : Rge of the system of
U.S. Patent No. 3,876,551, ho , e inability to use 50 a
t hi ckener in the system whereb e/ resultin id has a viscosity of
5-25 centipoises at [err] and (b)jthe relativejchem cal stability and
substantisve stability of the perfS@E—M4¢+and oSOjTeW'hgl e liquid phase
system Nothing in U S. Patent No. 3,876,551 indicates such a high degree
of stabilities of the perfunme- hypochlorite systemas exists in the system
of the pr edwhatein FhvBnM. and Madie defingd, supen) with perfurhesendihmpdchieriieibleach ini gehasal.ds set forth
| nde¥d, t hin the Aiep Seer Seamraay. nlgpanere Refest Nen 2551478 dle pstNevemben 2 178 GRd apased
gr eat er 28y @vbliginspestias|og Jupe 1851975 Fhysa2n P30R B phestumndy inedS.dhfcompand) so
relatively stable (froma standpoint of chem cal stability of perfune oil,
substantive stability of p oi | and geheasg separation stability taken
in conmbination with one an as high as 10% hypochlorite
Y gs,Ha8e 10 unexpected,
\ systeémtaught in the prior
, in the prior art including
the .teaching of U S. Patent . 3,876,551 dtates either explicitly or
impRicitly the conpatability gh,aNd# ckenerg@g—Naetinstant system such as
sodium pgl mtate, sodium stearale, potassium palmtate, potassium
stearate, lithiumpalmtate, lithiumstearate, lithiumlaurate, potassium
| aur at e or isS@istiossd o Ligedih @onjinetior with #heSisfitrhadl IgPdchiots bREMES tle tiaimAof| the)KdodJoap
phase perf pated isashyipechl ori te system or perfunmed oil stabilizer enulsifier
syst em " pr em Gldimnsry arbreatio liquid) bleathing bempositidni aositiniagy ae ketivé ingredient.ceadiem hymualporite,
havi ng t3ne which gorbprises: onkQor more of simple perfumes or compounded perfumes selected from the group
consisting of anisole, benzophenone, benzylphenyl ether, bromelia, cedrenyl acetate, p-tertiary butyl-
o cyclchexanol, dimethylbenzylcarbinyl acetate, dihydroterpinyl acetate, diphenyl oxide, dimethylbenzylcar-
s binol, dimethylphenylcarbinol, dihydroterpineol, fenchyl acetats, fonchyl alcohol, p-methyldimethylbenzylcar-
binol, methylphenyicarbinyl acetaie, methyl-n-valerate, muskmoskene, muscarone, methylamyl ketone,
40 phenylsthyldimethylcarbinyl acetate, rose phenone, styrallyl propionate, tetra-hydromuguol, teira-
hydromuguyl! acetate, tetra-hydrolinalool, tetra-hydrolinalyl acetate, verool, velveton, verdox, coniferan and
yarayara, and a surface solution of sodium hypochlorite.
Furthermore, the use of such compounds as those having the structure:

in aqueoys solution. Thus
unobvi od® and advant ageou
art. 5 EP 0 531 636 Bl

50

SO3~Mg* SO3~Mg+

s6 (wherein Ry, Rz, M, and Mg have been previously defined) with hypochlorite bleaches is documented in the
brochure of Dow Chemical entitled "DOWFAX® Surfactants™ and is covered in the Dow Chemical Company
U.S. Patent No. 3,172,861 issued on March 9, 1965.



[erg] 15 (wherein [err] are defined, supra) with perfune and hypochlorite
bl each in general, is set forth in the Kao Soap Conpany, Japanese Patent

No. 25514/79 filed on Novenber. 2, 19EBO&BMG&DBMed for 20 public inspection
on June 19, 1975. Thus, on page 2, "at colum 4, line 15, the conpound: 25
[err] 30 is disclosed for use in COﬂ]UﬂCtIOﬂ mnth t he erfuned h pochlorlte
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ggﬁf& Xﬁ[ Aletial an aroma
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nmet hyl - n-val erat e, nmusknoskene, muscarond £ hyl anmyl ket one, 40

phenyl et hyl di met hyl car bi nyl acet at e, Enone, styrallyl propionate,
tetra- hydronuguol, tetra- tetra- hydrolinal ool ,
tetra-hydrolinalyl acetate, S verdox coni feran and
yarayar a, sand a surface soI of sodlun1hy htu e. Furthernore, the
use of such conpounds as t ing the strucC 45 [err] 55 (wherein
Ad) W th hypochlorlte bl eaches is
docynmented in the brochure of Dow Chemi cal entitled "DOWAX[ err]

Sur f &€t ant s" and is covered in the Ebm/ChenicaI Cowpany U S Pat ent No.
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i nvention for use as ) R _
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According to the present invention there is further provided a perfumed article comprising a perfumed
; article base and intimately admixed therewith an aroma augmenting, enhancing or imparting quantity of the
L compound having the structure:

40

60 -

According to the present invention there is further provided a perfumed polymer comprising a
microporous polymer and contained within the pores of the microporous polymer an aroma imparting,
augmenting or enhancing quantity of the compound having the structure:
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a stabl e, aroma inparting, augmenting or enhancing agent in hypochlorite
bl eaches. 5 According to the present invention, there is provided a
process for augnenting or enhanci nER®831636B1 of a consunabl e materi al
selected fromthe group consisting of perfune conpositions, perfuned
articles and perfunmed polynmers conprising the step of intimtely adm xi ng
with said consunabl e material an aronmasaugnghti ng or enhanci ng quantity of
t he conpound havi ng the structure: ording to the present
invention, there is further providg¢d a peyf une conposition conprising a

' @y th an aroma i nparting,

;K:gg=p ing the structure: 25
nvention thefNe Ts/i\\irt her provided a
¢rfuned article base and intimtely adm xed
enhancing or inparting quantity of the
conpoundghavi ng the structure: 40 50 According to the present invention
there is further provided a perfunmed pol yner conprising a m croporous
pol ymer and catdrdihgRChe\blekEnhinvditonifére % fothet BrovidedCl’ ehbahedoftaiiing YIgBdh cAMpESIIONTE
i nparting, comg®iBgit i Ng or enhanci ng quantity of the conpound having the
structure: 5f@)achlorinddledoh b&dd; 686 B1 5 10 According to the present invention
t her e i g5f ur thie¥maatyadmiled therewith the campound hadrigrthesruttireach conposition
conprising: (a) a chlorine bleach base; and

augnenti%g or enhancing q
30 35 According to the prég
perfumed article conprisi

L

20

C=p

25
*»

RN According to the present invention there is further provided a perfumed aqueous alkali metal hypochlo-
\J rite solution comprising as a sole ingredient the composition of matter selected from the group consisting of
30 (1) at least one substance defined according to the structure:

i SO;-Mg*  SO;~Mg*

40
wherein at least ons of Ry and Rz is C10-C12 straight chain or branched chain alkyl; when one of Ry or R;
is G10-C12 straight chain or branched chain alkyl and the other of R; or Rz is hydrogen; wherein M, and M,
are the same or different and each represents alkali metal selected from the group consisting of sodium,
potassium and lithium and (2) a mixture comprising a material having the structure:

Rz o Ry
60 ’

SO3~Mg*+ ~ SO3~Mg*

55



15 ; (b) intimately adm xed therewith the conpound having the structure: 20
25 According to the present-invention there is further provided a perfuned
aqueous al kali netal hypochlo- rite EBIOB31®A6BINpri sing as a sole

i ngredi ent the conposition of matter selected fromthe group consisting of
30 (1) at |east one substance defined accordi ng to the structure: [err] 40
wherei n at |34 ifimgpls adipixqdtharawits p substange having the YUCYPanched chain al kyl ; when
one of [err] is [err] straight chain or branched chain al kyl and the other
of [err] or [err] is hydrogen; wherein [errf and [err] are the sane or

di fferent sand each represents alkali netal $elected fromthe group

consi sting of sodium potassiumand |i tmj (2) a mxture conprising a
mat erial having the structure: 45 [err] 50 35 8 EP 0 531 636 Bl and
intimately adm xed therewith a substance haNf ng the structure: [err] 10
wherein [err] is straight chain alkyl; wher@n nore than 55% of the [err]
noi eti es gonsi st of straight chain al kyl having from 11 up to 13 carbon
atons and wherein "A" and "B" are each separately nmethyl up to 0.2% of one
or NnoDre conpetsrein ®s"Die fsiraight cizinl dkyl; whérein mpaCidnl 55Pd df@hesR"Uhéigies bansising sBaightichain
11 up to 14.dkybheling froman1apaoas3 carymrdiomsgand atigraie MAT argl "B aendaan sapargtely Leettiyl Ly to
of the conpa2l ohareionmoreltempxtible peérfume oilL 8ai@ Bypéehinriteckolatipnthevirigheephb ofeld amptto 14.0 and

i nvent i onys tdneranal iwpdriing dugmentingariepharicing quendityed the fcompapndehpding the steuciwreeny | 30
butyronitrile defined according to the structure:

20
25
L
(O According 1o the present invention, there is further provided a process for preparing a phenyl
30 butyronitrile defined according to the structure:
R ,
35 \
N\’

p [
=Y
wherein Ry and Rz are the same or different and each represents hydrogen or methyl comprising the step
45 of intimately admixing a compound having the structure:

50

55




35 [err] 40 wherein [err] are the sane or different and each represents
hydr ogen or nethyl cenprising the step 45 of intimtely adm xing a conpound
having the structure: 50 55 9 EFERDO 531163831 B1 wi th i sobutyronitrile
having the structure: 5 [err] 10 in the presence of a basic catalyst for a
period of tinme such that the conpound having the structure: 15 20 is
produced i Witthisspulyrogitrilehaying e strusrezhout 65% according to the reaction: 25 30

[err] 35 BRI EF DESCRI PTI ON OF THE DRAW NGS 40 - Figure 1 is the G.C
profile for the reaction product of, Exanple Ill containing the conpound
havi ng tshe structure: 45 50 55 10 /;—__-_-,-

70 in the presence of a basic catalyst for a period of time such that the compound having the structure:

R

15

(

. Ra/

is produced in a yield in excess of about 65% according to the reaction:
25

: R

35

= BRIEF DESCRIPTION OF THE DRAWINGS

40 Figure 1 is the GLC profile for the reaction product of Example lii containing the compound having the
structure:

50

10



EP Q0 531 636 Bl Figure 2 is the NVR spectrumfor the conmpound having the
structure: [err] 10 prepared according to Exanple Ill. 15 Fi gures 2A,
2B and 2C are detailed sections indi ERD&E31888BA, "B' and "C' on the NWR
spectrumof Figure 2. Figure 3 is the infra-red spectrumfor the conpound
having the structure: 20 25 30 prepared according to Exanple Ill. Figure 4
represents a chguagisyhesNMR spectaipyior e campaypddevingdbestyetis: used in f or mi ng
perfunmed pol ynmers which contain inbedded therein the 2,2-dinmethyl - 4-phenyl
val eronitrile of our invention. Figure 5 is a frpnt view of the apparatus
of Figure 4 looking in the direction of the\arrpws. 35 DETAILED DESCRI PTI ON
OF THE DRAW NGS Figure 1 is the GLC profi ‘ the crude reaction product
of Exanple Il1l. The peak indicated by r e nuneral 10 is the peak for
the starting material, isobutyrogayril@ AE?-SI ture: 40 45 The
peak indicated by reference nu =¥f\YYhe al pha- net hyl

p} structure: 50 55

styrene sjarting material havi
[err] EP 0 531 636 Bl The p®Q i cated by reference nuneral 14 is the
peak for the reaction product hawng the structure: 5 10 Referring to
Figures 4 and 5, there is provided a process for form ng scented pol yner
el enent s prepared according to Example Ill.

' 15 Figures 2A, 2B and 2C are detailed sections indicated by "A", "B" and "C" on the NMR spectrum of

Figure 2. :
Figure 3 is the infra-red spectrum for the compound having the structure:

20
25 ' c=N

30 prepared according to Example |Il.
Figure 4 represents a cut-away side elevation view of apparatus used in forming perfumed polymers
which contain imbedded therein the 2,2-dimethyl-4-phenyl valeronitrile of our invention.
Figure & is a front view of the apparatus of Figure 4 looking in the direction of the arrows.

35 DETAILED DESCRIPTION OF THE DRAWINGS

O Figure 1 is the GLC profile for the crude reaction product of Example M. The peak indicated by
St reference numeral 10 is the peak for the starting material, isobutyronitrile, having the structure:

- >..C‘:_—""N

The peak indicated by reference numeral 12 is the peak for the alpha-methyl styrene starting material
having the structure: '
50

55

1"



15 (wherein the polyner nmay be a thernoplastic polynmer such as | ow density
polyethyiene or pol ypropyl ene or copol yners of ethylene and vinyl acetate
or m xtures of polyners and .copol yrBRr 8531836 Bk copol yners of et hyl ene and
vinyl acetate and pol yethyl ene) such as pellets useful in the formation of
plastic particles useful in fabricating certain articles which may be
perfumed (APRReF BAIEFRALY rHiRPRcR HRS/RIIE ied fofgr the reagtiop, proghict 'lﬂ"é%t!‘ﬁé@é‘“m'rm s
process conprises heating the polyner or mxture of polymers to the nelting
point of said 20 polynmer or m xture of polyneys, e.g., [err] in the case
of | ow den5|ty pol yet hyl ene. The | ower nogt pgrtion of the container is

mai nt ai ned at a slightly | ower tenperjaturq affd the material in the
container is taken off at such Iocatlon foy/del i very through the conduit.
Thus, referring to Figures 4 gmd 5 NQul ar, the apparatus used in
producing such el enents comy @oE t he pol yner

contai ni;pg the perfune, e.g. @‘i et hyl ene or pdlye | ene- pol yvi nyl
acetate or mixtures of sane Q- ypropyl ene, which 25 conprises a vat or
cqntai ner 212 into which the pdyner taken alone or in“dmxture wth other
copol yners and the perfum ng substance which is at |east the

2, 2- di net hy| -Refepingrty |Figueb e adi 3, rthdre isoprodded & process ifayrforening soerites pahyorep atembite
per f unmegsi swhetsimdadpolyTiiee may he a itheemoplastic polymerdsutly asniow densityf paiuethgliene- ar ipgiprogyiede
228 and cl angseolymess pfashyleoe end vinyl adstatelns midurgsgs polymers pndraepoless such geopelymers e
lid or coveretiiege iapd vipyl a¢otate angpolvethyiene) sugihas pallets yeefil inheformptien of plastigypagicles
manner. A w4l iicating eeptpin adieles which may b perymad @nd. fittherowhich magyibe gxeesed t3 ehigsing ed
wi t 0 eI Bleachee. Thig pracpss °P'HP' ’PPawBPGePW' 'r’B‘?‘H" of PRYSY P "l?r’"‘ﬂ‘&‘ﬁtpf"ﬁ'l of 2&%

it ﬁeogglr yrre g%:%'er ng? f g}aln atbaeéﬁ y I%d%ﬁ %ﬂlyﬁqylﬁ? %-h £lln?{ is
tS teﬁi)gr at ur rFu 23 ﬁu“$ igg;ro uct suc ts?:ocr: a %\{ ?& r?&: i'} né?::;
; e iy ﬁrxm gp,ﬁé';

seconds., mblﬁerg

cont ai ner h¥V'p thg%sub %Pm ijs%t fe@é? dlm Wi-#ﬁi‘f&\ fronitrife nven

the case OhmerQdmPABI pbumes idIHc¥E TRY béhifher J Bisel Qﬁ nidERsP bt éuotfbhﬂfd 8 8nd clamped
cont-al ner glie icontdiRe b Gotd V265 B BfireP b7 RRbrbRGNE M oiScover 228 e S birdghfmbdnei04HaNs

t he\cont r Olotatadfé if QrsdRbleaRanhdtCA SlrbuRdiHgQyHderd2128 MBIt Hotiig Whilsewhith Zird Supplidt it N
the | owes pBétid QUnrstithibiyh caINéBR Wt a Aibadstatiol BonBol 216 BNapeaRl to Maintein @@ 1@hpdraturs | .
Thus, the ety mercomsinai2xd suck that thp PblymaTis tha dioredinet @ilit daemairoeited iimthi nidléh or diquid
heat ed fr oStethOt B Heaufoand adieatageviié @reniplog pplemérs atssuctoarpoperkione tizat the ais¢asityewill be
mat eri al  wini thérapgenef8i01160 sdyboldt sBeoddsEhehiyelator]218te opshatedGo walnindhe wpppd rortioh otithe

i nventi on pentainet @k2 yithinl cre thriperatutecrangsl of, f@eemamalpl 920-37BYRIt 11B- dase né rleve gienstiy
wei ght &f Pelyethvienq [The fhi pectian ef the cantainen 22 fia heateq by mieans ghkestingscoiisRial regyatethe
pol ymer . Af’l“é'ﬂh tha coniie} 420 penneglpd fprgfo thrguga@d@mepmtwe 222 i raFinieip the 1°ZV°' pastion of
m xtiure isthe tcP’Pt?“@ﬂ_gdf' thin aemperaiurs raRge of 230r2703C, 5- 15 i nut es a

mai ntAi ned wi éﬁb@P‘&‘EﬂJ?fémlyﬁ‘ﬁ é’gd?dnﬁ t gh qP *eg’ 12 hours,
heat i ng co"vlelr the :g‘??% 0}8'1%"’
224 and 4%2%:3' "Lm '°" 's ' atbo Pesup T'?lg
power for ﬁ gﬁf saas géﬁ § mitire lsSiRREBPL1RSHLs: fong
the mass t guo faWs b imﬁﬁh& .famﬁéue;n e oy s o
coil 212A. The controls 216 and 220 are connected through cables 224 ‘and 226 to a suitable supply of
45 eleciric current for supplying the power for heating purposes.

Thereafter, the valve "V" is opened permitting the mass to flow outwardly through conduit 232 having a
mutltiplicity of orifices 234 adjacent to the lower side thereof. The outer end of the conduit 232 is closed so
that the liquid polymer in intimate admixture with the 2,2-dimethyl-4-pheny! valeronitrile of our invention and
one or more other substances, will continuously drop through the orifices 234 downwardly from the conduit

50 232. During this time, the temperature of the polymer intimately admixed with the perfumery substance in
the container 212 is accurately controlled so that a temperature in a range of from about 240°-250°C, for
example, (in the case of low density polyethylene) will exist in the conduit 232. The regulation of the
temperature through the controls 216 and 220 is essential in order to insure the temperature balance to
provide for the continuous dripping or dropping of molten polymer intimately admixed with the perfume

65 substance which is all of or which contains the 2,2-dimethyl-4-phenyl valeronitrile of our invention, through
the orifices 234 at a rate which will insure the formation of droplets 236 which will fall downwardly onto a
moving conveyor belt 238 caused to run betwesn conveyor wheels 240 and 242 beneath the conduit 232.

12



mul tiplicity of orifices 234 adjacent to the | ower side thereof. The outer
end of the conduit 232 is closed so that the liquid polynmer in intimte
adm xture with the 2,2-di nethyl -4-ph&rys3t@a3eddnitrile of our invention and
one or nore other substances, w |l continuously drop through the orifices
234 downwardly fromthe conduit so 232. During this tine, the tenperature

of the pol yrrer “fhﬁ‘E ithpp drapl %fﬂ'eaﬂwﬂtehcqnmor Eﬂﬂér mspaYetp 244 avhich 'Pﬁ‘é" almost

cont ai ner 21"%lPh " 6% "’?;B'Fﬁ?f 9 gogve QJ' h ’@Eﬁ 250, which ig ?F"%Pt W%
f b t l U i su

will exist [w"rgé%;_cf 4080 Eoac ffgrfgefg 300 I & DB HEOED 0 g

the contrdl s*$%E R aﬁﬁ"ls egsential in order to insure the tenperature

bal ance to pf@’ﬁv@@nﬁ&ﬁ t he conti nuous dripping or dropping of nolten
pol ymer intimatety admi xed with the perfume 55 substance which is all of or

whi ch cont ai ns thdisresantinvehtih tphVides rElagsay for K@tﬁﬁ& BhdnyiiblifyroRitrite?'ds whiNAsSHE 4581 one
through the &rihdss pRshyiddthronitriied ih @ligneVhg O eMfahding! &t Srkipeting ARMaQ6 BRI daun®y composi-
dropl ets 236tioak)iperumét aticibstdnk c6lEyNEsNRY vilt: ¥,2-iftofyla-phenil Valbrdarle/ eyor bel t 238
caused tO run bjrd poess pPPRYIAG pRABuEToRitibs BRMPds3esREREeH fok PrRpSAG tidicompRRds
12 EP 0 Sakting®6 siittukéhen t he droplets 236 fall onto the conveyor 238,
they formpellets 244 which harden al nost instanteously and fall off the
end of the conveyor 238 into a container 250 which is advantageously filled
with water or sone other suitable coolinAliqyd to. insure the rapid
cooling of each of the pellets 244. The pa&ll gfs 244 are then collected from
the container 250 and utilized for tHe foryption of functional products, 5
e.g. vgar bage bags and the I QN The present invention *

AT
provi des f ocesses for prepé O\ pher £iles as well as the use
\ f trlles in au Mg or enhancing or

of one io of these phenyl b
q,, onposi - tions, perfuned articles and

inparting aronma to or in pe
col ognes, to wit: 2,2-dimethyl=4-phenyl valeronitrile. The process for
preparing,phenyl butyr onitriles enconpasses pr ocesses for pr eparl ng the

conpounds havi ng-t-he_s.t_r.uc.t.LLLes 2025 30 35 40

coT,

45 and

55

13



and 45 50 13 EP 0531 636 Bl each of which has a use in augnenting or
enhanci ng the aronma of perfunme conpositions, colognes and perfuned
articles, including but not |imtecER053t636Btd pol yners, cosnetic powders,
anionic, cationic, nonionic or zwitterionic detergents, fabric softener

conpositions, fabrlc softener artlcles I ncluding drier- added fabrlc
sof tener a P?‘ih(ﬂf é’g'c eﬁ'ﬁP‘F{'& 1B agipa t°f'| BG’H"S (9?'8?"3'8? ges and

Corrpany Of'r: onc or %%W Pzrfldp ’EF :’ R%
our invent ' fﬁmc f'%'ﬁ 2ney agg?s %&Lgﬁ ar QYW ' roctgrgéam 8 Coi:(:ﬁ dgmcmﬁatl

peppery, . gF fTul Vet v PEPPET
Ber ganot ° t op B‘”z%b(ié? E?E e vﬁlgﬁﬁfﬂé'oﬁ b@%entﬁ:? Is%g&% &mam%%gﬁg"{fr& bifhbfes

i ncl udi ng $Q pefitit! 48 'B6rga Nobp RBAdtes to
det er gent S rcbﬁpo% EQnedlahd e r@rﬁe@ﬁﬁglper%g rﬂﬁ&m@%ﬁéj héd! $n‘uﬁice<§tlon?e nonionic
The pr oces%r ﬂ\fltteﬁblfc dofRYJRRG, fbifc SeéRr ¥RSied dha ShbrQIdrivth ed'a&@ gytyronitrile having

the strugt ur ethe hrcdds biourinvdniichSivoRaredefionldf RotuBraARI IKESingl 86 sRlirsaCCcOr di ng t he
generic structure: 20 25 30

[err] (wherein [err] are the sane or different and each represents hydrogen
or nethyl) at a tenperature in the nge of 90-130 C in the presence of a
catal yst which may be either sodium vﬂb;gr I i sopropyl 35 am de having
the strueture: 40 45 50 55 14 '

\.—;* with at least one of the compounds defined according the generic structure:
20

O

30

{wherein R; and Rz are the same or different and each represenis hydrogen or methyl) at a temperature in
the range of 90-130°C in the presence of a catalyst which may be either sodium hydride or diisopropyl
35 amide having the structure:

50

55

14



EP Q 531 636 Bl according to the reaction: [err] 10 Preferably the reaction
takes place at atnospheric pressures. The nole ratio of reactants is
preferably 15 about 1:1 with an exceEB 0E31i636Bdt yronitrile (e.g., 50% nol ar
excess being preferred). The nole percentage of catalyst, e.g., sodium
hydride or lithiumdiisopropyl amde in the reaction may vary from about 5%
up to about ZEOUHiNg P#he4e35t% er red nol e percentage range of catal yst varying
between 6 and 10% The following table sets forth the reactants, reaction
products and yields for the process of our invention: 20 25 30 35 40 45 50

55 15 EP 0 531 636 Bl ﬁhBLE | Reaction Yi el React ant s
Pr oduct Product Conpounds havi ng ' oypound havi ng
t he structures: t he structure: 10 15

4 >—-C_N—> @ =N

10 RQ_ &'

Preferably the reaction takes place at atmospheric pressures. The mole ratio of reactants is preferably

15 about 1:1 with an excess of isobutyronitrile (e.g., 50% molar excess being preferred). The mole percentage

of catalyst, .g., sodium hydride or lithium diisopropyl amide in the reaction may vary from about 5% up to
about 20% with a preferred mole percentage range of catalyst varying between 6 and 10%.

The following table sets forth the reactants, reaction products and yields for the process of our

kﬁ : invention:

20

25

Q
30
35
o
40
45
50
55

15



and , 74% 20 25

prepared according to Exanpl-e I. Conpounds havi ng Conpound
havi ng the structures: EPDOI831886 B¢t ure: 30 35 and

65% 40 45 prepared according to Exanple Il. 50 55 16 EP 0 531 636 Bl
TABLE | Cont' d. Reaction Yield of 5 Reactants

Pr oduct Pr oduct fgyngaqnds haV|ng

Compound having the structures: the structure:

10 [err] anG-26—piepaet—aeoi-eHrg—2—rgoas
to Exanple ddadetafthough the dorrpound%lcg% iﬁgd accordi nd B elgg@ generic
structure: =——

Compounds having Compound having
the structures: the structure:

. © c=N

and 74%
20
] prepared according
2 to Example I.
. Compounds having " Compound having
K~) the structures: the structure:
30 .
- | /©/\ =
W and o 65%
40

>— C=N

. prepared according
to Example II.

50

55

16



30 40 wherein, [err] are the sane or different hydrogen or nethyl are al
useful in augmenting, ipparting or enhancing an aronma in or to perfune
conpositions, perfuned articles and ERPOEG3NS86 Bt he conmpound havi ng t he
structure: 45 50 55 has unexpected, unobvious and advant ageous properties
when conpared to the conmpounds of the prior art. 17 EP0531 636 Bl The
conpound havi %hg st§gﬁ£uge 10 has an intense vetivert, peppery,
grapefruit a arona, with vetivert, peppery and Berganot 15

t opnotes. On-a—sTare o T TO0 10, NE quéﬁiﬁéEIﬁHTﬂﬂ?’EEﬁﬁGﬁmm]ﬁévﬁﬁﬁ“rﬁ§“
structure, 2(keNethatsa rating of 10; thePtoduwstsity of the Rrggtngtd havi ng

t he strucfure 30 35 40 has a ratilng of "9" and the skin spbstantivity of
the conpound GRRPOUGASHBARIRGICT ur e:| 45 50CPBROYAG RAveg9of Ito On t he ot her
hand, the cl dhesBtTYREBERBE of the Jpri or 5P, SYIREEUEFPound having the 55
structure: 18

10

" N
88%
) and
T »ce=N
prepared acording
25 to Example III.
O Although the compounds defined according to the-generic structure:
30
35
ot
40
wherein, Ry and Rz are the same 6'r different hydrogen or methyl are all useful in augmenting, imparting or
enhancing an aroma in or to perfume compositions, perfumed artlcles and colognes, the compound having
the structure:
45

50

55

has unexpected, unobvious and advantageous properties when compared to the compounds of the prior art.

17



EP 0 531,636 Bl [err] 10 prepared according to the process of Torihara, et
al, US. Letters Patent 4,837,351 issued on June 6, 1989 has been found to
have a vetivert and grapefruit arorgEP ®631638BY netallic, dirty feeling
vetivert and grapefruit topnotes. On a scale of 1 to 10 it has a quality of
"2". On a scale of 1 to 10, it has an intensity of "6" and on a scal e of
1-10, it has e swpaouad hewpgte slpEkse: of "g" . 15 The 2, 2-di net hyl - 4- phenyl
val eronitrile of our invention and one or nore auxiliary perfune
i.ngredients, including, for exanple, hydrgcarbgns, alcohols, ketones,

al dehydes, nitriles (other than the nitril\e off our invention), esters,

| act ones, ethers, hydrocarbons, synthg¢tic &sgential oils and natural
essential oils may be adm xed so that bi ned odors of the individual
conponent s produce a pl easant a2 _dge d Y ce_pajticularly and
preferably in the "pine fragf area. Such ng onposi tions usually
20 contgin (a) the main not g fe "bouquet"” or fourldati on stone of the
conposition; (b) nodifiers ound of f and acconpany the nmain note; (c)
fixatives which include odorous¥substances which | end a particular note to
the perfune throughout all stages of evaporation and substances which
retard evapay at intonse @ihebri( phppérp poradstagt suldi Bergambiearorsa) adith wetiveny fdeppdry angl, Bérgae®h
smel | i ngs midpeotésaDs a sdale op & tof 19nthe qualitp ottha ¢cappeynd ihavingdhet dtracturerdi vi dual
conponents which contribute to their particular ol factory 25
characteristics, however, the overall sensory gffect of the perfune
conposjtion will be at |east the sumtota he effects of each of the

i ngre€di ents. Thus, the 2, 2-di net hyl -44phenyl faleronitrile of our invention
can be #8ed to alter, nodify or enhange th&/aronma characteristics of a
perfume conposition, for exanple i %g_0or noderating the olfactory
reaction contributed by anot in t6§£E§ sition. The anopunt
of 2, 2-di nmet hyl - 4- phenyl val ¢ il e of our inventid®&n which will be
effectivg in perfune 30 co S ANS  as well as in perfuned articles and
col ognes depends upon many fact™fs, including the other ingredients, their
anounts and the effects which are desired. It has been found that perfune
COW@I ti ORgs Lvaihgdt 10; N8 infshsilyof fhb %n%%u@-rﬂﬁr?iﬁ; sthubtreZ, 2- di met hyl - 4- phenyl

val nitrile of our invention can be used to inpart vetivert, peppery,
grapefrubt and Berganot aromas, with vetivert, peppery and Berganot
topnotes to soaps, cosnetics, detergents (i ding anionic, cationic,
nonionic or zwitterionic solid or liqyid detefgents) or other 35 products.

wi | | depend upon consi derati ons,of cgl Ire of the end product, the

9 J(Eaﬁg'c | ar fragrance
sought. The 2,2-dinethyl-4-p aleronitrile f‘ﬁnvfinvention i s useful

(takggfalone or together wt

40 .
has a rating of "9" and the skin substantivity of the compound having the structure:

c=N

50

has a rating of "10". On the other hand, the "closest" compound of the prior art, the compound having the
§6 structure: )

18



ingredients in perfume conpositions), in detergents and soaps, space
odorants and deodorants, perfunmes, 40 colognes, toilet water, bath
preparations such as |acquers, brill ER®S31&86 Blonades and shanpoos;
cosnetic preparations such as creans, deodorants, hand | otions and sun
screens; powders, such as talcs, dusting powders, face powders and the
like. As little as 0.7% of the 2,2-dinethyl-4-phenyl valeronitrile of our
invention will suffice to inpart an intpense apd substantive vetivert,
peppery, grapefruit and Ber ganot aroma W|th et|vert peppery and 45
Ber ganot topnotes to pine perfupe y, no nore than 5%
of the 2, J- di met hyl - 4- phenyl tr| I e of our I on based on the
ultimate end product is requir be used "as is" in the perfune
conposition. Furthernore, as | £ras 0.25% of the 2,2 di met hyl - 4- phenyl
val eronitrile of our invention wY¥l suffice to inpart such aroma to
perfunmed g ticles per se, whether in the presence of other perfune
mat eri al s or pr§faredwoeidirgto terbckas of Taiirh, ot ANUS, Lettbre PataM IB3T0E51 is36eddn Jules, 1989
2, 2-di met hy| haé-Hebre fathd o héve G ivétivérl BndOgragbirtit Briome With raryi metiliey dityeebliay vetigdre and
may vary fr ogrambaitibpriote? $rbagealé of tlodit hada fualityeli PhiOneseld oontotid,dt Hag bradhntensity of
wei ght of t hts" pstdninseale afr -10Cit Bas al shin aubsattivingf "8he per f ume conposition or
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sol ubi | i zer -iagrediants| their arhduitsiand) thie Reectst whith-ard desigs!, It hassiper touncthat ;perfume compositions
containing as little as 0.05% of the 2,2-dimethyl-4-phenyl valeronitrile of our invention can be used to impart
vetivert, peppery, grapefruit and Bergamot aromas, with vetivert, peppery and Bergamot topnotes to soaps,
cosmetics, detergents (including anionic, cationic, nonionic or zwitterionic solid or liquid detergents) or other
35 products. The amount employed can range up to 70% of the fragrance components and will depend upon
considerations of cost, nature of the end product, the effects desired on the finished product and the
S particular fragrance sought.
Nt The 2,2-dimethyl-4-phenyl valeronitrile of our invention is useful (taken alone or together with other
ingredients in perfume compositions), in detergents and soaps, space odorants and deodorants, perfumes,
40 colognes, toilet water, bath preparations such as lacquers, brilliantines, pomades and shampoos; cosmetic
preparations such as creams, deodorants, hand lotions and sun screens; powders, such as taics, dusting
powders, face powders and the like.
As little as 0.7% of the 2,.2-dimethyl-4-phenyl valeronitrile of our invention will suffice to impart an
intense and substantive vetivert, peppery, grapefruit and Bergamot aroma, with vetivert, peppery and
45 Bergamot topnotes to pine perfume formulations. Generally, no more than 5% of the 2,2-dimethyl-4-phenyl
valeronitrile of our invention based on the ultimate end product is required to be used “as is" or in the
perfume composition.
Furthermore, as little as 0.25% of the 2,2-dimethyl-4-phenyl valeronitrile of our invention will suffice to
impart such aroma to perfumed articles per se, whether in the presence of other perfume materials or
s0 whether used by itself. Thus, the range of use of the 2,2-dimethyl-4-phenyl! valeronitrile of our invention in
perfumed articles may vary from about 0.25% up to about 5% by weight based on the total weight of the
perfumed article.
in addition, the perfume composition or fragrance compositions of our invention can contain a vehicle,
or carrier of the 2,2-dimethyl-4-pheny! valeronitrile of our invention. The vehicle can be a liquid such as a
55 non-toxic alcohol, e.g., ethanol, a non-toxic glycol, e.g., propylene glycol or the like. The carrier can also be
an absorbent solid, such as a gum (e.g., gum arabic), or components for encapsulating the composition by
means of coacervation (such as gelatin).
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[err] 36" and t he resul ting 2 2-di net hyl - 4- phenyl val eronitrile-containing
prem x is then mxed with t he hypod&R 0568t 88681 bl eachi ng or sterilizing
solution with stirring. Inrediately after such addition, an aqueous alkal
met al hydrOX|de solution is added to the m xture to brlng the pH to the
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hand, if for exanple the 2 2 dlnethyl 4- phenyl vaIeronltrlle |s used alone
or furth@r I n conbi nati on mnth (i) diisoanyl ene epoxides; (i)

di i soanyl enes as described i"”uklcxulon fg~fhted States Letters Patent,

Serial No. 188,576 fi on ZftolxXx 9,..1984 tters Patent No.
4,303, 555 i ssued on oys {k by (§3(|| Cdi nyl ene derivatives
descrlbed I n appllcatloﬁlfor oo Ufi t ed St at ters Patent, Serial No.

184, 132 il ed on Septenber 4, 1p80, now U. S. L@tters Patent No. 4, 321, 255

i ssued on March 23, 1982 and/ or (iv) ketal der 'hV acyl diisoanyl ene
derivatives described in applicags & Unite tters Pat ent ,
Serig@l . No. 212,993 filed on Dec r 980, now U etters Patent No.
4,3157952 issued on February 16, 1982, pH of about 1% 0 and even slightly
hi gher (3.g., 14.1) is -acceptable. 55 The aqueous alkali netal

hydroxi de can be added to the aqueous gldgli netal hypochlorite solution
bef ore addi ng the di phenyl oxide derivatives (taken alone or in conjunction
with the am ne oxide) or the 2,2- dinetQyl-4-phenyl valeronitrile with-
other mgterials such as dllsoanylene eﬁﬁ?hdﬂé. | ndeed, the ingredients: the
2, 2- dlnethyl 4- phenyl valeronitrile; t alkah* met al hydroxi de and the
dlphenyl oxi de derivative or 20 EP Oi

, 31 636 Ql |
o R—N—B

35 O )

and the resulting 2,2-dimethyl-4-phenyl valeronitrilo-containing premix is then mixed with the hypochlorite

40 Dbleaching or sterilizing solution with stirring. Immediately after such addition, an aqueous alkali metal
hydroxide solution is added to the mixture to bring the pH to the range of 11-14.0. A pH of less than 11 is
not desired since it is difficult to achieve a single phase stable system at low pH's. A pH higher than 14.0
will also create a system which (1) is unnecessarily corrosive; (2) will narrow the range of perfume oils
useable (in conjunction with the 2,2-dimethyl-4-phenyl valeronitrile of our invention of the system and (3) will

45 limit the particular ingredients useable in such perfume oils in conjunction with the 2,2-dimethyl-4-phenyl
valeronitrile . On the other hand, if for example, the 2,2-dimethyl-4-pheny! valeronitrile is used alone or
further in combination with (i) diisoamylene epoxides; (ii) diisoamylenes as described in application for
United States Letters Patent, Serial No. 188,576 filed on October 9, 1980; now U.S. Letters Patent No.
4,303,555 issued on December 1, 1981 or (iii) acyl dilsoamylene derivatives described in application for

50 United States Letiers Patent, Serial No. 184,132 filed on September 4, 1980, now U.S. Letters Patent No.
4,321,255 issued on March 23, 1982 and/or (iv) ketal derivatives of acyl diisoamylene derivatives described
in application for United States Letters Patent, Serial No. 212,993 filed on December 4, 1980, now U.S.
Letters Patont No. 4,315,952 issued on February 16, 1882, a pH of about 14.0 and even slightly higher (e.g.,
14.1) is acceptable.

55 The aqueous alkali metal hydroxide can be added to the aqueous alkali metal hypochlorite solution
before adding the diphenyl oxide derivatives (taken alone or in conjunction with the amine oxide) or the 2,2-
dimethyl-4-phenyl valeronitrile with other materials such as diisoamylene epoxides. Indeed, the ingredients:
the 2,2-dimethyl-4-phenyl valeronifrile; the alkali metal hydroxide and the diphenyl oxide derivative or
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di phenyl , oxi de derivative-am ne oxi de conposition (having the structures,
respectively: [err] 15 20 - and 25 30 nmay be added or
adm xed in any order which is convenEP531®838B1 fornul ator. The al kal i
metal hypochlorites preferred in the practice of our invention are: sodium
hypochlorlte pot assi um hypochlorite and |ithi um hypochlorite or m xtures
of sane. ThediglleRy Pridegerivativeramingpiide pampasitioy (havipg the sirucirep.{esPRiY: i ce of this
invention are: |ithium hydroxide, potassium jroxi de and sodi um hydr oxi de,

or, if desired, m xtures of s drOX|des. The tenperature at

whi ch the corrp05|t|on (Rour ( ' > antially stable
and connerC|aIIy usef ul¥ ¥or -4> her (that is, remains
as a clear single aqueom$(N O ase) and ns (1) the desired

properties inherent in the kno bl eachi ng and terilizing uses of aqueous

al kali metal hypochlorite liqui & or gel solutio g, $) the properties
i nparted thereto as a result of +0f the 4- phenyl

val eronitrile which inpart to ar JgCéVloust subjef§ed to the 40
aqueous al kali netal hypochlorlte gel or "liquid solutiohs a desired aroma

profile, varies froma 120 F. At
tenperatures below [err] a two-phase systemusually occurs and at

t enper at ures hi gher than [err] the bleachl Qr sterilizing efficiency of
the conpositions of our invention is dlﬁln ed\at an excessive rate. \Wen
It is desired to (1) initially formthe [er§] StrN ght chain or branched
chaJ(LﬂlphenyI oxi de al kali 45 net sul f opate or |phenyl oxi de

derivative-am ne oxide premx; ( en co ne the sulting premx with
an al kal i #vetal hypochl or BB& sol u en aoy t hi ckeni ng agent
and then (4) adjust the pH of th uItlng solution to the range of
11-14.0, then the tenperature of m xing randges which are considered to be
w thin the scope of this invention are as f@lows: 50 (a)
Formation,of the di phenyl oxide derivative di phenyl [err] oxide-am ne
oxi de- 2, 2-di nmet hyl - 4- phenyl valeronitrile prp&g x (b) Mxing the prem x
w th aqueous al kali nmetal hypochlorite J[er ol ution foll owedy by

t hi ni ng agent (c) Adj ust nent of pH of tNe solution to the range of
11- 34/0 using [err]. aqueous al kali metal hydroxide solution 21

30 may be added or admixed in any order which is convenient fo the formulator.

The alkali metal hypochliorites preferred in the practice of our invention are: sodium hypochlonte,
potassium hypochiorite and lithium hypochlorite or mixtures of same. The alkali metal hypochlorites
preferred in the practice of this invention are: fithium hydroxide, potassium hydroxide and sodium
hydroxide, or, if desired, mixtures of such hydroxides.

35 The temperature at which the composition of our invention remains both substantially stable and
commercially useful for the purposes set forth herein (that is, remains as a clear single aqueous or gel
l%sf phase) and retains (1) the desired properties inherent in the known bleaching and sterilizing uses of
’ aqueous alkali metal hypochiorite liquid or gel solutions, and (2) the properties imparted thereto as a result
of the use of the 2,2-dimethyl-4-phenyl valeroniirile which impart to articles previously subjocted to the
40 aqueous alkali metal hypochlorite gel or liquid solutions a desired aroma profile, varies from approximately
20°F up to approximately 120°F. At temperatures below 20 °F a two-phase system usuaily occurs and at
temperatures higher than 120°F the bleaching or sterilizing efficiency of the compositions of our invention
is diminished at an excessive rate.

When it is desired to (1) initially form the C10-Ci2 straight chain or branched chain diphenyl oxide alkali

45 metal sulfonate or diphenyl oxide derivative-amine oxide premix; (2) then combine the resulting premix with
an alkali metal hypochlorite solution; (3) then add the thickening agent and then (4) adjust the pH of the
resulting solution to the range of 11-14.0, then the temperature of mixing ranges which are considered to be
within the scope of this invention are as follows:

50

(a) | Formation of the diphenyl oxide derivative or diphenyl 20°F - 150°F
oxide-amine oxide-2,2-dimethyi-4-phenyl valeronitrile premix
(b) | Mixing the premix with aqueous alkali metal hypochlorite 20°F~120°F

solution followed by thickening agent
(c) | Adjustment of pH of the solution to the range of 11-14.0 using | 20°F - 120°F.

88 aqueous alkali metal hydroxide solution
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EP 0531 63 Bl In any event, whenever a mXxing unit operation involves the
aqueous al kali metal hypochlorite solution, the tenperature of mxing is
limted to the range of [err]. WheBROSB8EL636RB1 ng unit operation invol ves
the mxing of 2,2-dinmethyl-4-phenyl valeronitrile, the upper bound of the
tenperature range is linmted by the stabrlrty of the 2, 2-di net hyl - 4- pheny
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of one or rorsési it ek e DR oro L enyl

15 20 takergx, &qeat,ggsh; q,r;b gg@ k'p),e&u one or ‘more am ne oxi es avl ng

t he generic structure: err 35 40 wrth ot her materials, the upper bound

of the tgnperature range |s the deconposi tion point of any one of the
di phenyl oxide derivatives or Fa\oxide co 'T-'—I\ and the | ower bound is

the | east tenperature wh id : 3 gel gghase, including
t he di phenyl oxide deri w I ne Lde m xture w il

Al
exist. Preferred di phenyl vative codaakflions ffom a practi cal
st andpoimt useful in the practrc of our 45 invefption are conpounds havi ng

the structure: 50
[err] 55 where th Cl121-125 noi ety ménts e&%a es of drfferent
brawed chai ns; conpounds defined & x'ng to the st ure:

20

taken alone or taken together with one or more amine oxides having the generic structure:

2 | -«

4p with other materials, the upper bound of the temperature range is the decomposition point of any one of the
diphenyl oxide derivatives or amine oxide components and the lower bound is the least temperature where
a single liquid phase or gel phass, including the diphenyl oxide derivatives or diphenyl oxide-amine oxide
mixture will exist.
Preferred diphenyl oxide derivative compositions from a practical standpoint useful in the practice of our
45 invention are compounds having the structure:

. Q-0<0O¢.Hs

"SO3Na.  SO3NAL

56

where th Ci2Hzs moiety represents one or a series of different branched chains; compounds defined
according to the structure:



EP 0 531,636 Bl 10 where the [err] noiety represents one or a series of

di fferent branched chains; conpounds defined according to the structure: 15
x [err] 20 25 0 30 and conpounds def ER@®G3468®Bdi ng to the structure: 35
[err] 40 45 otherwi se known as DOANFAX[err] 2Al in the case where one of
[err] represents branched [err] al kyl chains and the other of [err]
represents hydrogen, or DOWFAXLE 3B2 in the cona.eghere one of [err] or R2

represents straight [err] alk &\, N and the g f [err] represents
hydr ogen ( DOAFAX[ er | ke w} i a@ w_Chemi cal
vt/ |
= xi de conposit

Conpany of M dl and, *NggTi#Qan)® on wit o2& pheny!
oxi de derivatives preferred a , froma practi cal
standpoi nt, useful in the practi&e gof our inventid W. comercially
avail able (1) dinmethyl "cocoam r§ xﬁkﬁ?(a m xt uS{hni s dom nated by
dinmethyl -[err] straight chain al kymam ne oxides; m%e particularly a

m xture cgntai ning approximately 70% [err] straight chain al kyl am nes

oxi des, appryhéte th® T HIBRRlely BBY%seAts ohb loPa BBiles Cdh ifSrohtctirincheall dhjiihs; @B poanddXdeties
and appr oxi nabeding ¥ Westricirght chain [err] al kyl am ne oxi des) and (2)

N- coconor phol i ne oxide, a m xture dom nated by straight chain [err] alkyl
nor phol i ne oxi des (specifically containing approximately 70% strai ght chain
[err] alky norpholine oxide, gpproximtely 2o strai ght chain [err] alkyl
nor phol i ne oxi de, and appr oxi ely 4% strai chain [err] alkyl

nmor phol i ne 23 EP 0531 636G oxide). Co I al exanpl es of such am ne
oxi d"@/’._corrposi tions are: ARC}j;}([ err] DMC-W AROVOX][ er r ]

20
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30
and compounds defined according to the structure:

. X L
. yooox
C & 4

otherwise known as DOWFAX® 2Al in the case where one of Ry or R represents branched Ci2Hzs alkyl
chains and the other of R1 or Rz represents hydrogen, or DOWFAX® 3B2 in the case where one of Ry or
Rz represents straight Cio alkyl chain and the other of Ri or Rz represents hydrogen (DOWFAX® being a

50 registered trademark of the Dow Chemical Company of Midland, Michigan).
When used in conjunction with the diphenyl oxide derivatives preferred amine oxide compositions, from
a practical standpoint, useful in the practice of our invention are the commercially available (1) dimethyl
"cocoamine” oxide (a mixture which is dominated by dimethyl-C12-Ci¢ straight chain alkyl amine oxides;
more particularly a mixture containing approximately 70% Ci2 straight chain alkyl amines oxides, approxi-
65 mately 25% of straight chain Ci4 alkyl amine oxides and approximately 4% straight chain Cis alkyl amine
oxides) and (2) N-cocomorpholine oxide, a mixture dominated by straight chain Cy2-Cis alkyl morpholine
oxides (specifically containing approximately 70% straight chain Ci12 alkyl morpholine oxide, approximately
25% straight chain C14 alkyl morpholine oxide, and approximately 4% straight chain Ci¢ alkyl morpholine
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DMMC- W whi ch are 30% aqueous di net hyl cocoam ne oxide sol utions and
ARO\/DX[err] NCMDW whi ch is a 40% aqueous N-coconorpholine oxi de sol ution
each of which is produced by the ArEme 58l 638Bbn of AKZO of Chicago,
II'linois. These materials are described in Brochure 68011, published by
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foI @5 1. opg y rSn; covere Pat ent . , 208 Such
ryl mej h% i fones%ﬁcn as héxahy LS, @fé&ﬂnmwzm E@M&ﬁéﬂdnabbihdlén@ (EHjaee Nt

NO 3, 36H, 536 Dhsmpie®d HeeriSbd HdérdingSo @pphealionliorlunited SiBtes Letters Patent, Serial No. 188,576
pent anet hyl - fled3onSepterhbdi-1B,e08803ydr 0- 1H- benz(f)i ndene; 3. Polycyclic ethers
covered by b ScylPdiksaitilyleMNo derSatidés] deédibed attohiingIo application for United States Letters Patent,
oct ahydr o- 1, SaialoNs. r i8Am32hijfibd biriSeritertiser &af1880n arppicketah derivativgsl thare(l) deseribed actording to
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8 an -frimethyl-1 yclododecadlene-1 8 covered by British Patent No. 1,204,409.

A basic feature of our invention concerns the fact that the only detergent group needed or desirable in
the composition of our invention is the class of diphenyl oxide derivatives defined according to the
structure:
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appl.ication for United States Letters Patent, Serial No. 212,993 filed on
Decenber 4, 1980; and 35 -7. Diisoanyl ene epoxide derivatives prepared
according to application for United EP#&33 e8eéBiers Patent, Serial No.
231,773 filed on February 27, 1981. It will be understood that a nunber of
materials which inpart to the vetivert, ppery, grapefrwt and Be anot
aroma of t hewhsrein Rii. RetMand Macare dfined, supesy gh‘?"t?"l“? & Hreoiynetign i morpholino
addi tional endA Jipetiy! CorCrastridht gipin gy ping gdas Sefingdl pqcording tofae %@T’&I for this
aspect of our invention because they are, interalia, easily oxidized 40 by
the al kali  metal hypochlorite in the syste Exanpl es are

1,5, 9- trir?ethyl 12-acetyl -cycl ododecatrienglJ, 5, 8 and 1,5,9-trinethyl -

2- cycl ododecadi ene-1, 8 covered by British teM™ No. 1, 204, 409. A basi c
feature of our invention concerns ”g fact that e only detergent group
needed or desirable in the conpo n |nve t|on is the class of

di phenyl g@xide derivatives defin dm to th tructure: 45 24 EP
0 531 636 Bl wherein [err] are %ned Sal one or

conjunction with the class of norpholino a d/or dine hyl [err] stra| ght
chain al kyl am ne oxi des defined accordi ngfto the structure: 15 20 More
specifically, such detergents as sodi um degyl ether sulfate, sodium
myristyl et her sulfate, sodiumlauryl eth sulfate and |ithiuml auryl
ether sulfate are neither desired nor are y required. Furthernore, the
wel I known hydrotropes enployed in prior Qecorrpom tions such as the well
knowh family of clarifying agents conprising the al kal® netal or alkali
eart hnetal salts of nono- and pol yal kyl at ed benzene or 25 napht hal ene
sul f onat e® such as SOdI umx | ene or rra neS| umto uene su fonate are agai.n

nei t her de5| yn UI ppdum
Seomssss B @V AR e S
I nvention co nsn g tl‘tgg8 Wa%é kall ﬁ% % salfsng r@l @'gr%z ne or
conposi tign, a? Qﬁﬁ un\ fdbHe 4l ht PAre r desnlred
syst em hyp% rgrtﬂe T ass\éé‘l)ﬂ Aeli vgn'tu

oxi de derivati ¥g, ¥ lof B! ﬁi@ntﬂﬁ'&bﬁéﬁ‘h tﬁ@‘fﬁﬂhﬁtewt@t ?d&!ﬂ:‘%& \/é’gg cbhase
( ha\@'Q t he &%%tﬁh tﬁiﬁl{ehgitaﬂén?s Aay be employed in conjunction with the sys®¥ hypochlorite bleach-2,2-

dimethyl-4-pheny! valeronitrile-diphenyl oxide derivative or diphenyl oxide derivative-amine oxide derivative
30 (having the general structure

RO-@—P

.'.

w0 ' so‘.’v& . )
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45 50 55, 25 EP 0531 636 Bl and having the structure: 10

[err] 15 of our invention). .20 Still another basic feature of our

i nvention concerns the fact that theEPQg&B1psaBe conpositions including

t hi ckener agents are enployed with the "prem x" system

2,2-dimethyl -4-phenyl val eronitrile-diphenyl oxide derivative or diphenyl
oxi de der i \P8d hayisg Meisietusi de of our invention. Thus, sodium pal nmitate,
sodi um stearate, sodiumlaurate, potassium palmtate, potassium stearate,
potassium laurate, lithiumpalmtate, lith umstearate and/or |ithium

| aurate or conbi nations of the foregoi ng F¥«-sray be added to the
conpositfons of matter of our invention t prﬁVk&e a thickened gel -type
hypochl orite bleach which is, in 2zﬁition to bei in a sem-solid state,
i s unobvi ousl y, advant ageously nexpedt edl y s&able over |ong periods of
time. Percentages of thickeningz? S sogym pal mtate, sodi um
Stearate, sodium |l aurate, potas pal nft¥%at e, po sium st ear at e,
potassium laurate, lithiumpalmtate, |itjhiumstearate or lithiumlaurate
or conbi nati ons of these which may be usefl in the thickened conposi- 30
tions of our invention are from 1% by wei ght up to 12% by wei ght of the

t hi ckener based on the overall weight of fypochlorite bl each-di phenyl oxide
derivatise (or diphenyl oxide derivative‘ﬂ,rmaoxide)-2,2-

di et hyl - 4- phenyl val eronitrile conpositi of our invention. Wien it is
merely desired to have a thickened "prem x" the percentage of thickening
agent jmay vary fron1about 5@6up to about 40% by wei ght of thickener based
on over al | b iwmentie). " preni x", 35 The following Exanples I, |l and Il
serve t i I I u%t aagther ﬁ?sdf’cf§§%’°8?°%ﬁ?’°"i"?ﬂ/‘é’ﬂ?q"§rfhe et dhah tha gpl| Rhase) qopegsitigpsdaciuging
process for® "Ueé vstaheny! W?'?’@""B'P’dlﬁ’ﬂ?"y' oxide

i nvention fd8 "a 'VﬁtJ 9'*1"? i °é'§° :’n” L

Exanpl e 111, @ m%’,él:;ﬁi" iPoniod: ?&1 e ::aﬁ%z@[;eﬂﬁ i %:;8*'

t he 2, 2- dl b fro?E\a{tJro Sur tﬁ&ene Egagz chlo

fol | owi ng Eﬁ’ \Mvtf:'lﬁ fﬁr%ﬁitlén%b i blsrhitsofti i, i Hﬂnexpectedlv
lo lo

i nvention. periods of time. Percentages of thlckenmg agents such as sodlum paimitate, sodium
O stearate, sodium laurate, potassium palmitate, potassium stearate, potassium laurate, lithium palmitate,
lithium stearate or lithium laurate or combinations of these which may be used in the thickened composi-
30 tions of our invention are from 1% by weight up to 12% by weight of the thickener based on the overall
weight of hypochlorite bleach-diphenyl oxide derivative (or diphenyl oxide derivative-amine oxide)-2,2-
dimsthyl-4-phenyl valeronitrilo composition of our invention. When it is merely desired to have a thickened
"premix” the percentage of thickening agent may vary from about 5% up to about 40% by weight of
thickener based on overall weight of "premix”.
35 The following Examples |, Il and Nl serve to illustrate process of our invention. Example Il illustrates a
process for preparing the 2,2-dimethyl-4-phenyl valeronitrile of our invention for which the novel utilities are
\.«f claimed. Examples following Example il in general serve to illustrate the organoleptic utilities of the 2,2~
i dimethyl-4-pheny! valeronitrile of our invention.
In general, the following examples serve to illustrate specific embodiments of our invention. it will be
40 understood that these examples are illustrative and that the invention is to be considered restricted thereto
only as indicated in the appended claims.
All parts and percentages given herewith are by weight unless otherwise specified.
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40 understood that these exanples are illustrative and that the invention
is to be considered restricted thereto only as indicated in the appended
claims. Al parts and per cent ages gi €Pr0 5831688iB1h are by wei ght unl ess

ot herwi se specified. 45 50 55 26 EP 0 531 636 Bl EXAVPLE |. PREPARATI ON
OF 2, 2-Dl METHYL- 4- PHENYL BUTYRONI TRILE 5 Reaction: [err] 15 Into a 3 liter
react i on flam&pped vmth stirrer, thermometer, reflux condenser and
heat i ng mant&gEP Nt fE i sobutyronitrile having
t he structur. —Z5—\H on vessel  at [err], with
stirring, 2! 20 m nut e per|0d469rams (0.2 noles) 30 of sodiumis
added to the—ﬁeae’tl on mass. The reaction is exotherm c and the tenperature
is permtted torise to [err]. At the end of the feeding of the sodium
metal, the reaction mass tenperature is heated to 65- [err] er a period
of 20 m nutes, 104 Q 0 noles) of styrene is added to\ jie reaction
mass. The,4 eactio s issthen styrred for a per| of hoMr s atN[err]
At the end of the hour pe |od #’o E&Navi ng
the structure: 35 45 7.5 T sgﬁ 3 | S then added to the
reacti on mass whil e nmaintaini ng the terrperature at rr]. The reaction nmass
was then heated to reflux and the reaction mass was refluxed for a period
of eight 1

\) Into a 3 liter reaction flask equipped with stirrer, thermometer, reflux condenser and heating mantle is
- placed 138 grams (2.0 moles) of isobutyronitrile having the structure:
20

=N

Q While maintaining the reaction vessel at 22°C, with sfirring, over a 20 minute period 4.6 grams (0.2 moles)
s0 of sodium is added to the reaction mass. The reaction is exothermic and the temperature is permitted to
rise to 38°C. At the end of the feeding of the sodium metal, the reaction mass temperature is heated to 65-
70°C. Over a period of 20 minutes, 104 grams (1.0 moles) of styrene is added to the reaction mass. The
reaction mass is then stirred for a period of 2 hours at 90°C.
At the end of the two hour period, no reaction product was formed having the structure:

C=

7.5 Grams of sodium Hydride was then added to the reaction mass while maintaining the temperature at
40°C.
The reaction mass was then heated to reflux and the reaction mass was refluxed for a period of eight
50 hours at 100°C.
At the end of the eight hour period, GLC, NMR and IR analyses yield the information that the product
having the structure:

55
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50 :;hourgs at [err]. At the end of the eight hour period, GLC, NWR and IR
anal yses yield the informati-on that the product having the structure: 55 27
EP O 531 636 Bl [err] 10 was .fornecER 0531 §36BtH of 74% EXAMPLE |1 15
PREPARATI ON OF 2, 2- DI METHYL- 4- ( 4- METHYLPHENYL) BUTYRONI TRI LE Reacti on: 20
25 30 Into a 2 liter reaction flask equi pped with stirrer, thernoneter,
refl ux condenser and heating mantle is placed 138 grans (2.0 nol es) of

i sobutyronitrile having the structure: 35440 Qver a fifteen m nute period,
4.6 grans (0.2 noles) of sodiumnetal is aydgl to the reaction mass. The
reaction_nmass exotherns to [err]. At the egli of the sodium addition, over

aperiodsof ten m nutes whil e Nt 3 g e regction mass at [err], 122
grans (1.0 noles) of the conpg i uG-"FBrH 45 50

[err] is added to the reactip ¢b. The reaction mass is then heated to
reflux and maintai ned at ref NQ=f a 55 period of two hours [err]. At the
end of tje two hour peri od, eaction has occurred whereby the product:

28
was formed in a yield of 74%.

EXAMPLE 1l

15
PREPARATION OF 2,2-DIMETHYL-4-(4'-METHYLPHENYL) BUTYRONITRILE

(/. Reaction:

. /@A n >—CEN—‘>/©\>LCEN

30

Into a 2 liter reaction flask equipped with stirrer, thermometer, reflux condenser and heating mantle is
placed 138 grams (2.0 moles) of isobutyronitrile having the structure:

g >, ¢=N

40
Over a fiftesen minute period, 4.6 grams (0.2 moles) of sodium metal is added to the reaction mass. The

reaction mass exotherms to 50°C. At the end of the sodium addition, over a period of ten minutes while
maintaining the reaction mass at 38-40°C, 122 grams (1.0 moles) of the compound having the structure:

X

is added to the reaction mass. The reaction mass is then heated to reflux and maintained at reflux for a
s5 period of two hours (105-110° C). At the end of the two hour period, no reaction has occurred whereby the
product:

28



EP O 531,636 B1 10 is fornmed. The reaction nmass is then cooled. Over a
period of five mnutes while maintaining the reaction mass at [err], 7.5
grams (0.25 nol es) of 80% sodi um hydEPdes31638d®ied to t he .reaction mass. The
reaction nmass is then refluxed at [err] for a 15 period of nine hours. At
the end of the nine hour period, the reaction mass is cooled and 500 m
water is added to the reaction mass. The reaction mass is then acidified

Wi th concentrated hydrochloric acid (30 m).\Th¢ organi ¢ phase is washed
with 400 M of 10% sodi um bi-carbonate follo y two 300 m portions of
saturated sodiumchlorite. The reaction nmass ¥ then filtered through

CELI TEO and fractional y distil&AN m e™R0 Wd havi ng t he
@ d IR anal yseSQy'i"é { 65% . 35 EXAMPLE

(]
structure: 25 30 (confirmed by R
I 'l PREPARATI ON OF 2, 2- DI METHY! NYL VALERONI TRI LE Reaction: 40 45
[err] 60 Into a 5 liter reacty [JA4sk equi pped with stirrer, thernoneter
refl ux conpglenser and heating mantle are placed 414 grans (6 nol es) of
i sobutyronitrile having the structure: 55 29 EP 0 531 636 Bl 5
is formed. The reaction mass is then cooled.
Over a period of five minutes while maintaining the reaction mass at 40°C, 7.5 grams (0.25 moles) of
80% sodium hydride is added to the reaction mass. The reaction mass is then refluxed at 110°C for a
15 period of nine hours. _
At the end of the nine hour period, the reaction mass is cooled and 500 ml water is added to the
reaction mass. The reaction mass is then acidified with concentrated hydrochloric acid (30 ml). The organic
U. phase is washed with 400 ml of 10% sodium bicarbonate followed by two 300 mi portions of saturated
- sodium chlorite. The reaction mass is then filtered through CELITE® and fractionally distilled yielding the
20 compound having the structure:

25

@/’\/\"/\ C=N

30

(confirmed by NMR and IR analyses){yield: 65%).
35 EXAMPLE il

;&‘« PREPARATION OF 2,2-DIMETHYL-4-PHENYL VALERONITRILE

Reaction:

@ + Y—c=n — ©/Q< c=p

into a 5 liter reaction flask equipped with stirrer, thermometer, reflux condenser and heating mantle are
placed 414 grams (8 moles) of iscbutyronitrile having the structure:

40

4

60

56
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and .24 grans (0.8 noles) of an 80% suspensi‘on of sodi um hydride. Wth
stirring, while maintaining-the reaction nass at a tenperature of [err],
over a ten mnute period, 472 gransER @530636B1 of t he conpound 10 having the
structure: 15 20 is added to the reaction nmass. The reaction mass is then
refluxed at a tenperature of 110-114 * C for a period of thirteen hours. At
the end of the thirteen hour period, an additional 12 grans (0.4 noles) of
sodi um hydride and 138 grams (2 nol &) of isohuyyronitrile is added to the
reacti on mass. The reaction mass is refyxed for 25 another period of
thirteen hours at [err]. An additiongl 12 grans (0.4 noles) of sodium

hydri de fs then added to the reactidn mass. The reaction nmass is then
refluxed at [err] for a period of six hours. The reaction mass is then

cool ed t0 Zpy 2£0ARE 3P tholdl) dffon BPLLADY R o BRlInPRJAHAY, Whith 36hish, WhiledHSR8niPmb e
Foact 1 on ma2r gfRE G 4 w BIX AR v 2k @dﬁﬁzg&mﬁ e
the result indGhglfePstGtred s then filtered through CELIT errﬁ. The reaction

mass now exi sts in two phases; an organi c phase and an agueous phase. The
organi ¢ phase is separated fromthe aqueous phase and the organic phase is
washed with 300 ml 30% hydrochloric acid fol jowed by 400 m 10% sodi um

bi carbonate foll owed by 300 ml saturated sodifum chl oride solution. 35

The resubting product is then filteregd FReanhydr ous magnesi um

sul fate/ CELI TE[err]. The resulting is fractionally distilled

yi el di ng 88% product having the str 40 45 The distillation

cond{ tjons are as follows: 50 55 30 0 531 636 Bl Fraction Vapor
Tenp.“[%Lr] Liquid Tenp. [err] Vacuum mmi Hg. Pressure

is added to the reaction mass.

The reaction mass is then refluxed at a temperature of 110-114°C for a period of thirteen hours.

At the end of the thirteen hour period, an additional 12 grams (0.4 moles) of sodium hydride and 138
grams (2 moles) of isobutyronitrile is added to the reaction mass. The reaction mass is then refluxed for

25 another period of thirteen hours at 118°C. _ :

An additional 12 grams (0.4 moles) of sodium hydride is then added to the reaction mass. The reaction

mass is then refluxed at 120°C for a period of six hours.
O The reaction mass is then cooled to 25°C and 300 ml of 30% aqueous hydrochloric acid is added to
the reaction mass. _
30 600 ml Toluene is then added to the reaction mass and the resulting product is then filtered through
CELITE®. :

The reaction mass now' exists in two phases; an organic phase and an aqueous phase. The organic
phase is separated from the aqueous phase and the organic phase is washed with 300 ml 30% hydrochloric
acid followed by 400 ml 10% sodium bicarbonate followed by 300 ml saturated sodium chloride solution.

85 The resulting product is then filtered through anhydrous magnesium sulfate/CELITE®.

The resulting product is fractionally distilled yielding 88% product having the structure:

The distillation conditions are as follows:

50
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No. .1 42/ 65 57/ 105 1.50/2.53 5

2 90 108 4.49 3 95
113 2.48 4 EP 0 531536 B1 115

2.44 5 98 116 2.44 6

98 118 2.43 10 7

98 1 &laction L uiéQe ) | vacuum mn98g. Pressure

138 Jac;? % 'ﬁp ¢ Zggo

2.61. Fractions 3- edt Uib THatjromfractioms—3=71 have a
vetivert, peppery, e profile,1 128 vetivert,
peppery arfd Ber ganpt t1 G.Clprofile t he crude
reaction product pfio (Conl tiong: Carbo col um
programmed at [err] i The jpgak irldi cated Dy referepce
nuneral- 10 is the jpea g rrate,r,éal, tihe isobué%ronitri e

havi ng the, struct ure: -,25 o8 [erf] 30
The peak indi cated bygrefler enceggiuner 12 |1ggthe geak for z‘{ze conpoyind
havi ng t he structure 935 K0 a s§gart| ng nmat erdpgl . THe peak izgli cated by
reference nuneral BF4Ts—t] egk—for—t v g the 25—t ot ur e:
50 55 31  EP 0 5Q3ToHRee 3 a$5%%24&m&Mmeound

havi ng t hes structure:

Bulked distillation fractlons 3-7 have a vetivert, peppery, grapefruit and Bergamot aroma profile, with

vetivert, peppery and Bergamot topnotes.

column programmed at 220 * C isothermal).
20
having the structure:

25

>4 c=N

30

A

35

The peak indicated by reference numeral 12 is the peak for the compound having the structure:

Figure 1 is the GLC profile of the crude reaction product prior to distillation. (Conditions: Carbowax

The peak indicated by reference numeral 10 is the peak for the starting material, the isobutyronitrile

a starting material. The peak indicated by reference numeral 14 is the peak for the compound having the

structure:

45

50

55
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10 Figure 3 is the infra-redlspectrun1for t he conpound havi ng the
structure: 15 20 25 30 36 40 45 50 55 32 EP 0 531 636 Bl EXAMPLE |V The
foll owing Chypre forrul ation i s preEanadl 6868t edi ents

Parts by Weight Musk anbrette............ 40 10 .  Musk
ketone............ 60 Coumarin................

30 O of berfgee is the NMR spectrum f.°'. the compound having thesgiyugtprp: of

lenon. . ........ ... ..., - 100 15 Met hyl

fonone. ......... .. ..., 50 Kexyl fci nnami c al dehyde........
100 Hydroxycitronellal ............. : 100 G| of |avender...
50 20 Texas cedarwood oil........... Ce . 85
Virginia cedarwood oil........ . ..... .. , - 30 Ol of sandal wood

(East Indies) 40

C=p

10

Figure 3 is the infra-red specirum for the compound having the structure:
15

C=pn

25

50

55
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25 . Eugenol .
acetate.........
40 bet a- Phenyl e

50 55 33 EP
according to Ex
peppery, ggapefr
Ber ganot topnote
be described as

......... . 30 al pha- Phenyl

10 Benzyl

et hyl al cohol ... ..

thyl alcohol...... EP 0531836 BD Oaknpss absolute.........

30 Vetiver oil Venezuela........ .

------ The conpound having the structure: 40

[err] prepar E¥MRENVding to Exanple 111, bulked distillation fractions 3-7.
ﬁl_GS% Bl The coppound having the structure: 10 prepared

ﬁgﬂ ing Ghypre fpgmiylgtion i prepiPE  Chypre fornul ation veti vert,

uit and 15 Berganot undertones,

EE %agfg 0 he Chyn Q
ent®ypre, with vetivert,

26, PREPARATI O GHUGBSRETY £L HOVDER - CORPCE] T o1
20 PREPARATI ON R*COM

are prepargd by MuSKnEetAN@. Herl s« opicle b « 100 greans {of t al
grams of each of dowmaziihst ancas .set.forth.jn.Tab

cosnetic powder

15
' 20
25

30

35

GUTPRE BLPPot . vseersveeesnens

0il of lemMONcscecsssscccoaconss
Methyl i0NON@.ccescsevscosancea
Hexyl cinnamic aldehyde....eces
Hydroxycitronellal...cseeevnsssns
0il of lavender..seeeencsscssss
Texas cedarwood Oil..eececences
virginia cedarwood 0il..sseesee
0il of sandalwoocd (East Indies)
Budenol..ceeeessessscssscssncss
Benzyl acetate..iscescosarssces
alpha-Phenyl ethyl alcohol.....
beta-Phenyl ethyl alcohol......
Oakmoss absolute...ceceesccscss
Vetiver 0il Venezuela.cesseosse

25 35

Wi th

le |1

vetivert, peppery and

s AMPLE V
conposi tions
powder with 0. 25
g ow. Each of the

150

100

50
100
100

50

85

30

40

10

30

40

30

30

25

The compound having
the structure:

| c=n

prepared according
to Example III,
bulked distillation
fractions 3-7.

62
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25 has an excellent aroma as described in Table Il below TABLE Il 30

Subst ance ) : Aroma Description The
conmpound havi ng ERO0\531i68&BlI, peppery, grapefruit the
structure: and Berganot aroma, wth vetivert,

peppery and Berganot topnotes. 35 40 prepared according 45 to Exanpl e
111, bul ked difetgempennd Baying RSIUYRE 3- 7. Perfune conposition
Chypre, with vetivert, peppery, of Exanple I1I
grapefruit and Berganot undertones 50
and vetlvert peppery and Berganot tophot®s 5F 34 EP 0 531 636 Bl
EXAMPLE VI PERFUNED LI QUI D DETERGENTS f gncentrated |iquid detergents
(Lysine salt of n- dodecylbenzene sulfo ic adfd as nore specifically
described in U S. Patent No. 3,238, 8 ril 6, 1976) with aroma
nuances as set forth in Tabl np Wred cont ai ni ng
0.10% 0,015% 0.20% 0.25% Bhd 0. 35% of the subStance set forth in
Table Il of Exanple V. They a a.,fgcared by adding and honpbgeneously m xi ng
the appropriate quantity of substance set forth in Table Il of Exanple Vin
the liquid detergent. The detergents all possess 10 excellent aronmas as
set forth ipmepaatlaecordingote Exaapipllie ihbarts he thisnClepsi thiynulatinr eth@itngeppéry, hgrapetatt @
concent r @t | Rergamoff ungertvnésa withevetiwrts pdppérp latich Bérgambi ivbmotds] Acsbrdingiyythee ChypreHdtAitida
VI | prepared above can be described as follows "Chypre, with vetivert, peppery, grapefruit and Bergamot
undertones and vetivert, peppery and Bergamot topnotes”.

N\ EXAMPLE V
20
PREPARATION OF COSMETIC POWDER COMPOSITIONS

Cosmetic powder compositions are prepared by mixing in a ball mill 100 grams of talcum powder with
0.25 grams of each of the substances set forth in Table Il below. Each of the cosmetic powder compositions
25 has an excellent aroma as described in Table 1l below:

O TABLE II
s0 Substance Aroma Description
The compound having A vetlvert, peppery, grapefruit
the structure: and Bergamot aroma, with vetivert,

peppery and Bergamot topnotes.

Csy

prepared according
45 to Example III,

bulked distillation

fractions 3-7,

Perfume composition Chypre, with vetivert, peppery,
of Example III. : grapefruit and Bergamot undertones
50 and vetivert, peppery and Bergamot
topnotes

55
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15 .PREPARATI ON OF COLOGNES AND HANDKERCHI EF PERFUMES Conpositions as set
forth in Table Il of Exanple V are incorporated into col ognes at
concentrations of 2.0% 2.5% 3.0% ¥PX946314638%1 4.5% and 5.0%in 80% 85%
90% and 95% aqueous food grade ethanol solutions; and into handkerchi ef
perfumes at concentrations of 15% 20% 25% and 30% (in 80% 85% 20 90%
and 95% aqueEBXAMRLEW grade et hanol sol utions). Distinctive and definitive

fragrances as set forth in Table Il of Exanple V are inparted to the
col ognes and PEFYMED LU DETERGENTS perf urres at aI | | evel s | nd| cat ed. EXAMPLE
VIl 25 PREPA TI nq E? QE' i i dred soa:(g spempca"y
[Oper_ sanple] Pat ‘?ﬁ% 37 ? on Ap?:] g @vg&r h |n Table i
Tt orh dl b agf%ag;g

le of repa 3 s o nate
obt ai ned. | n i ubété?l AP wd(a 'fhb(agtﬁrg allﬁ%gge
under 8 atr@&&@l%ﬁﬁa?onﬂs% §élrf6hhq{§ T ﬁ f erh l@vpﬁé in sity mc Wil Yrdatbr EdhEentritd
resul ting |i gususbianed & <8l @AA -rwmpofmﬁevo‘l) he resul t| ng soap cakes, on

cooling, manifest aromas as set forth in TabI e I | of Exanple V. EXAWPLE | X
35 PREPARATI EXhMIESGLI D DETERGENT COWVPOSI TI ONS Det ergents are prepared
using the folTow ng ingredients according to Exanple | of Canadi an Patent
No. 1, 007,194 BRERNRAZIONSIF GA.OBHES ANBRARDEERCHIEFOPEBEUMES)r ei ent
Percent by Weight "NEODOL[err] 45-11 (a [err] al cohol ethoxylated with 11
mol es of Compositions as set forth in Table Il of Example V are incorporated into colognes at concentrations of
U 2.0%, 2.5%, 3.0%, 3.5%, 4.0%, 4.5% and 5.0% in 80%, 85%, 90% and 95% aqueous food grade ethanol
solutions; and into handkerchief perfumes at concentrations of 15%, 20%, 25% and 30% (in 80%, 85%,
20 90% and 95% aqueous food grade ethanol solutions). Distinctive and definitive fragrances as set forth in
Table Il of Example V are imparted to the colognes and to the handkerchief perfumes at all levels indicated.

EXAMPLE Vil

25 PREPARATION OF SOAP.COMPOSITIONS

: One hundred grams of soap chips [per sample)(IVORY®, produced by the Procter & Gamble Company
O of Cincinnati, Ohio), are each mixed with one gram samples of substances as set forth in Table Il of
- Example V until homogeneous compositions are obtained. In each of the cases, the homogeneous
30 compositions are heated under 8 atmospheres pressure at 180°C for a period of three hours and the
resulting liquids are placed into soap molds. The resulting soap cakes, on cooling, manifest aromas as set

forth in Table 11 of Example V.

EXAMPLE IX
35 :
PREPARATION OF SOLID DETERGENT COMPOSITIONS

Detorgents are prepared using the following ingredients according to Exdmple | of Canadian Patent No.
1,007,948:
40

50

35



10 . et hyl ene oxi de 12

Sodi um carbonate....... I 55 15 Sodi um
citrate...... EP 0 531 636 B1 _ 20 Sodium sul fate,
wat er brighteners. g.s. 20 This detergent is a

phosphat e-free detergent. Sanples of 100 grans each of this detergent are
adm xed with 0.10, 0.15, 0.20 and 0.25 grans of each of the substances as

set forth in Wan
- X

excellent aro
Uilizing the ~s:
| as drier-added fabric
red wherein the substrate, 30

3,632,396, no
sof teni ng artileqgspsf, @aslagture are pre

and the perfumng nmaterial are
("Di ssolvo Paper"); 2. Adogen

the substrate pgagg Uciggal gheyt er coati

as follows: 1llefnhbkytated wsehvakl molesres (' (
tLR9. and 3. Ald2outer coating
t [err]): 57%- C20-22 HAPS 35

448 (mp,, aboyéthgléhe ogigee substrate c

havi ng the folll ow ng formulation (mp. ab

22% - 1sopropyl alcohol 20% - antistatic agent 1% - of one of the

subst ances as Sefiamrcarbon3telLe.LL .ok .Exanpke.V. Fabric $8ft ening

conposi tions prepared according to Exanple | at colum 15 of U. S. Patent
No. 3, 63, 396 Sodiny cibrateharacterisstiecssassset forth i #0Table |1 of
Exanpl e V, consist of a substrate coating 40 having a wei ght of about 3
grans per 100 Sedivm pHifaseof watBs: PEAGRtENLEBat coati ngoMet he substrate
coaIQDg consi sting of about 1.85 granms per 100 square inches of substrate;
and an outer | : i i RXSTRRS N 1.4
grans pe¥ 100 square inches of substrate. One of the substances of Table |
of Exanple V is adm xed in each case with the quter coating m xture )

t her eby proyj gl' :’égeg'gf ﬁgh %rﬁﬁﬁ'te? ﬂ?ﬁl’g‘ﬂP apples ol 190 gams-g ?_frt i%lqteégef‘bar? i‘,’"l‘s"‘es
substrat e q;;h ge r en(l)'s.a' 6, Qs menet%j; oa s'}?ca r? ablé’ll S li)gmpe e
char act efi s fng getarognt samples has A Sxcelent Frame &5 Ner®to

, e head space in a
dryer on opghabi@R thereof in each case using said dryer-added fabric
sof tener nom=woven fabrics and these aronm characteristics are described in

Tabl@l | of EXA%RY fhe \prodedifVBl-Exaffipled0at column 15 of U.S. Patent No. 3,632,396, non-woven cloth
i substrates useful as drier-added fabric softening articles of manufacture are prepared wherein the subsirate,
30 the substrate coating and the outer coating and the perfuming material are as follows:
1. A water "dissolvable" paper ("Dissolvo Paper");
2. Adogen 448 (m.p. about 140 °F) as the substrate coating; and
3. An outer coating having the following formulation (m.p. about 150 *F):
: 57% - Cz0-22 HAPS
35 22% - isopropyl aicohol
20% - antistatic agent
\e‘{ 1% - of one of the substances as set forth in Table Il of Example V.
' Fabric softening compositions prepared according to Example | at column 15 of U.S. Patent No.
3,632,396 having aroma characleristics as set forth in Table Il of Example V, consist of a substrate coating
40 having a weight of about 3 grams per 100 square inches of substrate; a first coating on the substrate
coating consisting of about 1.85 grams per 100 square inches of substrate; and an outer coating coated on
the first coating consisting of about 1.4 grams per 100 square inches of substrate. One of the substances of .
Table Il of Example V is admixed in each case with the outer coating mixture, thereby providing a total
aromatized outer coating weight ratio to substrate of about 0.5:1 by weight of the substrate. The aroma
45 characteristics are imparted in a pleasant manner to the head space in a dryer on operation thereof in each
case using said dryer-added fabric sofiener non-woven fabrics and these aroma characteristics are
described in Table Il of Example V.

EXAMPLE XIi
50
HAIR SPRAY FORMULATIONS

The following hair spray formulation is prepared by first dissolving PVP/VA E-735 copolymer manufac-

tured by the GAF Corporation of 140 West 51st Street, New York, New York, in 91.62 grams of 95% food

§5 grade ethanol, 8.0 grams of the polymer is dissolved in the alcohol. The following ingredients are added to
the PVP/VA alcoholic solution:
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HAI R SPRAY FORMULATI ONS The following hair spray formulation is prepared by
first dlssoIV|ng PVP/ VA E-735 copol ymer manufac- tured by the GAF
Corporation of 140 West 51st Street, ER@83T@&B1New York, in 91.62 grans of
95% f ood 55 grade ethanol, 8.0 grans of the polynmer is dissolved in the

al cohol . The foll ow ng |ngred|ents are added to the PVPNA al coholic

solution: 36 Weight “Percent
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s L R ¢ O t
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Company) (3.0 th 2.0 35 melght per cent coconut
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mptepahydegcﬂeﬂ a
Corporation)

VU, ne of the perfumer

substances as set
forth in Table II O [N RN N NN N ] o.lo
Example V. o

2

[~

25
The perfuming substances as set forth in Table Il of Example V add aroma characteristics as set forth
in Table 1l of Example V which are rather intense and aesthetically pleasing to the users of the sofi-feel,

O good-hold pump hair sprays.
30 EXAMPLE Xl

CONDITIONING SHAMPOOS

Monamid CMA (prepared by the Mona Industries Company)(3.0 weight percent) is melted with 2.0

35 weight percent coconut fatty acid (prepared by Procter & Gamble Company of Cincinnati, Ohio); 1.0 weight
percent ethylene glycol distearate (propared by the Armak Corporation) and triethanolamine (a product of

g,, Union Carbide Corporation)(1.4 weight percent). The resulting melt is admixed with Stepanol WAT produced
e by the Stepan Chemical Company (35.0 weight percent). The resulting mixture is heated to 60°C and
mixed until a clear solution is obtained (at 60° C).

40 GAFQUAT® 755N polymer (manufactured by GAF Corporation of 140 West 51st Street, New York, New
York)(5.0 weight percent) is admixed with 0.1 weight percent sodium sulfite and 1.4 weight percent
polysthylene glycol 6000 distearate produced by Armak Corporation.

The resulting material is then mixed and cooled to 45°C and 0.3 weight percent of perfuming
substance as set forth in Table 1l of Example V is added to the mixture. The resulting mixture is cooled fo

45 40°C and blending is carried out for an additional one hour in each case. At the end of this blending period,
the resulting material has a pleasant fragrance as indicated in Table Il of Example V.

EXAMPLE Xl

60 Four drops of each of the substances set forth in Table Il of Example V, supra, is added separately to
two grams of AROMOX® DMC-W to produce a clear premix. The clear premix is added o 200 grams of
CLOROX® with stirring resulting in a clear stable, single phase solution. Sufficient 1 M aqueous NaOH is
added to bring the pH of the mixture up to 12.8. The solution remains substantially stable at 120°F for a
period of seven days. When the 5% aqueous sodium hypochlorite solution is used as a laundry bleach, the

85 resulting faundry, on dry-out in an atmosphere of 65% relative humidity yields substantially no characteristic
"hypochlorite™ odor, but does have a faint pleasant aroma as set forth in Table Il of Example V.
Furthermore, no such characteristic "hypochlorite” aroma is retained on the hands of the individual handling
such laundry in both the wet and the dry states.
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percent ethylene glycol distearate (prepared by the Armak Corporation) and
triethanol am ne (a product of Union Carbide Corporation)(1.4 weight
percent). The resulting nelt is adréxed31e3eB6t epanol WAT produced by the
St epan Chem cal Conpany (35.0 weight percent). The resulting mxture is
heated to Ierr] and m xed until a clear solution |Is obtained (at [err]).
40 GAF 755N pol ynmer™ (nmenuf actured by GAF Corporation of 140
West 51st Street New Yor k, New YorKk) (5.0 wejght rcentg |s adm xed wi.t.h
'%%‘:ds
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eous 5%
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| ycol 600d°kie 1% g
Pt eri al 8 %;s% o S {.L?a ey
per funmi ng %?fs'é’wﬁg’*’?é?a?’o PReF 0 Table 11 of Exanple V is added to the

m xture. The resutiRg—xi-te—is—cpol-ed—+t-0-—-46—-I e+ a-nd—bJ—end-a—ng—u—ﬁ
carried out frPaseniagtARQMCE® DN Wh bu Clarity othweeshlodite solutinn afietasditienpf efemixhi| s
bl endi ng,peri EI, the r%szggtl ng nate |Oagar;ﬁ§,sth,§e@gygasant fragrance as

i ndicated in abt-e——o+ UUIIPI e—v—BAMPHE—GH —~ot—ch UpTU“F each

of the substapces set fdB¥h in Tabl =q°|a’%5‘£”|’_f2%1’ﬂlsel supra. is adde

separately tojtwo grams)oaig, AROMOX[ e ndit.aﬁ)\&igwmuq)mtﬁu&esaasthf&amrepﬂm . The
clear prem x Is—added—t0O 4uu gT arTs CrOROX{EerT W tIT StTrTing resurting

in aclear stgbl LS Sr% S cGehe Sy Suff' 'e“t:au% Vb tRéJ?esJM% uhdi
added to br' 'AR,P g%gih egf hfﬂﬁﬁ% i Lé Z subs gﬂlédr{:§f él_g o
a fZnt, ple a

substantlal sEha {a
icile® aam 'iétrbﬁﬂed a t|1'§ daa hlin .Lgeas ounld

aqugous so h WG

resulting lUnesig.d r'y-out I n an atnosphere o 65A)rel ative hum

yiel ds sdbstantially no characteristic "hypochlorite" odor, but does have a

faint pleaggamp@ya as set forth in Table Il of Exanple V Furthernore, no

such characterrstic "hypochlorite" arona is retained on the hands of the

i ndi vi dual heawal grangs & wabMOoxe iMC-Wiis Bariked twitk elghtt draps @f driacof the \sulsstandes St 1&Hh in

EP O 531 636bidl offbkédvpll ¥, S6prd. TRRphdnil ie thor) adobdvidth\sliiring 10200 grams oflac% adub@ss solgtion

ni xed with of)htli:urg hypnushlwite. Sufticiant 3 Mhausaub $i0H s adsied &t bring thelpHi of thBasolution|td 134. The

Exanpl e V, mbdye is.thehweatedtoul20 t hapdpnaintrined ot that dempleratireawith sstimingyfop perigd ahane seelan

aqu s 5%The sesuiingnsohwiprotemiains icleer 9l eindleyphasssuiifen ciseches 2 Jaugdry) bipgele gsroniian
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obt ai nedy Peirferthyie Jgkle INnkCRieple Vy JuPrVIVRSISAs Withat the Pi‘}PfEJP Hstrmensed forth i Tl dhdf on
after addi E&wleY: sbqr% Il'||1e)pleached laundry has a faint characteristic disagreeablé “hypochlorite™ aroma.

EXAMPLE XVI

Two grams of AROMOX® DMMC-W is admixed with eight drops of one of the substances of Table Il of
Example V, supra. This premix is then added, with stirring to 200 grams of a mixture containing 4.5%
_ aqueous sodium hypochorite. Sufficient 4 M aqueous LiOH is added to bring the pH of the solution to 13.4.
K¢ The mixture is then heated to 120°F and maintained at that temperature for a period of one week. The
resulting solution remains clear in a single phase. When used as a laundry bleach, the resulting bleached
laundry on dry-out in an atmosphere of 50% relative humidity retains a "clean fresh" warm aroma as set
forth in Table 1l of Example V, supra; whereas without the use of the substance set forth in Table It of
Example V, supra, the bleached laundry has a faint characteristic disagreeable "hypochlorite” aroma.

35

EXAMPLE XVIi

. Two grams of AROMOX® DMMC-W is admixed with eight drops of one of the substances as set forth
in Table 1l of Example V, supra. This premix is then added with stirring to 200 grams of a mixture containing
4.5% aqueous sodium hypochlorite and 4.5% aqueous lithium hypochlorite. Sufficient 2 M aqueous NaOH
is added to bring the pH of the solution to 13.4. The mixture is then héated to 110 °F and maintained at that
temperature with stirring for a period of 2 weeks. The resulting solution remains clear as a single phase
when used as a laundry bleach. The resulting laundry bleach, on dry-out in an atmosphere of 50% relative
humidity, retains an aroma as set forth in Table Il of Example V, supra, whereas without the use of the
substance set forth in Table Il of Example V, supra, the bleached laundry has a faint characteristic
disagreeable "hypochlorite™ aroma. '

50

%  EXAMPLE Xviil

Four drops of one of the substances set forth in Table Il of Example V, supra, is added to 1.5 grams of
AROMOX® to produce a clear premix. The clear premix is added to 200 grams of CLOROX® with stirring
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10 . , 0.23% C ear after three days 0.15%
Clear after three days 0.08% : Initially slightly turbid; two
phases exist after three days. 15 ‘BNeB531 688 B0 aqueous sodi um
hypochlorite solution is used as a laundry bleach, the resulting |aundry on
dry-out, in an atnosphere of 65%relative humdity, yields substantially no
char act eri st resultingipa cleprotablecsinglobase splutionfyisioni 4\ agepysi NpOH ip)pdsiad foriing, fhg pH of
as set fort h“!erﬁ“"‘F'é{%P%ml 2 8oTh°ER'a?PﬂI'%!"aV's sphsiaptialy Fiehlecat 1205 Fderarperonaf Z devsy W§?’1 the
"hypochl orit &% %?F ds“ Sﬁ%‘d% laggpry, pjeach, rﬁ'aﬁ @f‘ﬂﬂ&!ﬂumm “t in

such | aundryaﬁ‘ ﬁt e a"' é?' f;ggﬂ E%E Y%OS;
ARO\/DX[err
forth in 25 %ZE'E ; m;“&}?”%ﬂq emmg g o e
stirring to a?% aqueous sol ution of Iithium hypochl orite.

Sufficient 3gVh@sliesay's LO—l is added to bring the pH of the solution to
13.4. The merT'e—Ts—then heated to [err] and naintained at that

tenperat ure W tedySdrbds'dr Bih §iQe RGeSt Rfth NMRADIWRIEK Exahipfo V, 85pth, lid Bded R UfrhR -
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hum dity ret addas tabring lt@agH ofihy Mix@ifeQuptto 42.8.51b sbiGtioh femains Batdtattially stadle &1209H for a
V, supra; mhesreddf RidaysoWheh he 836 equebust sodiurs hipsockiorite sehaibn fsQrsbdias @ laliedpy Bledch, thé
30 Exanpl e Vresshingriaundry o digloetcia breatmbsphierel pfy65Pcrslative fharidity yididsrsalastaptialig ho characteristic
di sagr eeabl e "hyhygplodthl eror but toesrhevera faifbpldeiinEwadvlaroinaas get danh inoTableMOKSXnelerV] supra.
Wi s adfurthewhore tdsueh gffatactdristip Shyodchlorite” aséma ik eotainet) on the dandls of theTindividual Handlifg
35 anpl e ¥uchdypdrain bythithe wet andithe drgstetten added, with stirring to 200 grans
of a m xt@# e _containing 4.5% aqueous sodi um hypochorite. Sufficient 4 M

aqueous Li OHEXAMRLEIR] to bring the pH of the sol ution to 13.4. The nixture

is then heated fo 20Fand malnta ne at th errperatuefor a erlod of

one week. The i i %’P
as a Iaundry"‘ﬁ- 'm '871”

at rmspherés o]

w. h. s lmn r ng P?%gl ingle pl}z’ cle %‘ H IS
4{ tg e qutlar-e? |e f%l a
set forth in f' }E. %8&. h %ﬁl&ft’ésa‘fﬂt

subs nce Sef %tl ntllryI ano ﬁrﬁidl r IC
has \a/f ai nt Aok t@" hr%Fnh Ch d%@sgﬁé%@ é?m X&Q& hetifig bV lof
Two grams 39f E k. FuribfflereY¥id &c@%a%ﬁﬁlm&wﬂy ocﬁbﬂ@'t ar&ﬁ@i?%téﬂfed Qﬁ‘ﬁne‘ﬂﬁnd% Behe
substances amdisigial haflinG sich lahiddy @ both 1l weEXRAMR) Katdé. SUPra. This premx is
then added with stirring to 200 granms of a m xture containing 4.5% aqueous

sodi um hypocBkameueec@®nd 4. 5% aqueous |ithium hypochlorite. Sufficient 2 M
aqueous NaOH is added to bring the pH of the solution to 13.4. The m xture
I S then heat ed Qne gfaer of |n-tédedyl riimethlylbaninedoxib it dulgtixed with eight drops of one of the substances as
set forth in Table Il of Example V, supra. This premix is then added with stirring to 200 grams of a 7%
Kg‘ aqueous solution of lithium hypochlorite. Sufficient 3 M aqueous LiOH is added to bring the pH of the
i solution to 13.4. The mixture is then heated to 120 *F and maintained at that temperature with stirring for a
period of one week. The resulting solution remains clear in a single phase. When used as a laundry bleach,
40 the resulting bleached laundry on dry-out in an atmosphere of 50% relative humidity retains the aroma
having the nuances described in Table Il of Example V, supra, whereas without the use of one of the
substances of Table II of Example V, supra, the bleached faundry has a faint characteristic disagreeable

"hypochlorite™ aroma.

45 EXAMPLE XX

Four-drops of the compound having the structure:

50

56 ) C:‘:.—'/v
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tenperature with stirring for a period of 2 weeks. The resulting solution
remains clear as a single phase 50 when used as a |l aundry bl each. The
resulting laundry bl each, on dry-outpigrs3ne3@Brosphere of 50%rel ative

hum dity, retains an arona as set forth in Table Il of Exanple V, supra,
whereas w thout the use of the substance set forth in Table Il of Exanple
V, supra, triepaispageording todixamply Ihipulked digiliaion frectionscrBris added 112 i AROMOX®
"hypochl or | PNO-Walodrigguces cles/muimpix: TRe/iclepr Areftjx isgadges tog00 @r?@sm* CHSI 0’&% Wih shigings
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dry-out |r1EyAN@[gQ§mhere of 65@6re|at|ve hum dity yields substantially no -
characteri sttc ~hypochlorite" odor but does 5 have a faint pleasant warm .
| ong- | asti ng AromBxXEDMME-WI AT Valous udnitisSis Inixea wih @ TBlafs \6¢ tfUsbhipound having the
Fur t her nor estru@t@e:such characteri stic "hypochlorite" aroma is retained on the
hands of 1t he i ndi vidual handling such laundry in both the wet and dry
states. EXAMPLE XI X 10 Four drops of one of the substances set forth in
Table Il of Exanple V, supra, is added t.o fh n- undecyl dinmethyl am ne
oxi dge o produce a clear prem x. The clear i1 X is added to 200 grans of
CL err] with stirring resulting infa cla stabl e single phase

m xture up to 12.8. The sol ut
a 15 period of 7 days. Wen b aqueous sodi pchl orite solution is
used as a laundry bl each, the N’ ing laundry on dry-out in an atnosphere
of 65@6re|at|ve hum dity yiel ds™ubstantially no characteristic
"hypochlorlte" odor but does have a faint pleasant warm aroma as set forth

bl TR S

stable at [err] for

suc aU“dfdfﬂie%uﬁ%bp{o 8. 6 Yon £ Yorsikedl €
Percentage AROMOX® DMMC-W | Clarity of Hypochlonte Solution After Addition of Premix
0.23% . Clear after three days.
0.15% Clear after three days.
35 0.08% Initially slightly turbid; two phases exist after three days.
‘\‘,/ When the 5% aqueous sodium hypochlorite solutions are used as laundry bleaches, the resulting

laundry batches on dry-out in an atmosphere of 65% relative humidity yields substantially no characteristic
"hypochiorite” odor, but does have a strong fresh, warm vetivert, peppery, grapefruit and Bergamot aroma
profile, with vetivert, peppery and Bergamot topnotes. Furthermore, no such characteristic "hypochlorite™
aroma is retained on the hands of the individual handling such laundry batches in both the wet and the dry
states.

EXAMPLE XXIV

Two grams of AROMOX® DMMC-W are admixed with seight drops of the compound havmg the
structure: .

60
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EXAMPLE XX Four drops of one of the substances as set forth in Table Il of
Exanpl e V, supra are added to 1 gram of n-dodecyl dinethyl am ne oxide to
produce a clear prem x. The clear pr@&pios3i1sss®died to 200 grans of 25 [err]
with stirring resulting in a clear, stable single phase sol ution.

Sufficient 1 M aqueous NaCH i s added to bring the pH of the mxture up t

12. 8. The sobreparesreceasdiog tosExsmple tih fuiked fraptians Bl)-cThatprenip ispthgnogdded willy stiging 3o 290
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both the wet and dry stat es. EXAMPLE XXl One gram of n-tridecyl

di met hyl g ne oxide is adm xed with ei ght x ops/of one of the substances
as set forth in Table Il of Exanple V, qupra\ TAis prem x is then added
with stirring to 200 grams of a 7% aqueg ‘ i ithi
hypochl orite. Sufficient 3 M agué( i so/dded to bring the pH of the
solution to 13.4. The m xture | 5 g mai nt ai ned at
that tenpesature with stirring pf peri od of one”we The resulting
soluti-on remains clear in a simMg ase. Wien used as a laundry bl each, 40
the resulting bl eached [ aundry on dry-out in an atnosphere of 50%rel ative
hum@ity retains the aronma having the nuances described in Table Il of
Exanpt’e V, sorppaed gdeerdingdo Gkampig il {bhiked Biastiens Hfiethefblaaphed Jeyndiy etches bave Palgink
|1 of Exampl ehargctedstipdispgresehie Thyroshlertl ¥om@ndry has a faint characteristic

di sagreeabl e_"hypochlorite" aroma. 45 EXAMPLE XXI| Four drops of the
conpound havﬁ@ﬁiﬁéﬂtructure so 55 39 EP 0 531 636 Bl prepared

oo Sy AR 1 D OB B

added to 2b0° of CLCROX[err] with stirring resulting in a clear stable
si ngl e phase sol ut| on. Sufficient 1 Maqueous NaOH is added to bring the pH

of. Q

30

Cs
e
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b prepared according fo Example Hll (bulked fractions 3-7). The premix is then added with stirring to 200
grams of a mixture containing 4.5% aqueous sodium hypochiorite and 4.5% aqueous lithium hypochiorits.
40 Sufficient 4 M aqueous LiOH is added to bring the pH of the solution to 13.4. The mixture is then heated to
120 *F and maintained at that temperature for a period of one week. The resulting solution remains clear in
a single phase. When used as a laundry bleach, the resulting bleached laundry batches on dry-out in an
atmosphere of 50% relative humidity retain a strong fresh warm vetivert, peppery, grapefruit and Bergamot
aroma, with vetivert, peppery and Bergamot topnotes whereas without the use of the compound having the
45 structure:

50

55
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the.m xture up to 12.8. The solution remains substantially stable at [err]
for a period of seven days. -Wen 5 the 5% aqueous sodi um hypochlorite
solution is used as a |laundry bl eacEP 068t63&BLIting | aundry on dry-out in
an atnosphere of 65%relative humdity yields substantially no
characteristic "hypochlorite" odor but does have a strong fresh substantive
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aqueous sodi um hypochlorite solutions g as | aundry bl eaches, the
resul ting |aundry batches on dry-out psphere of 65% rel ative

hum dity yields substantially [C "hypochlorite" odor, but
doeg have a strong fresh, war . fruit and Ber ganot
aro profile, with vetivert, rﬁ otes. Furthernore,
no such #haracteristic "hypodg e" aroma is retained on the hands of the
i ndi vi dual handling such l'aundry”batches in both the wet and the dry
states. EXAMPLE XXIV 45 Two grans of AROMOX[err] DVWMC-Ware adm xed with

ei ght drops of the conpound having the structure: 50 -

25
2. A perfume composition comprising a perfume base and intimately admixed therewith an aroma
imparting, augmenting or enhancing quantity of the compound having the structure:

O.

30

3. A perfumed article comprising a perfumed article base and intimately admixed therewith an aroma
augmenting, enhancing or imparting quantity of the compound having the structure:

50

55
4. A perfumed polymer comprising a microporous polymer and contained within the pores of the
microporous polymer an aroma imparting, augmenting or enhancing quantity of the compound having
the structure:

42



55 40 EP 0 531 636 Bl prepared according to Exanple 111 (bul i
3-7). The prem x is then added with stirring to 200 grans of ﬂ@ﬂ%&ﬂ““ﬁﬂmﬁ
solution of lithium hypochlorite. EB@E1SE6B 3 M aqueous Li OH'IE Os *
bring the pH of the solution to 13.4. The m xtures are then heated to [err]

e ocrReRal bl SR Wl lholt 5 58 ied R Syl 4B e
| aundry 5 %gﬂ To ggfgd%ﬂ ﬁl;&gﬁg %&J&é@n} aem%&%s%aﬁnﬁ&e%&o%xﬁ i rawihg@ 1
Semoer . AT e i g e

"
Eigox thefdof bl matertd! foP Rdiising tHRSkvent
peppery, 4

ganot arome, wth vetivert, peppery and Ber ganot
t opnot es whereas w thout the use of the conpound having the structure: 10
prepared giimer ding to Exanple 11l (bul ked fractions 3-7), the bl eached

| aundry batches have a faint 20 characteristic disagreeable "hypochlorite”
aronma. EXAMRIpkocoe\for TavgmertingTor edhanbinghfiaddrania df aldbhdUmiiia metodal selantsdl fwint the groght

dr ops mof t heonsisting ofipatiuina comgpsititre, pEfuséd artidlasrasd p&imed pplpgme sl cenamisingl the gtepef
Exanpl e || | infirhaiélk edikingawith saivscoBsurable Taterig rap aornajaggrodniing ercbdiericing guantily pt the ng
to 200 gr aneompburd having the elrugtoret ai ni ng 4. 5% aqueous sodi um hypochlorite and
4.5% aqueous |ithium hypochlorite. 40 Sufficient 4 Maqueous LiOH is added
to bring the pH of the solution to 13.4. \The pixture is then heated to
[err] nd mai ntai ned at that tenperatjure a period of one week. The
resulting solution remains clear in @ si £ phase. \When used as a | aundry
bl each, the resulting bl eachge on dry-out in an atnosphere

of 50%relative humdity re gfaﬁ]v tivert, peppery,
h vetivert, WMand Ber ganot topnotes

grapefruit and Berganot ar oy
whereas w thout the use of pound having the 45 structure: 50 65.41

25
2. A perfume composition comprising a perfume base and intimately admixed therewith an aroma
imparting, augmenting or enhancing quantity of the compound having the structure:

35 C SN

40 .
3. A perfumed article comprising a perfumed article base and intimately admixed therewith an aroma
augmenting, enhancing or imparting quantity of the compound having the structure:

50 - c=y

65
4. A perfumed polymer comprising a microporous polymer and contained within the pores of the
microporous polymer an aroma imparting, augmenting or enhancing quantity of the compound having

the structure:

42



EP 0 531 636 Bl prepared according to Exanple Il (bul ked fractions 3-7),

t he bl eached | aundry batches have faint characteristic disagreeable

"hypochl orite" aroma. The features dEPDEM®36B1 t he foregoing de ul‘mmlmumuw
in the clains and/or in the acconpanyi ng drawi ngs nmay, both sepa

in any conbination thereof, ‘be material for realising the inventidn fn

diverse forns 5 thereof. Clalns 1. A process foy augnenting or enhancing

the aroma of a consumable material selecteq frofthe group 10

consi sting of perfune conpositions, | afticles and perfuned pol yners
conprisin% the step of intimately adm \/h said consunable material an

aroma augrienti ng or enhanci ng onpound havi ng the
posi tTon corr%ig:’_ a perfume base and

structure: 15 20 25 2. A perf iy
intimately adm xed therewith § i nparting, aug i ng or enhanci ng
gquantity of the conpound havi o structure: 30 35 40 3. A perfuned
article cgymprising a perfuned ar¥icle base and intimately gdm xed therewith
an aroma augnenting, enhancing or inparting quantity of the conpound havi ng
the structure: 45 55 4. A perfuned pol yner conprising a m croporous polyner
and contained within the pores of the m croporous polyner an aronma
i mparting, a%gnheshiotineepontainiagbleacis comgposiicarcbiprisingsf t he conpound havi ng t he
structurers 42 (a) a chlorine bleach base; and

(b) intimately admixed therewith the compound having the structure:

b.

20

s0 6. A perfumed aqueous alkali metal hypochlorite solution comprising as a sole ingredient the composition
of matter selected from the group consisting of (1) at least one substance defined according fo the
structure:

o

SO3~Mq* SO3-Mg*

wherein at least one of Ry and Rz is C10-C12 straight chain or branched chain alkyl; when one of Ry or

Rz is C10-Ci2 straight chain or branched chain alkyl and the other of R or Rz is hydrogen; wherein M,

and M are the same or different and each represents alkali metal selected from the group consisting of
45 sodium, potassium and lithium and (2) a mixture comprising a material having the structure:

SO;~"Mg* - SOy~Mg™

and intimately admixed therewith a substance having the structure:



prepared according to Exanpl e 111 (bul ked fractions 3- 7)
| aundry bat ches have faint characteristic di sagr eeabl e 4@“&:‘&@%@@““‘“‘
aroma. The features disclosed in theP 068t638 BY description

and/ or in the acconpanying draw ngs may, both separately and in any

conbi nati on thereof, be material for realising the invention in diverse
forme 5 thereof. Cains 1. A process for aygnenting or enhancing the aroma
of a consunable material selected fromthe group 10 consi sting of
perfume conpositions, perfunmed articles and|perfunmed pol ynmers conpri sing
the step_of intimately adm xing with sargl-eNmsBimabl e material an aroma
augnenti ng or enhancing quantity of the corr\;t,ound havi ng the structure: 75
20 25 2. A perfune conposition conprising a¥perfune base and intimtely

adm xed therewith an aronma inparting, augneMing or enhancing quantity of
the conpound having the structure: 30 35 40 3. A perfuned article

conpri sifpg a Rpkkdin P isadtrhigt! chai AR; Wieebin ibrb MReh B5% 6188 P UmbiRE @urisishofasfraight

ar o augnent ¢Hag,alk@raasCrorol 1Up th IPEIoh Bgms| BritNihielolh "af aridiTe™ are BRILEB hraity iyl

t he struct ur eap ¥9.25%00fne ér mdte Paigativiecsbripaé yilsEsaiddypaehibdte sulutien haviag @ pH ob UiSup to
pol ynmer and cot1 andmae dromva infipaning, agneotng r arharicing quantty ofotbe coorpoyd|hgvingyr theastruetorea
i nparting, augnmenting or enhancing quantity of the conpound having the
structure: 42 EP 0 531 636 Bl 10

G

20

c=N

25

O 7. A process for preparing a phenyl butyronitrile defined according to the structure:

R

_ ) . \C:EN
o' Ra

wherein Ry and Rz are the same or different and each represents hydrogen or methyl comprising the
step of intimately admixing a compound having the structure:

50

55

with isobutyronitrile having the structure:



5. A chlorine-containing bleach conposition conprising: 15 (a) a

chl orine bl each base; and (b) intimately adm xed therew th t '
havi ng the structure: 20 [err] 25 30 EP 0 5310836fRIned aqueous al mﬁ 'm'”"””"l
hypochl orite solution conprising as a sole ingredient the conposiction of s &
matter selected fromthe group consisting of (1) at |east one substance
defined according to the structure: 35 [err] 40 wherein at |east one of

[err] straight chain or branched chain IkyI 7Qéone of [err] or [err] is
[err]straight chain or branched chain al)y+t éumk other of [err] is

hydr ogen; yherern [err] and [err] are thie sane or different and each
represents al kali netal selected fromt‘he group consisting of 45

sodi um potassium and |ithium and (2) a mxture conprising a materi al

having the strygir Peser&:@ﬁfra]baéé éﬁ@&&lt%e%iﬂﬂ"tﬁ%ﬂﬂe%o% Haling'thé stRil@N CE
havi ng the structure EP O 31 636 Bl [err] wherein [err] is
strai ght ghain al kyl; mherern nore than 55% of the [err] nnretres consrst

of straight chain aIkyI having from 11 up 13 carbon atons and wherein

"A" and "B" are each separately nethyl up one or nore conpatible
perfune oils, said hypochlorite solution ha}/ pH of 11 up to 14.0 and

an aronmm i nparting, augnenting or the onpound havi ng
the structwmre: 15 20 25

C Ry

20

is produced in a yield in excess of about 65% according to the reaction:

25

R, | I Ri
S ® +>—°‘=‘N—>©)\>Lc
. A

Ra

35
8. A process according to claim 7, wherein the catalyst is selected from the group consisting of sodium
hydride and lithium diisopropyl amide having the structure: .

- )\)\

O L

and wherein the admixing step is carried out at a temperature in the range of from 90°C up to 130°C.
9. The process of Claim 7 or 8 wherein Ry is methy! and Rz is hydrogen.
® 10. The process of Claim 7 or 8 wherein R is hydrogen and Rz is hydrogen.
11. The process of Claim 7 or 8 wherein Ry is hydrogen and Rz is methyl.
55 Patentanspriiche

1. Vertahren zur Steigerung oder Verbesserung des Aromas eines Verbrauchsmaterials, ausgewihit aus
der Gruppe, bestehend aus Parflimkompositionen, parflimierten Artikeln und parfiimierten Polymeren,

45



7. A process for preparing a phenyl butyronitrile defined accordin t he
structure: 30 35 40 wherein-[err] and [err] are the same or (““uﬂiﬁn ”““‘
each represents hydrogen or methyl EPOE31888B1t he step of int il
adm xi ng a conpound having the structure: 45 50 [err] 55 W|th

i sobutyronitrile having the structure: 44 EP 0 531 636 B1 in the
presence of aupiseed @%g%l \Aét inpiggn ‘Q"ﬁ%ﬁhP’Bd“'Eﬂe"tqeﬁﬁ‘“?ﬂl(‘!ﬂbWF&?mﬁt‘H@' ISHYBTIFLP-

havi ng the st Padeppger "f@eﬁmﬂﬂ‘ Menos, e Yerbladpng mitde Skl | 1 excess of about

65% according to the reaction: 25 [err] 36 8. A process
accordi ng to claim7, wherein the catalyst s segected fromthe group

consi sting of sodium hydride and |ithium di , '
structure: 40 45 and wherein the adm xijng st
tenperature in the range of from[err] |9. Th process of Claim?7 or 8
wherein [err] is nethyl p ) 0. The process of Claim
7 or 8 wgerein [err] is hydrofg gEI:N

15
2. Parflimkomposition, umfassend eine Parflimbasis und innig vermischt damit eine aromaverleihende,
-steigernde oder -verbessernde Menge der Verbindung mit der Strukiur

20

25 . C SN

30
3. Parfimierter Artikel, umfassend einen Grundstoff flir einen parflimierten Artikel und innig vermischt
damit eine aromaverleihends, -verbessernde oder -steigernde Menge der Verbindung mit der Struktur

35
C —
[ vy
o =N

4. Parflmiertes Polymer, umfassend ein mikroporSses Polymer und, enthalten in den Poren des mikropo-
résen Polymeren, eine aromaverleihende, -verbessernde oder -steigernde Menge der Verbindung mit
der Struktur

50

56



11.; The_process of Claim7 or 8 wherein [err] is hydrogen

met hyl . 55 Patentansprtche .l. Verfahren zur Steigerung odor Verbesserung
des Aromas ei nes Verbrauchsmateri al SEP as3peselit aus der ﬂg mmnmm
aus Parf Orkonpositionen, parfl'merten Artikeln und parfU mm
45 unfassend die Stufe des inni gen Vernischens nit dem genannten ®

Ver brauchsmat eri al ei ner aromastel - gernden oder -verbessernden Menge der
Ver bi ndung mt der Struktur 5 10 2. ParfUnkdnposiAion, unfassend el ne
Par f Urbasi s und innig verm scht damt ¢ n gver | ei hende, -steigernde

oder -verbessenrde Menge der Ver bi ndung Struktur 20 25 30 3.
ParfOnierter Artikel, unfassend gi nen G undst NSf flr elnen parfUmerten

| ——

Artikel und innig verm scht @ er bessende oder
-stei gentrde Menge der Ver bing der Struktur 4. ParfUm ertes
Pol ymer, unfassend ein m krogd Pol ymer und, enthalteh in den Poren des

m kropo- ;p0sen Pol yneren, eine paver | ei hende, -ver bessernde oder
-stei gernde Menge der Verbindung”mt der Struktur 50 55 46 EP O 531 636
BI 111111 21127181 N1121 111

5. Chlorhaltiges Bleichpréparat, umfassend
15 (a) eine Chlorbleichbasis und
(b) innig vermischt damit die Verbindung mit der Struktur

20

C=p

25

30 6. Parflimierite w#Brige Alkalimetallhypochlorit-L&sung, umfassend als einzigen Bestandteil die Zusam-
mensetzung ausgewihit aus der Gruppe, bestehend aus (1) wenigstens einer Substanz, die durch die
Struktur

SO3y~M,* SOy~Mg*

definiert ist,

45 worin wenigstens eines von R; und Rz geradkettiges oder verzweigtes Cio-Ci2-Alkyl bedeutet, wenn
eines von R: oder R: geradkettiges oder verzweigtes Ci0-C12-Alkyl bedeutet und das andere von R;
oder Ro Wasserstoff bedeutet, worin M, und M; gleich oder verschieden sind und jewsils flir
Alkalimetall stehen, ausgew&hit aus der Gruppe bestehend aus Natrium, Kalium und Lithium und (2)
einem Gemisch, umfassend ein Material mit der Struktur

50

56

47



—_—
10 5. Cnl orhaltlges Bl ei chpraparat, unfassend t5 (a) eine

Chl orbl el chbasis und (b) innig verm scht damt die Verbi ndung(“n ﬂ
Struktur 20 25 30 6. ParfUm erte wEBH &3 686B4] i net al | hypochl Im Humud,’””,"
unfassend al s einzigen Bestandtei| die Zusam nensetzung ausgewahft 'aust *
G uppe, bestehend aus (1) wenigstens einer Substanz, die durch die Struktur

35 R2 OnQ 40 SO 3 Ma + SG3 definiert 46 wor m

weni gstens eines von R und R2 ger/a i ges odg zwei gt es C10- C12- Al kyl
bedeut et, wenn eines von R gder ket ti ge ver zwei gt es

Cl O Cl2- AI kyl bedeutet und d R 4 rstoff bedeutet,
worin Ma ®und MB gl ei ch oder verscN si nd uny gils for Alkalinetall

st ehen, ausgewahit aus der G.uppe hend aus TNXCTI um Kal i um und Lithium
und (2) ei nem Gem sch, unfassend ei gy al mt -k [ektur 50 55 47

R2- 0 rsa? Ma (;Bd; ni g vermni scht

damt eipge Substanz mt der Struktur A 15 R3"# N-B 20

und innig vermischt damit eine Substanz mit der Struktur

A
15 ‘
N\ | Ry“—N—B
O
25  worin R"™ geradkettiges Alky! bedeutet, worin mehr als 55 % der Ra'"-Gruppierungen aus geradketti-

gom Alkyl mit 11 bis 13 Kohlenstoffatomen besteht und worin "A" und "B" jeweils getrennt Methyl
bedeuten, bis zu 0,2 % von einem oder mehreren kompatiblen Parfumdlen, wobei die genannte
O Hypochloriti&sung einen pH-Wert von 11 bis zu 14,0 aufweist, und eine aromaverleihende, -verbessern-
- de oder -steigernde Menge der Verbindung mit der Struktur
30 -

. c=n

7. Verfahren zur Herstellung eines Phenylbutyronitrils, das durch dié Struktur

45

R

/

) ' ~C=N
. RS



0 25 ,worin R3. geradkettiges Al kyl bedeutet, worin rreh als 55 % der
R3' ' - Gruppi erungen aus geradketti- gem Alkyl mt 11 bis 13 ”mu" "',””
Kohl enst of f at omen best eht und worin &P Q&81 63B'B1 ewei | s get m
bedeuten, bis zu 0,2 % von el nem oder nehreren konpati bl en P unt nl en *
wobei di e genannte Hypochlorit| 65“”% ei nen pH-Wert von 11 his zu 14

auf wei st, und eefiniertiptoweringf| wndfengiich oderyasicaiedop, sing ding dawpils. s W ﬁﬁ'@°ﬂféﬁ‘€fg‘y'
der Ver bi ndung Sthen. yafassend dig Plyfe deginrigen Mrmjschans sinerierbindyng,miy dor STUIU ng si nes
Phenyl butyronitrils, das durch die Struktur 45 50 55 48 EP O 531 636
SI"'hit lili 11 HI 11! IN'!1 definiert ist, worm
Rl und R2 5gI ei ch oder verschieden sind und jeweil sQar Wasserstoff oder

Met hyl stehen, unfassend die Stufe des innigen Verhféchens einer Verbindung
mt der Struktur 5 10 15 mt Isobutyronitril mt d Struktur 20 f C=-N 25
in Gegenwart eines basischen Katal ysators aB die Verbindung mt

der Struktyr 30 \ n 35 40
in einer Ausbeute von Qber etwa 65 % dur 0+ +C Rc
15 . R 2.
U mit Isobutyronitril mit der Struktur
20 .
. e
>- C=
—————
25
Q in Gegenwart eines basischen Katalysators so lange, da8 die Verbindung mit der Struktur
30 R
!
35
C Rs
40 in einer Ausbeute von liber etwa 65 % durch die Reaktion
Rl : R
45
O + >.__C'=-: N—> /@)\y\
Ra N
50
hergestelit wird.

8. Verfahren nach Anspruch 7, bei dem der Katalysator ausgewdhlt ist aus der Gruppe bestehend aus
55 Natriumhydrid und Lithiumdiisopropylamid der folgenden Struktur:



50~>~~R so hergestellt wird. 8. Verfahren nach Anspruch 7, ' _
Kat al ysat or ausgewdhlt ist aus der G uppe bestehend aus 55 /Ilﬂ"””l!,)”

Nat ri umhydrid und LithiundiisopropyEmosst 638 Bf ol genden Str ukt*ur € l"l :
531 636 Bl "11%iiiC, 1111211118111(1111 5 AN Li 10 und worin
Verm schen bei el ner Tenperatur imBereich von 90 *C bis 130 * C
durchgefLihrt wird. 9. Verfahren nach Anspruch 7 oder 8, bei demRl fUr

Met hyl und R2 fOr Wasserstoff stehen. 15} 10. Verfahren nach Anspruch 7 oder
8, be! dem Rl far Wasserstoff und R2 far vasse stoff stehen. 11. Verfahren
nach Anspruch 7 oder 8, bei demR falr er toff und R2 far thyI
stehen. 20 Revendlcations 1. Procede ou raqttre ou aneliorer |'ar8ne

d' une mati bre consommabl e, choi si‘e parm 03| tlons de parfuns, les
articles parfumms et |es polyneres parfu renant " et ape consi st ant
a nel anger intinmenment A cette matibre cons mrabl e, une quantite du conpose
accroi ssgnt ou anelio- 25 rant 1'ar8 ne, repondant | la fornule: 30 35

2. Conposition de parfum conprenant une base de parfumet, en ndl ange

intime avec cCgildlwerifdas Véifsciiéh bei einef| Méhipelah inflBer6ic oA 96 * C BI3T160 A0 Hurclelhrowias ant
ou augnentant 1'ar8ne, r6pondant A la fornule: 45 50 3. Article parfung,
conpr enant sunveriameenadh afispiuch B odea 8,fbedameR , flreNtsthybdne Rg diir iWassersioftztoben. cel | e- i
une 55 5 quantite du conpose accroi ssant, augnentant ou conferant

| " ar 8me, r @poVetiahren sach Anspoicn¥ibder 8, bei dem Ry flir Wasserstoff und Rz flr Wasserstoff stehen.

U 11. Verfahren nach Anspruch 7 oder 8, bei dem R, flir Wasserstoff und Rz fllr Methy! stehen.
20 Revendications
1. Procédé pour accroftre ou améliorer I'ardme d'une matidre consommable, choisie parmi les composi-
tions de parfums, les articles parfumés et les polyméres parfumés, comprenant I'étape consistant &
mélanger intimement & cette matigére consommable, une quantité du composé accroissant ou amélio-
25 rant I'ardme, répondant 4 la formule :

30

C=N

35

2. Composition de parfum, comprenant une base de parfum et, en mélange intime avec celle-ci, une
40 quantité du composé conférant, accroissant ou augmentant I'aréme, répondant 2 la formule :

C=p

50

3. Atticle parfumé, comprenant une base d'article parfumé et, en mélangs intime avec celle-ci, une
85 quantité du composé accroissant, augmentant ou conférant I'arSme, répondant & la formule :

50



50 i EP O 531 636 Bl~~ ~~~1 111111 111111 11111 11111111111
nggZ/Ssig?,g S:3'ol ynbre parfulma conprelﬁamsajrssp(mynelr_e m cro- po“!ﬂlllﬂu“ I" I III”!II

contenu dans |es pores du polynere tS m cr o- por eux, une quantlt e du °
conpos6 conferant, accroissant ou augnentant |'ar8nme, repondant A la
formule: 20 30 5. Conposition de blanchinment au chlore conprenant: (a) une
base de bl anchinment au chiore ; et (b) en ange/ intime avec cello-ci, le
conposd rdpondant | a fornuls: 35 40. 45 6. Sol y{ion aqueuse d' hypochlorite
de netal alcalin parfum-e, conprenant cgmm i ~di ent uni que une
conposition choisie parm (1) au noins ance r~pondant | a fornuls
50 Ru~~~~~~~~~~~~ 26

55 51 EP 0 531 636 Bl

10

4. 'Polymére parfumé comprenant un polymére micro-poreux et, contenu dans les pores du polymére
15 micro-poreux, une quantité du composé conférant, accroissant ou augmentant I'ardme, répondant & la
formule : '

} \
25 ' "=y

5. Composition de blanchiment au chlore comprenant :
(a) une base de blanchiment au chlore ; st
{(b) en mélange intime avec celle-ci, le composé répondant 2 la formule :

Qe

45

6. Solution agueuse d'hypochlorite de metal alcalin parfumée, comprenant comme mgrédlent unique une
composition choisie parmi (1) au moins une substance répondant 4 la formule

50

55

51



* C;, L : S dans |l aquelle au noins un des synboles RI et R2 est un’
groupe alkyle en Cl 0-Cl2 3 chaine lineaire ou ranifi-~e ; Iorsﬂ“"lﬂﬂl’t‘l““l“"l“l
synbol es R1, ou R2 est un groupe al ERI05363€BD C12 A chaine |i .

ram fiee, |"autre est un atone d' hydrogbne ; dans Iaquelle M, et sb nt

i dentiques ou dlfferents et represé6ntent chacun un netal (al cal ﬁ' és

parm |e sodi (A} 4 °'§@P$§’§’FH’M’ sy’f‘%ﬁﬁ“ﬂ%ﬁ%ﬁ"’é‘t‘" ® glyylen Cio-Cy F'}i e@g” aire ou

alkyle en C10-Ci2 2 chaine linéaire ou

conpr enant uné? FI flag)

El -7 - ami m I?.cwgl % ﬁopt |denf|que %dlfferents ot
(- méa alc m Siasﬂgq} ot’ Ie |um et 2) un

subst ancg r dp a\,,réa:me% X mw Bihd fotfpe

al kyl e a "chaTne ans a ue 55 % des parti es S 4+++

sont constitudes d un groupe al kyI e A chat ne Ilneal re en G, a Cl a et dans

| aquelle "A" et "B" Q sont acun sdp nt des groupes mthyl e,

jusqu'a 0,2 %d' une ou plusleurs hii/ ex\essentfi 8@ conpati bl es,
cette sohgition d' hypochlorite aﬁ/‘an 6 8s let une quantite d' un
conpos6 conferant, accroi ssant ou aygpeAht ant , repondant 3 la
formule: 35 40 ss 7. Proc6d6 pour preparer un phényl butyronltrl | e repondant
Ala fornule: 50 O3~ M=~ SO37H 1 52 EP O
531 636 Bi ' I 111111 11 Bll!'l. Il ! dans laquelle Ri
et R2 somt identiques ou differents et representent chacun un atone

d' hydr ogbne o@t @hm§leeseirimagyasyeplie-ci, seayybuanas Epondant g fecforawlesi st ant a n6l anger
i ntim-ment un conpos4 repondant & la fornule: 5 10

0 t5( A

» |

Ry —N—B

i

dans laquelle Rg*** est un groupe alkyle & chaine lindaire, dans laquelle plus de 55 % des parties

R;*+* sont constituées d'un groupe alkyle & chaine linéaire en Ci1 & Cy3 ot dans laquelle "A" et "B"

Q sont chacun séparément des groupes méthyle, jusqu'a 0,2 % d‘une ou plusieurs huiles essentielles

30 compatibles, cette solution d'hypochlorite ayant un pH de 11 & 14,0 et une quantité d'un composé
conférant, accroissant ou augmentant I'ardme, répondant 4 la formule :
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45 7. Procédé pour préparer un phénylbutyronitrile répondant & la formule :
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avec un isobutyronitrile repondant | la fornule: 20 25 en presence d'un
cat al yseur basi que pendant un tenps tel que |e conpos6 r~pond I

formule: 00 35 soit produit avec un EPOdE31®86 B3updri eur a 65 m‘lmmu“m“ml““l
confornmdnent a la reaction: 40 46 fR 50 8 Proc6de sel on Ia ré\/eﬁdl bat on® *
7, caract rise en ce que |le catal yseur est choisi parm

sodi um et | e didansdgsuellsyi et Bersent idantigues| qudifiergns pspPRealaRt °&"°P’%1” %

EP O 531 636 BMn groupe méthyle, comprenant I'étape copsistan{ 3 Mflangey infirgment yry compp: y@ndan}_é

M S* |_ 10 &™%: ce que |'6tape de nel ange est effectuee A une

tenperature conprise dans |'intervalle d' environ 90 *C A environ 130 oC 75

9. Proc6d8 selon |'une des revendications 7 ou 8, ﬁans | equel Rl est un
groupe methyle et R2 est un atome d' hydrogbne. 10. |Procdd6 sel on |une des
revendi cations 7 ou 8, dans lequel R, est un_atoneld hydrogbne et R2 est un
atonme d' hydrogene. 20 11. Procd6 selon |’ Q ndi cations 7 ou 8,

dans lequg) Rl est un atone d' hydrogbne ¢ roupe nethyle. 25 30

18

25 en présence d'un catalyseur basique pendant un temps tel que lo composé répondant & la formule :
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soit produit avec un rendement supérieur & 85 % environ conformément 2 la réaction :
40
45
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8. Procédé selon la revendication 7, caractérisé en ce que le catalyseur est choisi parmi I'hydrure de
sodium et le diisopropyle amidure de lithium répondant 2 la formule :
55

53



35 40 45 50 55 54

osewent A OB
* c L M b *

_ ~
. TN

VA
170

ot en ce que I'dtape de mélange est eoffectuée & une température comprise dans lintervalie
d'environ 90 *C 3 environ 130 *C

16 9. Procédé selon I'une des revendications 7 ou 8, dans lequel Ry est un groupe méthyle et Rz est un
atome d'hydrogéne.

\ 10. Procédé selon I'une des revendications 7 ou 8, dans lequel Ry est un atome d'hydrogéne et Rz est un
U atome d’hydrogéne.

11. Procédé selon I'une des revendications 7 ou 8, dans lequel R; est un atome d'hydrogéne et Rz est un
groupe méthyle.
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