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EP O 325 457 B1 Description The present I nvention relates to a granul ation
product conprising a perfume and ﬁéﬁf&*&etergent conmposi tion. 5
Perfungs are generally liquid (alt solTd perfumes exist, such as .
canphor) and are used in nmany applications. ne of these appl ications is as
an i-ngr edimitrgtfona powdery detergent conposition for clothing, where it S
used»t o mask the odor of the detergent material and to please the user
~whi | € the deTrermeesait iventibe fetatps trse granufstidrhyworybt mbiisingi adpeffend andes mowdene datérbept be
added to aoipapiipnl detergent, no satisfactory method has been proposed for
the addsti onPasfumgs 4rp qmecalhp@rutduﬂemb selid perfuies wxigteueh greamphas) and erecusert in trigay
liquid perapoiggtions Ongof f@@ﬁé?%tﬁ'v‘s @msaymreénrt@fenevqsmersynfmwgwpr clothing,

Al t er nat i Ve it i§ jyged| tp (g [Perlor ghtee petergeny mgteriah aqdye ot ehile tecdotergent it he
formof a f@t‘?g 6%?P1 ’i‘é’&°%§t’"@t‘ E?HU{BFe‘?a" g‘r‘%‘g&er ¥4 aéfq t‘?’ "ha? "ﬁ‘? ethpd hf"’ne
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vol ati | Z nt fth:loh gqg tgrqr qﬁﬁ gdé@@erht% rsotgla’(gﬁl p% e c@rﬂ ot:Qt L as the
weakens,g Jehrdannn SEW 121 JBLEE Sut, a%g s Qé&r viaiend R BYovehninGed, o 't&@ﬁ@ﬁ@ékﬁ:g oliddt
some cas € SgisaffRGE. [RAGhd =98, Abre BddRBA bAHTRIGRIGINGEES 2 Peldi@IAlidaY Rl thvddlBIB FafMnce
favour abl @, fleags MRGHhg dpeldt o irdiBilel\EESIY F16videP aiingOfbcie 1684 ailty othdg RAR ifiksy
provi des nasedNGowdeanl 8 sk arditidwacHindldpbra@ns, Shedddor driitild fiomIEdbihiddasvaioag |
i n the secnbdisandy dil ciahingis wbsned, SpaiaisLiogke mbdking GCkBEinei Hytatidittbn fof Derpériame by
cl ot hi ng ide stthocgvdnimalussthogery dirty clothing is washed, so that
i NSWF i ci ent nmedsk forrgpke $hediagraicn eetsiignt,zed aiiteripd has, wkn mde tpeqld‘ aspiid bater@@t peforee of
t he converit poriat forme pigpaed by incopowdting & perinmk énta ane"irfclusionr eompeung & Isudhsas eigiodexdin.
attenpt haseehdesh Garde PeiontNpel3020268) Alehoenisttes epervf syst ef inglsion-CopaLAe Prifos byt @
prepared Yot ireRsevemettn e Parsigience ghilie ifparencarinis pypedient isoRsuligAp def fepskingstie pdog s
cycl ode®t ran*edgfeeéhewé%*tngeer%ﬁeqﬂe?e@r&asmscﬂe@z’e%g) Al though the use of
such an incl [ﬁ‘s’ Sh ¥o8f *Btrﬁaasaerfhasevardmﬁas'ag 9?’1’? or arﬂﬂh %P F teﬁge*e'gem
per si stenc‘%:;%‘f’ o i I #ﬁiq evpgré%h?fsecmaédraéwf wSpas §75P; O R IRest Ry
t he odor r epeat ed [ as
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econony, €gase,Q! tran{%’port ase gfgoca&r'yr}r%the detergent E ‘*Sﬁ“‘é@?&“@té‘%

and saving Of .sstdarnaﬂepm%ﬁace trodl ag&ttéd&nsw.thya&?%r\d&romntctﬁtagregam SndhR dlbearehias ed
i N Japanesfcdsd P i edhdtics HaPRide BPMe gbokid by imbSking, thed Bdor 30ME Pdwl&slcigenil AAERABANIS 3.
Al t hesabippst £86ddsmR RigrantSio Metvabtihgaifuid SHANOMEHRGWashel ih Re gener al
conposi ti on, HPKNEE Bigh-0énsiBO IgkbRiidri dndl RAcehtfedNiiediigers N@hdryin AIVEEN Yhighe delsBe s ,
and none aﬁtertd@em dinGanGOBukespeifid grsivityhof iat 18ast 0.8 glcaP)have d disad@anBgntincopveatidhal dev- t O
~treat a dedeesigemtorgentt kbutk specifie grasityd ustbllycibod OBeg/énfirin, thaiistled the dige-xi@siti, eratular S
necessary dnd cambria®d dethrgent hkstrchighf cottbre opothaiSndpadientasich agja suwiactand dor thefputphee of aw
detser gerpt  maticing ithelamavnd (reighBHd vplupel ot they desbraent requirefl pergvashitge(eno frorh 40 8% 139
| i qui d andgRos) @Wﬁg’fvﬁs pestymp rFO'F'PO"eﬂtid@!EtYeﬁO thej washin fiad gnd Ye paehingris sisel
concent r ategregres ép Hishihs Fparpnes af e weRbing dqun a"l#r‘ben"@@ﬂ%ei refpainings injtha wasaRACIqthSS
nmean a bul ¥ Y& | c ravity of at |east “Eg‘ cnB)  have a di sadvant [a!g

B R Pl UalPy

tf"ﬁ o e o gt oenipie s =l
about CSQ%G ﬂ“"t"ﬁ' s tfrr'%s Han %s“ﬁ’g ik ardatrfggnm P Y

of {he de er

det er gent oero t Iro\tﬁg | Qrgctr r%‘ ?rjg jgﬁrdr% ?Lé Qy% aéger
f or t he p 1] am O e ﬂn
era,ng.t.sa ;{ {hgﬁ W E}E mzat.srprnr%&‘dateetrﬁi artan g o ggﬁ %Vb

detergent éb%ﬁll&'eé odRh,
of the perfWoKy GRYTRRGN dbt éﬁ'fdf%totr{i?ng BS HBSLLE0 ah liitiasd 'aElﬂd' S

al so decr egsptifle $OurlidiBiratid) Bochiisd G M&H6ReLihe tEHReNR R itHdOpdrilnHa! r:&l déya.@lpss@ & become
fragrance densfgedli Ng i n the washed cl othes are too weak. |ncreasing the

proportion ofweanise thoR &bdnd NBat | thosé probldivié @S bP ABISEdOME NMIEANS poldeB0IREHRMA Wit g
for this A4granuited\Weaike prejeireVigr pulvbdising aDperfags walb anl inclasloneoasunld \sad Yirasilatiod the
odor of s¢ hesuliag evigeisdd pedumkarompasitiorsehiahag led to the completion of the present invention.
In the invention, a perfume-clathrate compound is used and this is also referred to a perfume-inclusion
compound in this application.



conerrers find unpl easant. ;The perfune has, as an osnophore group, a
functional group such as a hydroxyl g Pgi mé.g ester, ketone, nitro, am no,
et her dr cyano group, or a double bon I'n general many of them
easily bring about deconposi-tion, denaturation, or polynerization in the
case~of an al kb inRénti@ praviek b thigh d@isnﬁfrmmhr cancdatrasd Gotergedt dompasitionl whigh mpdes wt
det'e¥gent f astohodduirgegt compenehtiinga partame nliathatad witceyeladsstrin or & Areycipdegriordeivative,0f
added per f umkractsrised fim thetuthe bérepoliton s e high bilk dersits ext domerises %It bif weight of an
perfune to eenimudatanyihe blethated cefenopantiis gynuigrys! ahawtqm\fﬁn P@en';ﬂg'mqtmndtah @xdender.
probl ems Tan Heis prsfepabie thap thei datrrie erapisdiane s gueragecizatol 110 1R 1800 pismplars e more
perfune preféifledernatie 9'@?“1‘@%’%{’%@’?%3@@@“"5 °P|é’]ah§|w6ﬁ‘ ¥ dep SLifa omAdes
granul ati ng"#Re %Zg of E:E’GI"PPH Odﬂfrgé‘?‘?%érqet é?:f“lgr’u’é[”h&’ ??FWW“&“‘W&@Q PRt
to the corrplB {\“’lr6 r;ble éﬂ ?vg)% GHW%‘HE? &as? 1t E c q efergent, with a fiquid
per f une- clath &?é’@ q ’1%" ‘gsggf P'écie% adfﬁ’% q
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clathrated etQ 9 t (gn'éﬁtr?angrad@ed 15 skt - exg )fljier folln G5 In¥:Rde! ¥&wder prepared by

char act erkS%SlNdeﬁngtth@-Pes&l & rRQUB-ORlb :Pﬁbrf&ﬂ@cé}n h&in Hf; KowOtabityl dd ARRH vOLRIW i SES
25 to 50% byumké 8MieoRd sARMARIRINGE IS W icbAsch@Nkaving BBth@teddring LaBifly GRANASLBorhS
granul at ed - aaineQRinvidGat@ 1Al iR G@AIMNr Grid bdie@ o said dradilarestegader . 5 It is -
preferabl e t hathetduthraié-pidhiigtan@ir@nusb@sn iav@esant Buwatidage sisz ere@iabl/0fcicdddbin0
M cr onet er. s HoldverBrogeichiekitn Herivitines, slchtabimathglaigd arytiaxipr ef eelads| ocyolavantis weh ya
si ze di stani bylddetrirt reytalsh basedo or | ess of . t he granul es have a size of nore
t hags 1500 i crioaimsioros a pHiend inveerigthreta compauhd follgyred \Hy dityeriation rpRystiet ¢apgucted by a
conpri si ng 8onmenhygempigyedonsthod iy geriewk theagithrde or ingusipnygomppusfl with jthe Rerfupé Fant e
granul es. TREPFpbR@edyalyfaddinga pasymeojashiny Acanpgesoss Wf"ﬂ?ﬂ%éﬁ@ih{a?'f°fg‘r“&ﬁ%@ﬂ“d
concent r at e#nigettigrng et slury; of |ougoys; sgiytion. eoliechrg: e RerTupS RSHTIEN COPRAYR % , and
stability® aHEY'“Hd‘va"\‘Po‘Peéft"i"? ?‘E‘V“"r’ RlatyAte é‘r"’lﬁﬁﬂ F?f%"%‘?d ?%BTGfefa@‘yéﬁi%"t 'érﬁ m d"i‘“B %8 to
liquid perf n‘gg aV|n Iow st and hi h vo
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éwe p r ln ge dry
conponent hg(? %T@u ‘gﬁ thsesaLB q %:ﬁln %e 0 %e:gr? hile gmr;:g we E}\C{Tss wa er is used in

_zeolite systenr S sBraye ol ” S° ?"'"g
“det er gent Wég %t b ado"f " »m%dé 5 al ﬂ] g%metggzz
conponent aRgh, %o@éhﬁ]e %Iy@tﬁ g hehol ethdthati®y m &o&% 21 2@Q¥\G§\ratoms an

prepared by iR AEViddChn alkP grdts Ui 1285157 Eiboh WoRs, 2Ad &ﬁyle'%e BRAL- MO ROHRR BRAE
having | ow gbpdlrhdety and high volatility in an ‘al kaline or zeolite system
~is included inme pewdERRRAuANed @ 16d Fbdantahvanto isvhikd vath al idayr it an ekididerlsucwas
form a perf @bk 3bi) bt fartidB if@bdeadaryl, & pisiad plopsrtyli@proven ehel palvded sbichi o sitlj¢ansrd| oftisr
det er gent . Blitived, abdtha imddureis kirugedC Difgstitidte istheh granutaiee bp b @eeuldtion mebod sudinas =
nost pr ef er adiing gfasulatibn mptbd) dietkd ke in grleloNatingethe pdweipred petame\ibib ipksleged thatdie edume
met hyl at ed [irelusidn arsteviad| dowdes, #he djraibro drexedenderasnd fhe rphysical fropayiy | imdwxer rienusadhjn
al $o¢ be ugedkspecticsl apuen olA0 to S parts yrweighi (hereiriatiar lablieviated dorfinsdisidl Sfto PY patsd! 51563/50
pul veri sat i @pfisnend Ode Seairdeerselrellry a commonly enpl oyed met hod. I n eneral

" the cl at hr at e B pPeyidsredds B’ﬁfe@B' @G‘ﬁ‘ﬂe%ﬁ”ﬁ tq ke FpeveFaRPatiste diamoly

gradual |y adf 'Ya"’ é?f1 e Biefgrap 389 t°aFP° ﬂ‘e(‘.’)d% pretsrrent | “B‘ri‘“%Peé;g“‘age °f “‘e

8 rﬂ? quil b%l reinafter
%ﬁtgi?iﬁ fdgt i gr"(g‘ %g% et ;rmc g@% R
c

e perf ume A} gg Ay uﬁf e pBAELSh AR @39@ Rahprs

nol ar ratlo

oR§
or wet proc eS SsdéI:.h 3 'arlﬂu.é p nﬂ'{g aterial habi &aﬂhft@%slﬁw vORiah Gh aksing! §ﬁ£oxké1
conbi nat i 9N spdidn) id Qﬁaﬁh NS a ndRidbRity, Q;r:InhEr amat coERT RS dNBIhEE rhatoriblS& Omikdd in a
: preliminary step with part of the detergent component and then added to the detergent in the form of a
master powder prepared by pulverising the mixture, while a liquid perfume material having fow stability and
high volatility in an alkaline or zeolite system is granulated after inclusion thereof in a compound having an
inclusion capability to form a granulation product of a perfume inclusion powder and then added to a
55 granular detergent.

The perfume maiterial having high stability and low volatility in an atkaline or zeolite system which is
generally used in the art is an alcohol, an ester of a secondary or tertiary alcohol, a ketone, or an ether, and

specific examples thereof include the following perfumes.
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conmbi nation wth the Qhinder. The binder nmay be an organi c conpound having a
mel ting point or a softening 30 pogplp 326 46£E§]. Exanpl es of such an organic
conmpound i ncl ude pol yet hyl ene gl ycol having a nol ecul ar wei ght of 1500 to
20000, a polyethylene glycol alkyl ether having an alkyl group with 8 to 22
car bon at ondi) Algoholsi gyamﬁylsanﬂelwgddymmeﬂm dgohol nbemylethat ditholfstyallyl gicohe! arididimethyl-oup
of 8~to 22 danybebisoons, an al i phatic acid having an al kyl group of 12 to-
37 carbon at(@r'ﬁﬁm"%‘n"ffnaf?métW%@“&)@P@éﬂhﬁi‘%ﬁ rdaftascene ane Mty @myldstoprs| yrer . 35,
The powder edi % Agdionchery! eyt é??ﬁy'aFen(Y}"@'ﬂ gng fpefhy! bepzoaly W|th a b| nder
and an éxt erf “’erssq nyoxige. éffh?‘ eryleth Hi ‘Tthe"é;ﬁ?f ‘??Ft"ﬁ'@'l’" ‘(’ffafya o

2258{ ﬁ:‘l mprt L L} g pee efl?lsh fpéaye‘g anudr H-. %igaw &al ra%d}}c} g &S
gr anul atlo enam efor? 3,\% £. féw‘jrgé)ar bty gﬁod’ TR Red of g

gr anul ath ng lflt al I#th}’oraﬂ Qﬁglkghn@orpz%& é%l}é‘tem which

i ncl usion ﬁ@%@én T arc@@ ﬁ{suﬂag ﬁlr ﬁ'{e or & ﬁe?fé f eth@ﬂﬂov&t#{ﬁ: sC
property i MR{)MRbterBheh§&bbaltdnstd e 8RRAdsye amounts of 20 to 8 parts by

wei ght (her ei gafidater yarekaAioRSl lihéhend) @/pinéne) s-pifont Qerdiroldi@lahSmyrdenet O SO parts,
and 0 to 5 paf periviteepectively. The powdered is preferably granul ated so as

t o havean averagmopar t i Gtronedi, fawbiand gkanb00 t o 1500 [err] preferably 200 to
1300 [err] nor ekqunes:er abi-peditde, ttecadB@Qnd @nphorl t is preferred that the
percent age of t#serparti clitemeliycactarg garadkl aswtztecand legbw! dchlata. 100 [err] and
exceedi ng 1500 fpdshydeshe dvalprigycitemsligght (herei nafter 45 abbreviated to "%).
The granul at i onOpersduct diteongjimitrile| despryil nittitsrapdeugelgoli n an anount of 0.1 to 5
%in a éeter@eidehuismbadiotd oniSswtian alema expegfHorcrempoungs daserivat iy thelebave gemt(l) : The
gr daul es of AdRydpReifainds cprhenmatonse e cnisetrivreo bengriptsieye- ‘pré'f“f"%i’??émicr?@le%? o~
conpound rrai‘eﬁéi’v’éa’%a%%ﬁ‘% s, Ptf°P'6 ‘Eﬂ“é’ﬁ‘éta@?hyﬁ 100 to 1000 nicrometers.
Speci fi cal | ¥ Fgmat |aqe & f?r C%'f“?fﬂﬁ‘qsldf eribgddn fhg\gpove

vol atili ty I'tﬁ (ﬁy nge -egx zu?{g' 3 la o;gptizfgw cjate ﬁﬁ gg ) )ﬁn ethyl acetate,
~hi gh deﬁs' tf réﬁ(ﬁ the ér)fum(gh 5% ound ar mtr jﬁd mtoadete)rg 8 composi Ci\orah ﬁ h
prel i geggre/ena eBnl ﬁﬁ feEjr o ssmeg § Hing gm't rf il qadufdnt e
;:IE%, to S sul-
m xture, V& eea@al w guma Dy SRy R oor ﬁﬁé{é 38 o bfGiHscio ﬁ] uer«md agﬁ
- vol ati | bf ya pdhoRfbitdiekdiyNnd 30488] dulofa SHUSERMBIGY, gﬁ&%h%&@dua@ 4 Silcath rLCJum; gn
*t her eof | NRsghQBTRP UVEolkEAEH K5 Aof 1MCADEELREL BRI bdHule idcREi Am@bABU Blao0on
product of %dof PEBIEAIARy bgbat, W6dnOR D puERRIonANGr & PEBordel(BBut 1201006 B INOBRING IR other
det er gent . ingrbBenBEeigliaR ditbedpbsiion ugatit REchhasgpolythibriel diyas anchrboRythat@icatiuiokd, tay i N
an al kal i nenzgie shetobs dratezsy 6it cettniash) iaoda insregremaryal |y used in the art is an
al cohol .35 an sdrdsr toodbtain the desheibiragranes, he périvae Yo gahadi alided 3 e tiderggnt drthegform of
et her,  anda spwouridireriencaprpiagd by leemmoriding iverioutlgerfurhes. Thel dravwleting ppgndt oitbspowgery |-
EP 0 325 4dathr@gd comioupd obihe|compasgt périvimie pes san cinl wowsidechid the Igetanggrit. Bdweswriovhen
phenyl et hyYolaile qustiane ingredients hgMngd wapbropresavrd ofl it mmig-or H@HZG&I%C%@M aded ag R )
Ket ones: T@WEFQ.‘)‘n@d”ﬁc‘étadMYé‘ﬂb Rerfumg leiivaiiheomppnad “é?ﬂ@%ﬂ‘i!aﬁ'éhi evola¥iel ingedipris aramy |
ketone. 4| ?ng’ fothe peteragqh i ?)FP""GH |ma§a€rr1 nogigaifigant chapgenip Ithesféﬂ'i d&'f"é! 'e?qal?f‘ ate

“and net hyl ¥ "g e"ce“ ‘“‘ﬂm ahHRe G’éa'"e& 9
et her - Cec? éﬁﬁ@ﬁdﬁ" B ?%b 3 aun % ey gé:p'g Sg% nl tgea : ng
peach %é)ﬁg fyf: o 6! é%ﬁya;}l%lf: clet ent u"ﬁhe éﬁ %f a %
_convent j,ong du&qﬁ i}ﬁ&ga "L todled il of 09.{,&% ch tr?g"’g"#;ﬁ&.aqent
mat eri al Ofon oittﬂe[') &h r% pB fie bnuldf %
by m Xi ng d&ofgo8 obMiFR dhRbSsidodt thé%r lamrpt'od t| ﬁe tu@édgﬁ'a a&\&ﬁpa‘rbelnlto 5@ y
pul veri si ngeidnb@ thetast dt 'a'&gﬂdiﬂe%klﬁcﬁmon commonly used in a detergent for clothing.
The granulation product of a perfume according to the present invention enables an improvement in the
s0 persistence of the fragrance when added to a powdery detergent, a shampoo, a bath liquid, etc. Further,
since the granulation product of a perfume according to the present invention causes no fowering in stabiity
for a long period of time even when it is brought into contact with an alkali, the odor emltted from the wash
can be sufficiently masked even in the case of repeated washing.
At least one of the above-described perfumes is included in a compound having an inclusion capability,
55 granulated to prepare perfume-clathrate granules, and incorpored into a high-density granular detergent.
Although there is no particular limitation with respect to the composition of the high-density, granular

and concentrated detergent composition according to the present invention, if necessary, the following
components may be incorporated in the detergent composition.
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10 - Exanples of the perfunme having |low stability and high volatility in
an al kal_i ne+or zeolite system which Ep9 328457 Begarded as unsuitable for an
al kaline or zeolite systeminclude the follow ng conpounds. (1) Monoterpene
hydrocarbons and their derivatives: (i) Mnoterpene hydrocarbons: |inonene,
a- pi-nene, [ er f])-Apionie serfactents pich @b eludoonzeressijonalesn alky! O 4'*)“@9?‘?’\/%!?@%5‘@1-% alkenyl-
Al cohbl s: SPiatesreefip cﬂ‘“°"1“?%1 akang | sulfppiesy S3 P Pr, Unreliratasiatly acid faltsyerpulfefathe acid
[err]-carvone SQPPFCP’ @étﬁ‘ﬁh?ﬂd a"E‘s?ré‘}"@“Y' ether ‘i?TbP'faE?ﬁ danjopic sa*@%‘e'étce"‘ef&eusa?\'y 254289 % e

0't
and LB i 4 vgfiagg T i R i
h?w ng(g1§5 toI é a"° g yé?ggﬂ?e ?dg?d%g%ogﬁn aT L&Y Baéud 3 gfyﬁ%" Bgesters.
item a
benzal dehyde, Ei @a%dgri%éfm?fg maLt%At@sm @gb ﬁg% %te"? a"e'fﬁctad%s

lilial, heji Ot(li)%lﬁ‘xe ts‘%héhrh%‘@in&te@ @@ an& %qf&&%&e@ or acetates haV' ng 5
to 15 carbon g§o @qtﬁé’t@rﬁx? adels tfdaedaomomagls ifE S£ebiitdde GhiintinobiliGte 0 O BophbSpthiésl)
. benzyl for myy@phobtha odpRid¥R nfrilot bt eRyRhedlaRinetRRBEML, aﬁﬁésat&c.trates
phenyl et hyl ageyahic ac2c5and po@b&fh&%bxyﬁﬁéﬁdat e, p-tert-butylcyclohexyl

acet'at e, ' i soang)l Anaeibgisi@oramy@nis iséeh3aspRiyihy! aceHoR bayvinfhgyrrgiican & Boxprhethyl Rellulose,
per f ume- ckat hraad poyetmipaughgtolar e i nt roduced into a detergent conposition or a
hi gh density, (Q@teehiroragerssuebe sagiamt pecalpaii $odiom. pefbhretechat! @n gadutt of codhossufaton
may further covitphydsagen peroxiddi tion to the perfune-clathrate conpound, 10 to
60 wt . % of a d8)Ehzveeapich asprolaasacesigrasy, finpsgland-astidaser al kyl benzenesul - f onat e,
an al kyl sul f 49eQtheg %@P%&‘?e’?‘{'ﬁw &prd fal Rejeraest Bush a3 feffingt erevepliyes, bleaching activators,
a- ol efi nséf for?&’?‘ézefsdmme KHegs. ntipqdants Spqeseent gves. Sjuing ggent %BIP P Rippcbine aganiey |

et hars 30 toan86“‘*5)8 Bmo z%:rg%é{‘?}fégg'éaﬁ?" ‘Hiﬁl’?ﬁﬂ‘é‘?‘ to @%E‘ﬁ"‘%“ 8repng) é‘tgé'defﬁ'% ic?’lc'é’é’f’ d

a sulfate, &

e Pl g %*”a?ﬁé"%w wThen
powdery perf ‘nt 615’ é"é S
pone to an nn utrajiz am ul nt, neutrglizin th d| tnpo or the
a grereg?reggﬁ & o ¢ ghudtl B 3 iy 6%Zmo m a}‘ g e%ﬁ, fe?%re pfay A08P 15,

ely

car boxyret by e e b @5& ws/causgfeﬁaﬁ.yws% €356,k gl 3t
fluorescent dyeue paiite diameRr Wtﬂ@ﬁlgﬁ&ngﬁ @hdbntdtd ﬂaﬁ &E&f W&eraélﬁgmo um
perfume is genas ahd ¥ %35 #84 plefrdbl}a Hef BSBEME parftic hfs aff%me@ 25 GATGPRENd
perfume pgepar 5b soRQNBRIGA ShaBBd ¥ ok phtSioR 8 4 MEFEnsity BRner ABilgait @bithb G8d#srce
“of the powdedt yheGloaddi falg@nddT e Washif lighild BndCresiRaILiRGraRe lof thERIMAE o8 Hadda Bfngth
added t o t hesubdnediigetial tohignensebd byhe Borivértiaral Ibwdqaaty fdaiigent TR thy br8seaivieitign a
vapor pr essurae aoadviiéye tnatithe Gigh-dasisy gtﬁnu@ﬁde@rga:memmlgibedncaﬂaa@egr 8 thgdnc® fibte even -
product of awheowidedyorpelphgipeiot biatinker Atrhercorpin utrdpredent] igredtioh,ysireé iaglatibnye which has
vol ati | e pnghitbetiodrersregarded4d hadigdelv stebiftyher high tvelztifite firt anj atkaline o reolita Systamatan also be
manner, no s4sgthivitioutagrusinghampyeblénm theheegfee 2f) freadore witlu raspegt tocthe perivthingiat hipagpme is
~occurs and eaEepidentichyakes & pespible tagfrovitia fraorane netecdict hep riobber ettpinad it theepigr art.
further an econom c advantage can be offered because the anmount of the

cI at hr at e- f dﬁmﬁs]corrpound used can be' reduced. The conpound perfune is

Ty i corpgrate at t 01t005%|nthe det er gent
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in the form%3f "Otr%(r:?ﬁ‘ aufe &h PR Y& ed perfune clathrate

conpound. Al iggg t poration of the granula- tion product
of the pe&Jd%%geg?FgQ&’ peﬁgfﬁgﬁﬁ%gﬁgﬁhe perfunme content of the granul ation
product and t hegCRRRGURRJRRE faHiRigh8RBHS bbAul and BiRcAi AR bR RVRG Ushpobifons
general |y Usfgwd i Talle AWBH Blep@bd. Gnebe ergertd Mpémfhamh @%M&@@éﬁn& hofin in Table
- perfume conpnsiitnl peBIOBTIRG barubiS® detbrgents, Hedracs 8Nine fyBldok | #REBNIADF tHNRashing figuid,
granul ati on mpsiadurigrande 6 vietied Lthings, CAd Giabilly bOthé PETURE BRRNExamiA¥E Bld Qp&Bd@Ines
- an i npr oveneniults #re siiven 50Tsple3si st ence of the fragrance when added to a
powdery detergent, a shanpoo, a bath liquid, etc. Further, since the
granul ati on product of a perfunme according to the present invention causes
no lowering in stability for a long period of tine even when it is brought
into contact with an alkali, the odor emtted fromthe wash can be
sufficientfy nmasked even in the case of repeated washing. At |east one of
t he above-described perfunmes is included in a conpound having an inclusion
capability,
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:exhgmtlﬂg fUﬂHﬁﬂé&gﬁiihﬂ_WMMkﬂ shintCliquid a

resi dual fragrance of the clothing each have a strength substantially equal

to that at trﬁ‘e i redlel% sgmwn 'gg piregs%t‘ |lowdensity detergent. Further, the

present i nve asan a “Q@Lodmeal b8 SRSl 35t e gent
under goeg noA ange in the f I ARG oidtfuffonSY Fid o5k 25 or | ong
period o fBp: Furthernore, igy aPhERa8! mb&Mﬁﬂkjon since a perfune
whi ch has 35nclatoa herto been regadifd@rigRnd My ot th BlcaBd didns; BE Niggh
volatility i pondfhyiBhekcbin€ or zap,—;vb,g® RSB eightof aboa01 31080 used wit hout
causi Nng No p&keklamBintd df @dditRes: € efidfesdnbyes) Bhginéd)ett.espect to the perfum ng of
a perfure i S The amounts of individual ingredients except for sodium sulfate incorporated in Composition 2 are each
1.6 times larger than that of each ingredient incorporated in composition 1 shown in Table 1. That is,
composition 2 is the so-called concentrated composition which provides the same concentration of each
ingredient as that of each ingredient of composition 1 when used in an amount of 1/1.8 of composition 1.

The composition of a perfume used is shown in Table 2.
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i ncreased, which nmakes it possible to provde a fragrance note which has not
been attained in the prior art. [ExgpplsghsAB81 The present invention will
now be described in detail with reference to the foll owi ng Exanpl es which
shoul d not be construed as Iimting the scope of the present invention.
Exanmpl e 1 and Conparative Exanples 1 to Tebd8 Low density detergents and
hi g~h4den5| ty, granular and concentrated detergents having conpositions
shown in Table 1 were prepare}. Theg&“@gg,&{(ggémﬁeare perfume with perfune

.

conpositions shown in Tabl e 2F—Wth—respect—to—tire—perf uned det ergents,
fragrancé of the powder, fragh®iCB™Y9uet he washing [iqufd, residual
fragrance of washed cl ot hi ngs| -geyi@tyadicdholt y of | heo el f une were exam ned
and conpared. The 50 results py@lmdemn in Tabl e B.26% EP 0 325 467 Bl
Table 1 Recipe of detergent (bwtiwraf all numeral p iS%the Table is wt%
conposi tion 1 chi@bigidlt i on 2 10 10'% '

(for lowdensity (for high-dp(@rtexyicideamic gdshyde | 20% _ gr anul ar
and concentrated 15 @ g 15 % .10

16 ACS (3) benzyl acefte 10 % : 16 soap
1.5 2.4 20 nonion total ' _ ‘100% | 1.5

2.4 zeolige (4A type)

]2_2 gg di umsgdl l\‘ Ca{h preparmg a low-density detergent and a hlgh-&]éns1ty. granul and concentrated

8 3 0 so ete fﬁ f perfuming the detergent, a method of ev FJ!:]m fra rance, and Stability of 1ragrance_
cr ed T e following method of preparing th |s_ only one of the prefeired

bal ance pol a(,ﬁbto ){,L;,ﬁ{'?ndg, %ﬁrﬂ d to Jnis only.

3.2 smal ke anounts o 2
3. 3wt er 1) Method of preparing detergent: 4 6.4 40
t ot al 100 : 100 The

i ngredi ents showgryi WasTﬁtBJJaﬁedls(ﬁlée @ PaveO4 |vawB coltéhbiof 50 % by weight and a composition
st r ai ght - chevkrbsps@ihig UsTtad plésition & nehewais Thilo N diit@o chbRsibing hPedisnishauoh af 2wy whight of

ACS: - % zeolite and enzyme among sswitl hrootna 00 bedfitivers whittopratide bettd résoits]\heg airvbisanded in
at ons) soapthe later step. The slurry was spray-dri¢dalahd Wie sesufianf pGvdeo wasBdrg-Qletider vaih dines jbove-
noni on: described ingredients of compasitigro X ywbich avermet bdek piidedtithise fqrer step t Prepare lsdew-

at omrs; EQ =dengjly detergent of composition 1 having a bulk density of 0.30 glem?,

' Separately, a slurry was prepared so as to have a water content of 50 % by weight and a composition
corresponding to composition 2 shown in Table 1 but not containing ingredients, such as 10 % by weight of
zeolite and enzyme among.small amounts of additives, which provide better results when dry-blended in
the later step. The slurry was spray-dried. The resultant powder was put into.a high speed mixer (agitation
relling granulator; a product of Fukae Kogyo K.K\). § % by weight of zeolite which had been wetted with 1
-% by weight of water was added thereto, and the powder was disintegrated and granulated. 3 % by weight
of zeolite was further added, and disintegration and granulation were conducted. The resultant particles
were dry-blended with the remaining zeolite, ie., 2 % by weight of zeolite, and.small amounts of additives
to prepare a high-density, granular and concentrated detergent of composmon 2 havmg a bulk densnty of
0.75 gfcm2,

30

LN “ 2) Method of perfuming:

(A) 100 parts of the above-described powdery detergent was sprayed with the above-prepared perfume.
(B) 100 parts of the above-described powdery defergent was sprayed with the perfume ingredient
marked with * among the ingredients of the above-prepared perfume, and a perfume inclusion material
powder was prepared from the other perfume ingredients by the following method and mixed with the
above-perfumed detergent.
(C) 100 parts of the above-described powdery detergent was sprayed with the perfume ingredient
marked with * among the ingredients of the above-prepared perfume, and a granulation product of a
perfume inclusion material powder was prepared from the other perfume ingredients by the following
method and mixed with the above-perfumed detergent.

Evaluation was conducted on the detergents prepared by the above methaods.

45

50

{Preparation of perfume inclusion material powder and granulation product thereof)
& 18.0 g of Celdex N (8-cyclodextrin) manufactured by Nihon Shokuhin Kako Co., Ltd. was added and
completely dissolved in 200 mi of hot water of 60*C. 2.5 g of the blended perfume was added thereto, and
the mixture was stirred for 3 hr. After addition of the blended perfume, there was observed an inclusion
phenomenon through formation of water-insoluble precipitates. The precipitates were collected by filivation
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pol yet hyl ene [err] ) an average nol ecul ar wei ght of about 13.000 snall
amount s of -additives: fluorescentgplg@ss 46ngymes, etc. 50 The anmounts
of indi'vidual ingredients except for sodiumsulfate incorporated in
Conposition 2 are each 1.6 tines larger than that of each ingredient

i ncor por atasd then feereptied to pépaie 8hovel a perilme inslugion Tikiglal Pewdes Jhe inslusipromaterial s

t he™80- cal Rowder ol deiredr st asdto devep e fellowing emedsition: @od thesmirtiye wag geanulated with an
concent r at9Eiioprardar maryfactited iy B Randel Gos Lida (iodphnBYKSHR) d Propi @myessiThe on
1 when useQﬂar?"ﬁs were slassifiprt withreactyof 1% apd 33:p¢8p slyesitbtein theralowiog #130149St i on of a

perfune®used is shown in Tahle 2. 55 6 EP 0 325 457 Bl Table 2
Conposition of perfume 5 inclusion material 50 % llenon nuguet
phenyl et hyl al cohol 2() srctebpo | i nonene 25% 20 % (1) citral
5 % (2) Lilial neutfe@arydiGiis Glauber's salt | 25 % (2)
[err]-hgxyl ci nnam c al dehyde 20 % (2) Lyral 15 % (3)
benzyl acetate 10 %t ot al ' 100 % 75 The net hod
of preparing a | owdensity det ”geﬁx afre—a—hto ?.. densjty, granular and

i

concentrated detergent, a meth ’B‘Fsﬁeeﬁ"?’” gA¥ieget er gent, a met hod of
eval uati ng fragrance, and st bldvbrﬁgépaﬁnclfalé@@r hng@ uwi | | now be described. The
foll ow g net hod of preparing tiseo gebengent |s1omy pne of the preferred
enbodi ments and not limted tjo ksstenootlym 20] 13.0 8t hpd of preparing
detergent: A slurry was prepared so as to have a water content of 50 % by .
wei ght and a conposition 25 corresponding to conmposition 1 shown in Table 1
but not C%E@dﬂg{,dﬁg’f{d&%&dl ents, -such as 2 % by weight of zeolite and enzyme
anpng s#fal [ amounts of addltlves whi ch provide better results when

dr bl ende(;jgmaﬁaa%fd@paa@eoﬂa&gen]'b@vd&t urry was spray-dried, and the

resul tant powder was dry-blended with the above- descri bed I ngredi ents of
conposi ti on Abdahs0cdind lvawe détergend @edpladd @k Wide-hbienel ®biIE Raviag @ Ragabity[df €IS afd

| ow densidoveraieditr & Tho treagtioD Bk tiiagranck emtted dPoncopbrlhgofdimnid w36 @vludled3f) ten

gl cnB. 1 peined pdnylistsdoy SHelpairegl camparisonoeirod dvharein 3t ftagraiva wetha savpleovas canniaed twitio f

50 % by wehajlt a efecbnee dedangeot iThe Bierency detsgeohddsimeppned by ppuming i160p#Rts S evwighti oh
Tabl e 1 bube lestderstin tietéradnh having gomptisitiont $ witls 042 parkbyl Geight lof/a prrfugia by dife pefrhing e
and enzynereiddg smal | anounts of additives, which provide better results
when dr y- bl efftfetialyaion diieris e &% follqvep. The slurry was spray-dried. The

“resul tant powder _was put into a high speed mixer (agitation rollin

ﬁrgngl ator; a |preealiatdn s6dre Ifukae Kogyo K. K. ()men5foW9\EMatMI ght of zeolite hV\/ni ch
a een wett e wtiT I 91 ) d er e[ dTlU e
powder was di sj nt'eg?zat ed 1r1ra °§n s xStr?;zgnt s gﬁrenced Was
furt herssadded,|{ and dj si nt ¢Qr g c§ tth’% e%%re e%g em The
resul tant partfcles_were drgy o?ﬂ@#é?ér&ge yA-Yo) 6|n o €., 2%
by weight of zeolitg and Hignraélyg ak /& e reference detergent :

v 40 fhe results of evaluation was expressed in terms of the sum of the product of the number of panelists

who gave each score and the evaluation score. That is, the larger the sum value, the sfronger the fragrance.
{ii) Evaluation of fragrance of washing liquid:

- 45 40 g of the low-density detergent having composition 1 and 25 g of the high-density, granular and
concentrated detergent having decomposition 2 were each separately dissoived in 30 t of tap water of
20°C in a washing machine. Upon dissolution of the detergent, the strength of the fragrance of the washing
liquid was evaluated in the same manner as that described in the above-item (i).

50 (iii) Evaluation of residual fragrance of washed clothing:

1 kg of cotton underwear was put in the washing liguid used in the above item (i), washed for 10 min,
and dehydrated for 1 min, rinsed while flowing tap water of 20°C at a flow rate of 15 L/min for 6 min,
dehydrated for 3 min, air-dired overnight within a room, and evaluated with respect to the strength of the

65 residual fragrance in comparison with the fragrance of the cotton underwear similarly treated with the
reference defergent in the same manner as that described in the above item (i).



to prepare a high-density, ,granul ar and concentrated detergent of
conposition- 2 having a bul k densityEPD353878icn2. 2) Method of perfum ng:
(A) 100 parts of the above-described powdery detergent was sprayed with the
above- prepared perfunme. (B) 100 parts of the above-described powdery

det exgent v EvalsHion sk sailitt 9f PefESher f ume i ngr edi ent 45 mar ked with * anong

t heNngr ed| en oj t e above- a ed rf u tE erf u q&%usg on
mat eri al é‘wfa" Ao PT’ 1 aa"l" @::—%@c Z"Eﬁ%’e'ed
fol | owi ng Ay g,-oi e§ eraf"bﬁ‘éd' an D% °h%Pt s
of the abo r| owfe? % Wwas sprayed. W|th the perfurre

i ngredi ent mar ked wnth anong the |ngr ed| ents of the above-prepared
perfunme, and a granul ati on @Gyoduct of andpeshsRBei NCl usi on material powder
was prepared fromthe otherPperfune ingredientS by the foll ow ng 50

met hod apd m xed with the ve-per f unegh dgher eRahgeEval uation was
conducted on the detergents prepared by the above rret hods. (Preparation of
perfune inclusion-material powder and ggfawisitentpendige thereof) 55

18.0 g of Celdex N [err]-cyclodextrin) manufactured by N hon Shokuhi n Kako
Co., Ltd. was added and conpletely dissolved in 200 m of hot water of.
[err] 2.B g of the blended perfune was added thereto, and the m xture was _
stirred forB@mpe2 After addition of the bl ended perfune, there was observed -
an inclusion phenonmenon through formation of water-insoluble precipitates.
The preci p| tagé’g“'%@'l‘ Eropisty @0‘138 ey pelpsion; Goappudds yere preppsed by dhy f&'@”l"“gf‘eﬁ‘ﬁ@ Phen .
freeze-dr| tefQ?"BF%’W'@ s5ig ggpnation, Prgducts were SURiEFIRrLte SHAYREgn fraIPeTssiRRrE ot the AR

i ncl usi off rASf SPPIY- powder was mixed so as to have the follow ng

cor&p«osmlon and t he mx ul at d W th an extrusion granul ator
manuf act ur eapbeparﬁm"m %gof‘ peo\élﬁs‘gf’ um(el%: ?"‘ES?R@’"?) to prepare granul es.

The granul es of S| c o 5 BES n
the Tol | Qi pactis o%%;tj o stam %deﬁ kg j’gf;uﬁg' gleffbed Q:Ej. éﬁj?o%éﬁgﬁﬁgiﬁ%ff

25 % neut r alng HRNMENE Was s@r@a*eearmsmehé addgén QCoRduhé pérsned g di stribution
of ‘granul es: average parti-cle size 670 urn

1500 [err] or nore 1.0 %1l ess than 100 urn 4.0 % 20 3) Evaluation
of fragrance: (i) Evaluation of fragrance of detergent powder: About 50 cnB
~of the detergent was placed in a w de-nouthed bottle having a capacity of

“ 100 cnB and covered with a lid. The strength of the fragrance emtted upon
opening of the lid was evaluated by ten trained panelists by the paired
conpari son method wherein the fragrance of the sanple was conpared with
that of a reference detergent. The reference detergent was prepared by
perfum n§ 100 parts by wei ght of the | ow density detergent having :
conposition 1 with 0.12 part by weight of a perfune by the perfum ng nethod
A. The evaluation criteria are as follows. 30

o 40

60
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evaluatlon score

criteria for eval uat| on 2
fragrance consi der abl y stronger t lePro 838a457@1 t he reference detergent 1
fragrance slightly stronger than that of the reference detergent 35

0 fragrance _having the same strength as that of the reference
detergent -1 T agrapcejsiijght]y \Jwealer Lha' that pf tlhe reference
det\ef gent -2 f r;agr aheg @rsﬁd ealbl Wg‘a td)an(j gy Jof the
ref erence detergent 46 Thv‘?es‘al t s of T dval it ifon jwas expressed in terns
of the sum of the proguct—pf—fire-fmumperjofjpangti$tswhojgave each score
and the eval uationj sgbre. II)'Q\gt 29,15 hg, fandex | ke |spm ue, t he stronger
the fragrance. (ii) Bwal uafion &f] &r agrante of { iaghyng 1 | quijd: 45 40 ¢
of the | ow densityld8fergeht—thavilng-conposiii-eh—1land—261g—4f the
hi gh-density, granul gr and|co G8r dstlecgep {havi ngl d@¢onposition 2 -
were eagh separate] yEdi sso|] f& g_,r 4 1ol fap t]ef :)E?:O [err] in a
washi ng machi ne. U o'H"’di ssbl uti of] b g ter tthe k{1t ength of the
fragrance of the washing |} qui g,V at eg n {he {sank nner as that
described in the abofe-iteme{i{)s X Bval ugf i o8 |of | e®ildual of ragrance
of washed cl ot hingt 3&kg of cotT( wegr was put lin fh e waEhlgng I|qU| d
used insthe above jtem (1)} Washd 0 i n,] and dehyar
rinsed while flow hgnf‘ap wate! 2of & 1ot ewiratieqof 4 [erlu for 6
min, dehydrated for §xmn,|ai{-<di Jal ght di-thin a foom and eval uated
W th respect .to the—strength—opt—t estydua—ragranc ) cHng@arison -
with the fragrance[ot;‘t he C(‘)\;H'(gg Pad {sent Bl | reatﬁd VEtR the
refererfte detergent Ei the| Sapesi hsl tthat] des bgd Mt hg &bove item
(i et 8 EP 0 325.48% .81 4) Fual of {stabi |l it erffung %0 cnB of
the detergent was plaged ijn ajwd ned [botfl e hca |ng-a q;ap'ﬁc'r‘éty of 100
cnB, covered with b |id, stmﬁd;.a 8r %bdé&zfﬁ afd] &al udt@d with
respect,to the stapiliy of the § i {bys {L0s p l'ists ghrgugh an
organol eptic test.} nodchange IO gl e 8 »Shight
change [err] ” 5 si gni ffi Chgrigee 1152 Exanpl e 2 aguluatl on
products of per fune~rehusi-oni-coH -Were-—p byl the Bl IZow ng
nmet hod, and det &rgents cont ai hi ng grarqul af i op prjodukt s jwef e ®subj ect ed
to evalsuat-i on o e persijstepcy oddr 2D and dtabjlity. 218
" Preparation of grahul ati onj prpdug per flune] i n¢l ugi on q.mtpoﬁnﬂ' 18.0 g
of Celdex N ([err]}CD manufagtur Ni ppon Bhokuhi ngKhle Co#, 8 td. was
conpl etely dissolved 25 inf 200 mi wdter{ at {60 {C” .3 g gf @a conpound
perfume described her ei nbgl ow was theretp,2and the m{tuge ;u"Was
stirred®for 3 hr. JAfter the agditfi t hg goppbynd pefune,) tferfe 30 35 40
45 50 : 518 8 £
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was observed an inclusion phenomenon through formation of water-insoluble precipitates. The precipitates
were recovered by filtration and then freeze-dried to prepare 20 g of a powdery perfume inclusion

55

compound. The inclusion compound was mixed so as to have the following composition, and the mixture

was granulated with an extrusion granulator (Eckpelieter, a product of Fuji Denki K. K.) fo prepare granules.
The granules thus prepared were classified with a 32-mesh sieve to obtain the following granules:

10



55 9

EP O 325 457 Bl [err] were recovered by filtration and then
freeze-dried to preparé 20 g of a Epvisswsp@if une i ncl usion 65

conpound.

The inclusion conmpound was m xed so as to have the follow ng conposition,

and the m xture was granul ated wi'th an_extrusi on granul ator (Eckpelleter, a
product of Fuji Denki K K.)ItRuiéfe@psn@dr anul es.} ghg granul es thus
prepared were classified Mﬁth&G%&mnESh sieve to |oaain the foll ow ng
granul es: 10 EP 0 325 457 B&m@%lﬁyﬂﬁué)ﬂa@@d’mmr % 50 % PEG 6000
25 @6neutra| anhydrous G auber—s—salt—25 % 5 Partrcte size distribution of
granul es® average particle dianeter 670 am 10 _

1000 [err] or nore ~0-9 4.0 % 15
Conpound per f urme terplnolene Particle size @isBbuipd ¢figrandere 47.5 %

a- pi nene 5.0 % cilt f@lage particle diameter | 670 70|20 ,
eugenol- 4, 2.0 % al}! ygoo m@bycol atle Ho R % benzyl acetate

20.0 % phenyl ethyl acetate |3ie& thnger@nyl acqtateox 4.0 % linalyl
acetate 10.0 % total 06 0—930—2)—Per f une- cont ai ni ng

powdery detergent conposition:
foll ow ng conposition was prep

dodecyl benzenesul fonat e

tallow fatty acid sodi um soap

sodiumsilicate No. 2
sodi um sul fate

20

25

30

red: 35
30. q % Sofdrmpak péRene
migoldgeS 001 UM capgendt e
endo type ‘AN zgglj tie
t He, Bﬁén@nce 5.0 %
i:stral 3.0%
eugenol 20%

- allyl amyl glycolate 5.0 %
benzyl acetate 20.0 %
phenyl ethyl acetate 30%
geranyl acetate 4.0 %
linalyl acetate 10.0 %
total 100.0 %

2) Perfume-containing powdery detergent composition:

A high density-having detergent having the

sodi um
3.0 %
10.0 %

23.5 %

A high density-having detergent having the following composition was prepared:

35

45

"water

sodium dodecylbenzenesulfonate
Softanol 120

tallow fatty acid sodium soap
sadium carbonate

sodium silicate No. 2

type 4A zeolite

sodium sulfate

polyethylene glycol 6000
carboxymethylcellulose

Tinopal CBS (fluorescent dye)

total

30.0 %
30%
2.8 %

10.0 %
85%

235 %

the balance

20 %
1.5 %

0.35 %

45 %
100 %

100 parts of the above-described powdery detergent was either (A) sprayed with 0.2 part of the above-
described compound perfume, or (B) mixed with 2 parts of the above-described powdery perfume inclusion

.compound, or {(C) mixed with 4 parts of the above-described granuvlation product of the powdery inclusion

compound, thereby preparing perfume-containing detergents (A), (B), and (C) wherein detergents (B) and
{C) have the same perfume content.

3) Evaluation of persistence of odor:

55

The odor of a washing liguid in each of the first, second, and third washings conducted under the
following washing conditions by making use of detergents (A), (B), and (C) was evaluated by four panelists
(male 25-year old; male 36-year old; female 36-year old; and female 18-year old), and the average of the
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pol yet hyl ene glycol 6000 2.0 % carboxynet hyl cel | ul ose 1.5 %
Ti nopal CBS (fl uor escent dye) 0.£150 V5781 4.5
% t ot al 100 % 100 parts of the above-descri bed
powdery detergent was either (A) sprayed with 0.2 part of the above-

descri bedse‘zm@e eterpmeﬂ Theresyls apshowniixEallevk t h 2 parts of the

abowe- descr Mdiag p &¥19a Ranyfaciraddy dpshive Copidligpftdd or (C) mixed with 4
parts of thé‘“%t'ﬂb‘!fé’afﬁrescrl B8d granul ati on product of the powdery inclusion
conpound, P(Bt ?}?’éﬁ‘érl gperfums cont ai ni ng detergents (A), (B), and (O
wher ei n® det &7 g%ts (B) an h Vc%tton underé%ng cﬂofoum:f‘TfCO lrtg?wom{?]n)s ay at' on
of persistence of odor: ?;@ eac glguk %S"IF f

first, secoBng#g oL hi rd egl ngs con ucte Under 0 |8WI ng washi ng
condi tions by ng use of detergents (A, (B), and (© was eval uated by
four papelists (nmale 25-year old; mal evgfsyear old;, female 36-year old;, and
femal e 18-year old), and the average of the EP 0 325 457 Bl scores was

det ermi ned. The results fare—showr 1T 11 Ty IEchi ne: G nga
manuf act ured by Toshi ba |CB¥H8 i oSt 2 22"Ré'a‘°‘5'l’?8un15 d\g Rt er - 301 .
amount of detergent: 45 g 5 | "8 hing- kg [600 g of

cotton mandershirts and 400 (@) of T/ @ shi rts1eworn fori23 dalys); they were
taken out each tine andnevwBy puyt if the washing |iqg®d].{washing tine:

7 mn 10 < 4 5 8Tabl £ 4 detergent

1 St . 2nd washing 3rd washi ng washi ng 15 _ (A
7 12 12 (B) - 5 10 12 (C)

4 20 5 8 20—Evatuatton—score—mp of fensive odor of wash

1 weak of fensi ve odor of wash 2 piyeluation score:

strong of fensi ve odor of wash| no3ffehlsies dloidi@ssht he| sicpre, the strong'er t he
of fensi ve odor during washi ng| wbhk decdiveatiarotwasf $t2abil ity of perfune: 30 A
100-m §anpl e bottl e was char gettongicifénsS@odyr affvashacl® pf detergents (A), (B),
and (O, hernetically sealed, stored at -5, 30 and [err] for 20 days, and.
eval uat ed Wwijy hrgﬁé%%oraqhé&%n%m@bﬁeh&aeoe& g WRSHiUMe by the sane

panel i sts as those describ ove. The results are shown in Table 5. 35
the sanme asefasrichofddditytar psfumbhe

30

A 100-ml sample botile was charged with 50 g of each of detergenis (A), (B), and (C}, hermetically
sealed, stored at -5, 30 and 40 °C for 20 days, and evaluated with respect to the stability of the perfume by
the same panelists as those described above. The results are shown in Table 5.

35 O _the same as the stability of the
detergent stored at -5°C for 20 days

O v oA slight change

\;/ 40
i A significant change

50

- 85
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detergent stored at [err] for 20 days [err] slight change 40 significant

change 45 50 55 12 ' “'EP 0 325 45 PR3y 1S det er gent - 5
[err] 30 40 [err] (A 0.
A A 10 (B 0 [err] (O 0

0 0 dainms 20 It ﬁ% gh density, granul ated
concentrated detergent conposition WAL T conprises at | east one detergent
conponent and a perfune clathrated with cyclodextrin or a [err] derivative,
characterised in that the conposition has a high bulk density and conprises

25 to 80% wer ght of an anijonic surfakctant, the clatjhrated conponént is
granul at ed jand comrtediersyeart or|gami & bnd anaﬂaﬁ 25 extedd®C 2. ]
conposi tion : } cha¥x c‘ct ef-sea—-p—that—t-he g'a“"lﬂc have

an average fize of 100 ; 1500 ronefers. 3@ 3. A jconposijjon as |
clainmeg, in daim1l. characterysed.™n that 5 w% or |ess of the granufes
have a size] of | ess than 100 mcroneters and .5 w,. % or} |l ess_or the grpnul es
have a size] of nore thaﬁBJ)SOO m'c@mete S. 'ﬁmﬁ:npos tio arS'&ai'ma;i in
Claim1l, chpracterised in tha it includes 30 to 80 wt}{ % of a buil derand
.35 0.1t05wt.%ok | at pnat e granul 5. A fonposigiyon accprding
to anyssprecgedi ng claim gt}ara terised ip that the extender is auber{s
salt. 6. Aconposition according to any preceding claimin that the binder
has a nmelting or softening point from 40 [err] PatentansprUche 1.
Konzentrierte granulierte Waschm ttel zusammenset zung mt hoher Dichte,

unf assendCl#Bi gst ens ei ne 45 Waschm tt el konponente und ein in

Cycl od®xtrin- oder e| ne cI odextrl nderivat ein eschl 0sse

(¢l at hr at'ed ettt M b ﬁf&%‘g‘%mﬂﬁewﬁe
hghe]c ng\ hﬁt t %ZEF?H??Q 1 o comﬁf)s 10{1 yg eﬁ%‘den& an com weight of a
ober c eng‘n nlc surfa G t Lath rate com % nfila E 188 Conta Qtlszé%ﬂ c@ﬁ entf E It

granul jert [ 'moor gani sches I hae und el nen
2. Zusam*rensetzung nach Anspr uch 1, dadur ch gekennzei chnet, daB die
Konthen &) N@nofbéshibs & ¢hihdd ih 'Cla(ﬁ'per\:hgﬁéégﬁeo\/@%amggnghu%s 1-.5@%%&& %&b%i‘zﬁﬂ 0.3
Zusamenset Zihagnictahderdnspruch 1, dadurch gekennzei chnet, daB "% oder
weni ger der Kornchen eine G ol 3e von weniger als 100 um und 5% oder weni ger
der Kosonchien compaitich 8B8aiv&in Claim 1, characterised.in that 5 wi.% or less of the granules have a size of
less than 100 micrometers and 5 wt.% or less or the granules have a size of more than 1500
micrometers.

4. A composition as claimed in Claim 1, characterised in that it includes 30 to 80 wt.% of a builder and
.35 0.1 to 5 wt.% of the clathrate granules.

5. A composition according to any preceding claim, characterised in that the extender is Glauber's salt.

6. A composition according to any preceding claim in that the binder has a melting or softening point from
40 40 10 160°C.

Patentanspriiche

1. Konzentrierte granulierte Waschmittelzusammensetzung mit hoher Dichte, umfassend wenigstens sine

45 Waschmittelkomponente und ein in Cyclodextrin- oder einem g-Cyclodextrinderivat eingeschlossenes

(clathrated) Parfum, dadurch gekennzeichnet, daB die Zusammensetzung eine hohe Schiiftdichie

besitzt und 25 bis 50 Gew.-% eines anionischen oberflichenaktiven Mittels umiaBt, wobei die einge-
schiossene Komponente granuliert ist und ein organisches Bindemittel und einen Fillstoff enthélt.

s0 2. Zusammensetzung nach Anspruch 1, dadurch gei(ennzeichnet, da8 die K&mchen einen durchschnittli-
chen GréBe von 100 bis 1500 wm besitzen.

3. Zusammensetzung nach Anspruch 1, dadurch gekennzeichnet, daB8 5 Gew.-% oder weniger der
Kdrachen eine Grb8e von weniger als 100 um und 5% oder weniger der Kérnchen eine GrdB8e von
. 55 mehr als 1500 um besitzen.

4. Zusammensetzung nach Anspruch 1, dadurch gekennzeichnet, daB sie 30 bis 80 Gew.-% eines
Builders und 0,1 bis § Gew.-% der Clathrat-K&mchen enthilt.
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SS mehr als 1500 ,am besitzen. 4. Zusammensetzung nach

dadurch gekennzei chnet daB sie 30 BP$S32945eR1-% ei nes Bu| und bi s

5 Gew.-%der d at hrat - Konthen enth~It. 13 LAy m”,mlﬂ H ",",

Tabl e S det ergent | c5 . 30 C il LU
(A) 0. 10 (B) O Table s O, .-’
0 W 0 0 Cdains 20 1. A high denS|ty,

granul ated concentrated detergent conposition which conprises at |east one
det ergenfi conponent _and a perfune clathrated with cyclodextrin or_a .

, B-cycl odextrjn derivative, chdgracterised int the c osit] has

hi ghybul k denskity aﬁ&’?@éﬂﬁrﬂitsej 25 Soﬁ 096 by v£él t of gnrrpani oé\ﬁcrlc
surfactant, tjpectathrated—cormmorent—ts—granutated—ant—gontarms—amorgani C
bi nder and an} 25 ext e(nglgr. 2. onpgsition/gs claifed in Gaiml,
charactegd sedl in that the granyl es have an average Si ze of 100 to. 150
mcroneters. B0 3. A corrgg i tijon ag, cl aijne di & characterised}in,
that 5 w.%of less of th Srarules ave la si\ze7of esstha AN
mcroneters apd 5 wt.%or |ess jor the grdnul es have a S|ze of nore tha
1500 micronmetpers. 4. A comv\?s ion cl gi ned |©CI aim], charggterised in
that it ncludes 30 to 80 %jof aDuil der and <35 (blto wt. % off the
clathrate granules. 5. A conposition accordi ng o any preceding claim
characterised in that the extender is dauber's salt. 6. . A conposition
according tg any preceding claim.in that the binder has a nelting or

sof t eni ngﬂt pgf“fﬂs from 40 40 to 160 C Patent anspr'i ~che 1 Konzentrierte
granulie tte zu C

WeRigst ens e| A e(gﬂ nsxty, ”f;aufr $1 ﬁ Jg:t(;::‘mao on wh(QL co?n lse'f ataeas{]onle Hetergaflér

omponen !-'unu
S S S e s,
25 bis 50Q Gewex;m,;)dgj nes an| on| schen OBCQ‘ ?t cﬁena tiven l\/f‘ttell';g unf aﬁr d _
wobei di e einge- schl ossene Konponente granuliert ist und ein organi sches .
Bi ndem tt el 2, UAGoRbddRibn &5l didirtddQh Cia, RedrdcteriR in Bat tBUFANBERSS L7 418@gd sl bf 100 to.
Anspruch 1, dashamekogéennzei chnet, daB di e Kbnthen ei nen durchschnittli-
chen Groge von 100 bis 1500 am besitzen. 3. Zusamensetzung nach Anspruch
1, dadur eh FyehenngeitichasdamaddBChinGy chardtetxde in thed BiwgBror Bey of Kergrolienhaee aeaize of
Gr oBe von weniegethaal190 biGoreatersipod 5%tdcler leaeni thergrabeles Kawrcdh eire ef mereGhH8E5000Nn
55 mehr abdcrobie®@s. am besi t zen. 4. Zusammenset zung nach Anspruch 1,
dadurch gekennzei chnet, daB sie 30 bis 80 Gew.-% eines Builders und 0,1 bis

5 Gew. - % det & campgsiipn p@'ﬁlﬂ@%ﬁ (a3 Hatharactgriged in that it includes 30 to 80 wt.% of a builder and
0.1 to 5 wt.% of the clathrate granules. .

5 A composition according to any preceding claim, characterised in that the extender is Glauber's salt.

6. A composition according to any preceding claim in that the binder has a melting or softening point from
<0 40 t0 160°C.

Patentanspriiche

1. Konzentrierte granulierte Waschmittelzusammensetzung mit hoher Dichte, umfassend wenigstens sine
45 Waschmittelkomponente und sin in Cyclodextrin- oder einem g-Cyclodextrinderivat singeschiossenes
(clathrated) Parfum, dadurch gekennzeichnet, da8 die Zusammensetzung eine hohe Schiittdichte
besitzt und 25 bis 50 Gew.-% eines anionischen oberflichenaktiven Miftels umfaBt, wobei die einge-
. schlossene Komponente granuliert ist und ein organisches Bindemittel und einen Fillstoff enthalt.

so 2. Zusammensetzung nach Anspruch 1, dadurch gekennzeichnet, daB die K&rnchen einen durchschnittli-
chen Gr&8e von 100 bis 1500 Lm besitzen.

3. Zusammensetzung nach Anspruch 1, dadurch gekennzeichnet, daB 5 Gew.% oder weniger der
Komchen eine GrdBe von weniger als 100 um und 5% oder weniger der Kémchen eine Gré8e von
55 mehr als 1500 wm besitzen.

4. Zusammensetzung nach Anspruch 1, dadurch gekennzeichnet, daB sie 30 bis 80 Gew.-% eines
Builders und 0,1 bis 5 Gew.-% der Clathrat-KSrnchen enthiit.
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Il 5. Zusanmmenset zung nach ei nem der vorhergehenden Anspr Cche, dadur’ch”
gekennzei chnet, daB der Follstoff G aubersalz ist. 6. Zusamensetzung nach
bi nerm dep- @ﬁ%mwhmmrmw&hﬂm@m desprighpodediveh epkorBRigReisEsfEdz- 5
puskt oder HMRaTFrPRERFIHKt von 40 bis 160 C besitzt. Revendications 1.

oy Bore et S SR i B oA
clathrate ddnee g Egeuaerawlt oRa” 85 't 86 de s- cycl odextrine, .

caracteri gg‘fengig tﬁ)ﬁ que | a conposition a une densite apparente el evbe et
conprend 3 50 0 en poi ds d'un tensio-actif anionique, |e conposant

cl at hr at e 1 e dongb<Aioh ibter§intd QALY griHich i3kt QEAR bH YomBEnd Y EddanHBmposant
di luantg. s Systergent @R Parkdnl MRS Sdub Forfb! R CRURRILAY ORe BRBIextrRe wwashv@%lsm 1,
car act 6ri sdey@steRfnelittfackfiBe 8 B4lle@Scdripbsitién @ uhdlidnki® apRRYERRBRVESLt d6ibréha DHO
m cromet r es.503% daQitReSfuni teridiotzett| Bioflgle, leesbaptbaftUdanrada B Jranuls @V esHllbahiiem 1.
car act er i seexghiget Guehirgdaiesmtgdoi ds ou noi ns des granul es ont une taille
infé6rieure a 100 mcronmetres et 5 %en poids ou noins des granules 20
ont unest ai |Gompssitiohfelleeque esvandido@dans lereyamlicatins .1, chrac@indp ors ¢t que fos gahlles ajuee
r evendi qu6e . teiiparnyerng de ¢APeENtPP miciopwdtrel, car acteri see en ce qu' el l e conprend
30 a 80 %en poids d' un adjuvant de détergence et 0,1 a 5 % en poids des
granul es’ &e ©@Massitipatelie aegevegdiouée Aptsds favensicalion dncaraciiinge guuET BNR) theerroids ou
revendi cat | GRS SPBEBIIERPELNe allp nferirg & B reiffopdreg A T 40 OAGT Yends dan arResst
le sel Rle GoAUERe UPLIAFLEPR MSHP™SEIoN | une quel conque des revendi cations
priegedent es, . car act G{i see en.ce gue le |iant un Qoi,nt de fHSi on oy gle

. . pogitio | vepdi la, revepdicatian a risée en ce quelle comprend 30 a
raml 11 sstmgirgiie il S8 ety Rl -

un adjuvan e en poids des granules de clathrate.

25 5. Composition selon I'une quelconque des revendications précédentes, caractérisée en ce que la charge
diluante est le sel de Glauber. ' '

6. Composition selon { une q,uelcondue des revendications précédentes, caractérisée en ce que le liant a
un point de fusion ou de ramollissement de 40 4 160°C. ’
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