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Thus, wvanillin is consumed abundantly in the food and
animat-feed industry, but it alsoc has applications in
15 other fields, such as, for example, pharmacy or
perfumery. Consequently, it is a product with a high

level of consumpticn.

Vanillin is very often combined with ethyl wvanillin or
20 3-ethoxy-4-hyrdoxybenzaldehyde, since it is known that
the presence c¢f a small amount of ethyl vanillin makes
it possible to intensify the fragrancing and/or

organoleptic properties of vanillin.

25 Thus, a potential user would like to be provided with a

ready-made mixture of vanillin and ethyl vanillin.

The problem that arises is that preparing said mixture
by means of a conventional technique of dry mixing of
300 wvanillin and ethyl wvanillin powders results in the
production of a mixture which is very 1liable to cake.
As a result, it 1is impossible to use such a mixture
owing %o its presentation, which is not in pulverulent
form, and to wvery great difficulty in solubilizing the
35 mass obtained.
Moreover, prolonged storage leads to a worsening of the

caking phenomenon, resulting in the powder setting.



Mor eover, prolonged storage | eads to a worsening of the caking
phenonenon, resulting in the powder setting. WD 2011/104208- 2
- PCT/ EP2011/ 052534 Thus, it is desirable to have avail able a new
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Said compound is in the form of a white powder which
has a melting point, measured by differential scanning

15 calorimetry, of 60°C + 2°C, different than that of
vanillin and ethyl vanillin, of 81°C £ 1°C and 76°C &
1°C, respectively.

It has its own specific X-ray diffraction spectrum,
20 which is different than that of wvanillin and ethyl

vanillin.

Figure 1 shows three curves corresponding to the
various X—fay diffraction spectra of the new compound

25 of wanilliin and ethyl wvanillin, of wvanillin and of
ethyl vanillin. |

On the spectrum of the new compound of wvanillin and
ethyl vanillin, the presence of lines at angles 20 (°)

30 = 20.7 - 25.6 - 27.5 - 28.0 is in particular noted;
said lines being absent from the X-ray diffraction
spectra of vanillin and of ethyl wvanillin.

Another characteristic of said compound is that its X-
35 ray diffraction  spectrum does not undergo any

significant modification during prolonged storage.



30 - 20.7 - 25.6 - 27.5 - 28.0 is in particular noted; said |ines
bei ng ‘absent fromthe X-ray diffraction spectra of vanillin and of
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t he conpound of the invention obtained at tinme t = 0, and then after
storage for two nonths and five nonths. The three curves obtained are
normal |y supEtPhpBsed. SWWES GPGerchande abt e the distRrHguUEshE Fdvehdon
better, two spetbese tdf eeheurnes aforfp@ife 2abave abase drd neft hahe
i's intentiong%&¥ shiﬁifqareigtigﬁé&<a EFe geference base Iined.mhicp
is the X-ray” dPFfPactidh spect riitn'at &St S0 Th&CEgPFECOREINg To
correspadfdi nghe o viehre oder ay~ vk ¥ f dacdifirent20ns pastatum obf aithed afnhpound
storage for nt 1§+ shi : 5QQ0 nt.s/s 4an t

after storad%ﬁ?gggfﬁegeggﬁg SBF?%;E%Ft% ,6§9%b%000(203%(2?%béﬁ)5%{E¥
Fi gure 2 dendhR¥r@tesorhhrot Wepshpsang éhdAgBONBhehe 25 conpound of
the invention after prol onged storage. An absence of nodification of
t he specific inegﬁof t he new conpound of vanillin and ethyl vanillin

|
with a vani | T7%/ ERRGE GHAVESI ROHSIRECS &b MR LY RORKRE 1800 9%1dt hbR
char act ebi stoedef sai dbeonmpoindtbs dhatinduish ataenpassigdhat tve N

or. very sparingly DXgLeseapies! b gl 1N and et ulsdanild ifhae s
intentionally shifted relative to the reference base
line, which is the X-ray diffraction spectrum at time
t = 0. The curve corresponding to the X-ray diffraction

20 spectrum obtained after storage for two months is
shifted by 5000 counts/s and that obtained after
storage for five months is shifted by 10 000 counts/s.

Figure 2 demonstrates that there is no change in the

25 compound of the invention after prolonged storage.

An absence of modification of the specific lines of the
new compound of wvanillin and ethyl wvanillin with a
vanillin/ethyl vanillin molar ratio of 2 is noted.

30
Another characteristic of said compound is that it is a
compound that 1is not or very sparingly hygroscopic like

vanillin and ethyl vanillin.

35 The hygroscopicity of said compound is determined by
measuring its weight change after having been kept at

40°C for 1 hour under air at 80% relative humidity.



35 The hygroscopicity of said conpound is determi ned by neasuring its
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15
The particular properties of the compound based on
vanillin and ethyl vanillin as previously described are
linked to two parameters, namely the molar ratio
between the wvanillin and the ethyl wvanillin and the

20 fact that there is co-crystallization between the
vanillin and ethyl wvanillin in a specific crystalline
form characterized by its melting point and its X-ray

diffraction spectrum.

25 One of the routes for obtaining said compound lies in a
process which consists in melting the mixture of
vanillin and ethyl vanillin used in a molar ratio of 2,
then cooling the molten mixture by reducing the
temperature to 50° % 1°C, and then maintaining this

30 temperature until = the mixture has completely
solidified.

The cooling 1s advantageously carried out in the
absence of any stirring.

35
To this effect, the wvanillin and the ethyl wvanillin
used in a molar ratio of 2 are loaded separately or as

a mixture, and the mixture is brought to a temperature



used in a nolar ratio of 2 are |oaded separately or as a mixture, and
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the cooling pesperahtigl by anyrkgemn neans. 20 As nentioned
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The molten product is transferred into any container,
for example a stainless steel tray that will allow easy
recovery of the product after soclidification. This
container is preheated to between 70 and 80°C before it

15 receives the molten mixture.

In a subsequent step, the molten mixture is cooled to a
temperature of 50°C + 1, by controlling the cooling
temperature by any known means.

20
As mentioned previously, the cooling is preferably

carried out in the absence of any stirring.

The solidified mixture obtained c¢an then be formed

25 according to various techniques, in particular milling.

This process therefore makes 1t possible to obtain the
new compound of vanillin and ethyl vanillin, but it has
the disadvantage of not being readily transpocsable to
30 the industrial scale since the crystallization of the
compound 1s quite slow. This is because said compound
exhibits a supercocling phenomenon, 1.e. when the
product 1is molten and it is cooled below its melting
point, it crystallizes with difficulty and remains in
35 the liquid state for a long time. The time required for
the crystallization is more or less random and it is

important to correctly control the crystallization.



30 the industrial scale since the crystallization of the conpound is
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This spectrum is different than that of vanillin, than

20 that of ethyl wvanillin and than that of the new
compound of vanillin and ethyl wvanillin with a
vanillin/ethyl vanillin molar ratio of 2, with specific
lines in particular at angles 20 (°) = 7.9 - 13.4 -
15.8 - 19.9 - 22.2 - 30.7.

25
Figure 4 shows the change in this spectrum over a
storage period of three weeks at 22°C, proving that the
phases thus crystallized are unstable and change
rapidly while causing caking of the product.

30

This product has a H@ltihg point of 48°C + 1 and is

found to be very hygroscopic: over the course of 1 hour

at 40°C and under air at 80% relative humidity, it

adsorbs more than 4% of water by weight and becomes
35 deliquescent.

Its prbperties are therefore very different than those

of the new compound as previocusly described and do not



wo 2011/104208- 7 -PCT/EP2011/ 052534 neke it possible to solve the
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out at a tenpsnatlie/efthpet verhl b0OC mntab7Ctfol bDwWed by an operation
enabling the tenperature of the 25 conposition obtained to be brought
back to_anbient tenperature. In the present text, the expression
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| east 80%by.vvei€ht of a m xture of the new v niliin/ethyl vanillin
conpound wi tH'REVERT | PTAPRE hyPS vahi TP htABPdrakatfo of 2 and of
vanillin: the vanillin representing |less than 25% by 35 wei ght of

mew vani |1 RIS Ryl 08ni F07n B8RBouRdoe | Afanded t o e ihe Wi h
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starting fro%f?/%m%‘l in and eéﬁefi van?l I ?%1) pgév\%@r}%%%hpbt a@rﬁ% the
new compounde®ferhkal hvert i GiPMONG af@isedf opf vanillin and ethyl

vanillin in a vanillin/ethyl vanillin molar ratio of 2,
characterized in that it comprises an operation of

20 cogranulation of wvanillin and ethyl wvanillin used in
powder form and in amounts such that the wanillin/ethyl
vanillin molar ratio 1is at least equal to 2, carried
~out at a temperature of between 50°C and 57°C, followed

by an operation enabling the temperature of the

25 composition obtained to be brought back to ambient

temperature.

In the present text, the expression "composition
comprising essentially a compound based on vanillin and
30 ethyl wanillin" is intended to mean a composition
comprising at least B80% by weight of a mixture of the
new vanillin/ethyl vanillin compound with a
vanillin/ethyl wvanillin molar ratio of 2 and of
vanillin: the wanillin representing less than 25% by

35 weight of said mixture.



10 The term"granul ation" is intended to nean the forming of a powder
in granule form In accordance with the invention, it has been found

that the new conpound of vanillin and ethyl vanillin is 15 readil
obt ai ned accgpdbgn f1@4bBS cogranul ati engprocess. PWéE%a&dJli/ééﬁg”
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accor dance vmth a preferred node of the invention in 30 which a snall

excess of ; vanh] ||ncé prefg f 1£b§or5w0p9gt|@n$eaa@dadwt agmmsl@m
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process of t @Hﬁve@&ﬁpmlﬂogs@ga@@@us M xbivga ofiindpe thanitdw ncamuound
ethyl vanillin powders is first, carrl uﬂ loi_l WD 2011/ 104208- 9
_PCT/ EP2011/ 2538 TO YR W Jct 9584 Wd8 s are charged

separately or as a mxture to a m xer- granul ator, which is subjected
to StlrriBQ'The term “granulation” is intended to mean the forming

of a powder in granule form.

In accordance with the invention, it has been found
that the new compound of vanillin and ethyl vanillin is
15 readily obtained according to this cogranulation

process.

The applicant has found that the presence of an excess
of vanillin can act as crystallization seeds and thus

20 facilitate the crystallization of the new compound.

In order to ensure an excess of vanillin relative to
the molar ratio of 2, the vanillin and the ethyl
vanillin are used in the fcllowing proportions:

25
- from 65 to 72% by weight of wvanillin,
- from 35 to 28% by weight' of ethyl vanillin.

In accoradance with a preferred mode of the invention in
30 which a small excess of wvanillin 1is preferred, the

proportions are advantageously the following:

- from 67 to 70% by weight of wvanillin,
- from 30 to 33% by weight of ethyl vanillin.
35 |
According to the first step of the process of the
invention, homogeneous mixing of the vanilliin and ethyl

vanillin powders is first carried out.



Préferably, the stirring conditions are chosen such that there are no
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chosen between 50 and 57C, preferably between 50 and 55C. In
accordance with the process of the invention, the 30 m xture of

vanil lin andPﬁéhyirawwl | £ Hle PRACIENS rich Qb@@gmtloﬁqrsorrh@abl ERdsen such
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£ e c 9
previ ously de %% bRar Thet @ &fbi ﬁfc?énperature" i s intended
to mean 35 generally a tenperature between 15 and 25C. WO

2011/104208-, -P égg@O%%éQ?;g& £8 lge gggégggaation tenperature
has been reac ed’ he m xture i's stirring a is tenperature
for a péPiod of time sufficient to obtain the conversion of 5 the
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t enper at ure %%%%eﬁf FO MhéShi GheP e ©HRenti8gsiddrafdorronditions
t enper at ur e, aah@ns@@é©651yh@adgéabewwe@htduzlémmhﬁrmﬁb hakd.the end

For exanpl e, fo ago% Iatlontenperature advant ageousl y chosen at 51C,
the duration” b
15

The mixture of powders is then brought to a temperature
referred to in the remainder of the text as the

“cogranulation temperature”.

20 This temperature is defined as being less than the
melting point of the new compound of wvanillin and ethyl
vanillin which, measured by differential scanning

calorimetry, is 60°C & 2°C.

25 Thus, the cogranulation temperature 1is advantageously
chosen between 50 and 57°C, preferably between 50 and
55°C.

In accordance with the process of the invention, the
36 mixture of wvanillin and ethyl wvanillin powders 1is
brought from ambient temperature to the cogranulation

temperature which is chosen as previously described.

The term “ambient temperature” is intended to mean

35 generally a temperature between 15 and 25°C.

The rise in temperature 1is preferentially carried out

gradually, for example 1°C every 3 minutes.



15 advant ageously ranges between 5 mn and 1 hour, and preferably
between 20 min and 40 min. It should be noted that the upper limt is’
not critical, but- for productivity reasons, a duration at nost equal

to 1 hour is 82?‘61@/@@%@#' y. chosen. 2Q Rey -a tenper aPCFAERPO3AY BF23Han
or equal to ‘§4 , It is found that it is no | onger necessary to

mai ntain an isothermal hold. In other words, there is no | onger any
reason to keep the mxture stirring once the 25 tenperature has been
reached. 1t sheul diihe RElednhatithe beepataonse phad obsky dedrFiHed

are preferentially carried out under_an atnps e (b JNekt @asess a
most commonl {1 tHEG&Te 36 1 FER" st lsre%lhré tht gg?%t he gorrposi ti.on
obtained is geehed tof atieapeudficeedt Itessolirain 4088 ASOFRHHE™ ot

one preferred. embodi nent, . LikQR 38wl sobbawaed to cool with
stirring and E}ﬁdéleagﬁnitﬁer:@t&gt %{?S%%@%Ee:kto a E'\Terrgelrpature of |ess than

40C, preferably to a tenperature of less than 35C. The lower |imt of

the cooling tempeyatyried $r WR201ckGA3A8r1 o PGl ER20AMNDEA534s 2
advant ageousl'y anmbi ent tenperature. A ¢ ition conprcih%isgglothe new

onpos
vani | | i n/ et hyflunggdion jof %mainéllﬁé&%e%&&‘?e%aﬂéevar| ouS

operations of the process of the invention can be carried out in a

m xer which i s advan{ageously pl ow m i & PR B8R rel0 FRES
m xer isl%dvgﬁ{%ggbﬂé?g fﬁf‘?e %\ﬁsfaﬁ ac%%ﬁ%?gi?g%i%tl{l npor@r er 16

provi de the \ardmus heat dursrisifer oyhe Aegtasrswlofiodcheat - t ransf er

fluid in the double jacket. The heat-transfer fluid nmay be water kept

at a tenperature that is for exanple from2 to 5C apove tfb.e 15 fyre
cogranul at i orfFenpeeatPEe choséRE or dany RHERN AL LeT anstFEFPFFEY,]

for exanple a giddcAn&o@ily chosen at 51°C, the duration of the hold
15 advantageously ranges between 5 min and 1 hour, and
H preferably between 20 min and 40 min. It should be
noted that the upper limit is not critical, but for
productivity reasons, a duration at most equal to

1 hour is preferentially chosen.

20

For a temperature dgreater than or equal to 54°C, it is
found that it is no longer necessary to maintain an
isothermal hold. In other words, there is no longer any
reason  to keep the mixture stirring once the

25 temperature has been reached.

It should be noted that the operations previously
described are preferentially carried out wunder an
atmosphere of inert gases, most commonly nitrogen.

30 | |
In a subseguent step, the composition obtained 1is

cooled to a temperature of less than 40°C.

According to one preferred embodiment, the composition
35 is aliowed to cool with 'stirring and under an inert
atmosphere to a temperature of less tThan 40°C,
preferably to a temperature of less than 35°C. The

iower limit of the cooling temperature is



In the case of cooling, the tenperature of the heat- transfer fluid,
in this case water, is generally chosen 20 at a tenperature which is

- for exanple bel ow t he cooling tenperatu .
conpound obtééﬁiea&%dé@g? Ing to the proc of the .n%g"ﬁfﬁﬁgé%??%s
at | east 80% by weight, preferably 25 at | east 90% by wei ght of a

m xture of theévaebhagaoublynsebhghtvaamperatoeapound and of vanillin.
The conposition obtained conprises | ess than 20% by wei ght,

‘preferably less than 10% by wei ght of other 30 crystalline phases of
the vanillinfet OPMRRHLiom presswrdisEdiam &he opheonal Yanofliafgthyh:

this m xtureygybseanenblyolghingsdenetedreQt her crystalline phases”.
More specifically, the conpositions obtained nmay 35 conprise: WO

2011/104508- 12 - PCT/ EP2011/ 052534 fronyl_to 20% by w@ight Qf ot her
crystalline phasearithe peirerviethcaposhéi prscebst be ithenthemeion
conprise: 5 - ;lrgm 90 to %9% y Juei ght. of a mﬁ]u.re o% thce new

vani | i n/ et h§F2vaRi FRFALESNPEInd "afd BESFatiNiGh, S 13RI 35 Ao hy2
wei ght of otbeewcmnyseal brne phbhbes. mirerhe m xture obtai ned which
conprises the new '

10 This mixer 1is advantageously fitted with a double
jacket in order to provide the wvarious heat transfers
by circulation of a heat-transfer fluid in the double
jacket. The heat-transfer fluld may be water kept at a
temperature that is for example from 2 to 5°C above the

15 cogranulation temperature chosen, or any other heat-

transfer fluid, for example a silicone oil.

In the case of cooling, the temperature of the heat-
transfer fluid, in this case water, is generally chosen
20 at a temperature which is for example from 2 to 5°C

below the cooling temperature chosen.

The compound obtained according to the process of the

invention comprises at least 80% by weight, preferably
25 at least 90% by weight of a mixture of the new

vanillin/ethyl vanillin compound and of vanillin.

The composition obtained comprises less than 20% by
weight, preferably less than 10% by weight of other
30 crystalline phases of the wvanillin/ethyl vanillin phase
diagram and opticnally of wvanillin: this mixture

subsequently being denoted "other crystalline phases”.

More specifically, the compositions obtained may

35 comprise:

- from 80 to 99% by weight of a mixture of the new

vanillin/ethyl vanillin compound and of wvanillin,



10 vanillin/ethyl vanillin compound and vanillin, the vanillin
represents |l ess than 20% by weight, preferably |ess than 14% by
wei ght of said mxture. Mre specifically, the m xtures obtained nax
conprise: 15wof 2om AM420894% by wei ght- df2 the new vaRFE/FRAGIHPP253
vanillin compound, from6 to 20% by wei ght of vanillin. 20 The
preferred m xtyres haye the follow Lii enys+hi 086 nhas84% by
wei ght of thé %Eﬁmv niPl%ﬁfe%&yﬁgggﬁgl%?Hgggﬁgoungf fron1qpto 14% by
wei ght of vanillin. The conposition obtained is in the form of
granul es, th i i 834 oh@l c8Xamel enveatwean c2e@rpeeand
10 000 pn1an§h%ré§§$%blycﬁgP en 568 pnﬁand 1000 pm In order for the
size of the particles to be conpatible with the application
envi si oned, a mldj NgooRey abbon EANWEEgeAVicH oaeehixdmrEhi sf opdreat hew
is carried out in a_suc way that .the particle_sjze, I ed by
the medi an di afsterlX; Gﬁﬁuﬂaﬁ@@§ Fm<2} ogﬁﬁtgn%08§ gﬁéﬁéﬁg%fs
preferably betwaem 50@ Ka (Bnth8eRi'ghm cEhetmedi ar vditadstiare PHhasks -
2011/ 104208- 13 -PCT/ EP2011/ 052534 defined as bei ng such that 50% by
wei ght of the particles have a diameter greater than or less than the
medi an di anetler. Shdhempkkbhiag opéranedn ¢dd e AREEUt Fhca DeV
conventi opal apparat ich A bladecdbdund teedhedanohlinfushee
B e e A Bt B o

or a granulator. Th action spectrum of the conposition.10
obt ai ned has warel }}iesreRprasjles Jz@ﬁ)tf&arzo?é”o%25‘3"819@7%@%@%”
that are charpgderisdi c10f dhesdiemic eyt afittherd .nvention.

More specifically, the mixtures obtained may comprise:

15
- from 80 to 94% by weight of the new vanillin/ethyl

vanillin compound,
- from 6 to 20% by weight of vanillin.

20 The preferred mixtures have the following composition:
- from 86 to 94% by weight of the new vanillin/ethyl

vanillin compound,

- from 6 to 14% by weight of vanillin.

25
The composition obtained is in the form of granules,
the size of which ranges,'for example, between 200 um
and 10 000 um and = preferably between 500 pm and
1000 um.

30

In order for the size of the particles tc be compatible
with the application envisioned, a milling operation

can be envisioned.

35 This operation is carried out in a such a way that the
particle size, expressed by the median diameter (dso),
ranges from 200 um to 1000 um, and 1is ©preferably

between 500 pm and 800 pm. The median diameter 1is



Wth regard to its flowability properties, the 15 conposition of the
invention has a flowability index after 24 hours of storage at 40C
-under air at 80@6re|at|ve humdity, at a nornmal stress of 2 400 Pa
rangi ng bet WA} 1d30440€0. 6. 20 Accordiliyto one prBFBfERAPLIAPPZP34
of the process of the invention, it has been found that it was

particul arl yd@ﬂyﬁ@aag§QUSbé@n§arMcl@utttﬁ@@ fsost %em@i gt Xi g tee
powder s under_ a Wei‘ gt m)%]%here t hus rgls ti nﬁltl n a V\/mtef_[
product. 25 BREEICLSS FV aﬁo nE "6 Shafer gy 58P &ent®Hh e t

ni trogen. |tmedyanepieseheérirom 1l to 5% of the weight of nitrogen,
preferably from2 to 3% of the weight of nitrogen. 30 The hum difying
of the nitrogen stream can be carried out by sparging into water.
Accordi n§ tollome pidflénoed ewdyoliment o&nt h&epr ovessiad 36uthein a

invention, thenfdxtNgnf EEEaEQ%GEVSshEhb%QU% Widele WRl NI I 098t H and
then the tenperature is gradually increased and, when thé latter Is

greater t hant ot egtiafeh 24C2aR82NB43PRan 49C, dry nitrogen is

i ntroduced. WD 2011/104208- 14 -PCT/EP2011/ 052534 The "dry nitrogen"
is intended to0 nmean_a stre of mtro en conpri si l.ess than O, 5,
pref erably I@%% tgéﬁaﬁ.de%?Fa\%tlé’P per el?%r ni d:et}? 5C?I?P%Fltl°%
subsequént s¢le@aiﬂnedthapethtauﬂenefs e acoipasi2hi drf )obt @ned 4 £5.6 -
brought back, 4 os anbbgnp tgapena %a%f% REYQYS ¥ e Cr:,{ﬁe%ﬂ bl

conposi tion o tal ned has an X—ra d action sp ect rum
conpri ses t hef chiag atheensiee.lines as illustrat ed by figure 1.
According to this variant of inplenentation under wet

With regard to its flowability properties, the
15 composition of the invention has a flowability index
after 24 hours of storage at 40°C under air at 80%
relative humidity, at a normal stress of 2 400 Pa,

ranging between 0.0% and 0.6.

20 According to one preferred wvariant of the process of
the invention, it has been found that it was
particularly advantageous to carry out the first step
of mixing the powders under a wet nitrogen atmosphere,

thus resulting in a whiter product.

25
Thus, a small amount of water may be present in the
nitrogen. It may represent from 1 to 5% of the weight
of nitrogen, preferably from 2 to 3% of the weight of
nitrogen.
© 30

The humidifying of the nitrogen stream can be carried

out by sparging into water.

According to one preferred embodiment of the process of
35 the invention, the mixing of the powders is begun under
wet nitrogen, and then the temperature is gradually
increased and, when the latter is greater than or equal

to 44°C and less than 49°C, dry nitrogen is introduced.



15 nitrogen, a conposition which is whiter in color is obtained nore
rapidly since the isothermal hold can be shortened. For exanpl e,
followng a rise in tenperature under dry nitrogen, an isothernal

hol d at 52C for i of 2 hours is dgsirable. |fpddy@pose/ose2d
tenperature‘W?;%QllP?é%ﬁﬁhn under wet niggogen, an isothermal hold at

52C for a period of 30 mnutes is sufficient: The process of the
invention applies to vanillin and 25 ethyl vanillin produced by any

chem cal synthesis e »0fs & he stldldangr subsdarat @. strédmi of
al so suitablth?or(¥:niﬁ?%%£§%ﬁ ed ac

obt ai ned accordin% %o biochefica},!)l less
processes, inipacgeruleamgiicdassedest 304 cMobi Grogf Tat = oY
fermentation,gspgchall yrfQgatbicp@si By dJhenitwemenon does not exclude
the use of an exclplent or excipients with the conposition of the
inventio®. 35 It should be noted that the choice of the excipient(s)
nust take intg acgounrfudseuichttendetepse dfhd he teipgirapraguct ©fnd the
therefore it nmust be.edible if. it,is.used.i he fi00d, se¢hor .am¥ent
2011/ 104208- C¥BPOP FEBZOf%? 4 Tﬁ% ag%3ﬂ¥ﬁbf exci pi ent(s) can be
very vari abl eempdriatucanasepreséntsiyofrectibsdood of the wei ght of

the final mxture. 5 1t is advantageously sel ected between 20 and 70%

by weight. Depending on the type of excipient selected, the ano 0
used andl@ heThat eqgetosdsion t pbtrilngd pﬁﬁﬁhcﬁ¥1t§§”§¥%i6?%%£%%$§&%é

i ntroduced, \g/?glclt&uﬁlr PRI &R Y copp i senghef drhe qurtepairstiiconléfiesheas
conposition of the invention. or during the preparation of the
conposi tion &fl{sé rRdeEnPYoh 9P A ot her words, the total amount of

According to this variant of implementation under wet
15 nitrogen, a composition which is whiter in color 1is
obtained more rapidly since the isothermal hold can be
shortened. For example, following a rise in temperature
under dry nitrogen, an isothermal hold at 52°C for a
period of 2 hours 1is desirable. . If the rise in
20 temperature 1is carried out under weft nitrogen, an
isothermal hold at 52°C for a period of 30 minutes is

sufficient.

The process of the invention applies to vanillin and
25 ethyl wvanillin produced by any chemical synthesis,

regardless of the starting substrate.

it is also suitable for vanillin obtained according to
biochemical processes, 1in particular processes of

30 microbiological fermentation, especially ferulic acid.

The invention does not exclude the use of an excipient

or excipients with the composition of the invention.

35 Tt should be noted that the choice of the excipient(s)
must take into account the intended use of the final
product and therefore it must be edible if it is used

in the food sector.



15 the excipient(s) can be introduced during the preparation of the
conposition of the invention or else added at the end of the
. preparation of the conposition of the invention. It is also possible
to fracti ondf@ %%/éﬁﬂngﬁﬁs used during tife prepar at i BAFFFE201LEP52 R34
20 preparation. It may be specified, by way of exanple, that it is
possible to add from5 to 50% by wei ght of an excipient during the
preparation of the copposition of the 25 invention and th to agajn
Bdd from 5 t EAB0TBY HerghiS I RARRF Slci FHorte wHERYt REZAPEREr &b of
t he conposi te¢am ofepitesdmyvefitonn 051 fitei shed. olft tise alwed gassobl ecHe
nodul at e thef{dggias %’Ltﬁg i ntroduction dependi ng on the excipients,
i.e. to introduce e total amount of an exci pi ent for exanple during
the preparation of the conposition of the invention and to

{he prepar | PVE . _
racti onate jhe 1@88%%998908&%2”%&@@%' B'e‘%%%gggr%g' QidVer5a. Rp

According to a first variant, t excipirent 1s a ry mxing
with the obt%fHedt conposition of the invention. WD 2011/104208- 16
- PCT/ EP2011/ 052534 According to another variant, the excipient can be

oorpor st et L.t fe BAoEERe ol 9 2L0a e camesiylon of Lhe,
vani | i n0anduetdlylandanthéi nntiertdede. uke gaestiet Mittalsaproguthat tie
oroduct i on TO'GEETRAE Sa0 pient 8t br BT HRer P gt e SR b o e The
i ntroduced demdngobr Gitet hereprrofiohe pf ephrat i oympds itieorconpbsitthen
of the inven{iPfnrion or during the preparation of the composition
of the invention. In other words, the total amount of

15 the excipilent (s) can be introduced during the
preparation of the composition of the invention or else

added at the end of the preparation of the composition

of the inventicn. It 1is also possible to fractionate

the amounts used during the preparation or after the

20 preparation.

It may be specified, by way of example, that it is
possible to add from 5 to 50% by weight of an excipient
during the preparation of the composition of the
25 invention and. then to again add from 5 to 50% by weight
of said excipient when the preparation of the

composition of the invention is finished.

It 1is also possible to modulate the types of
30 introduction depending on the excipients, i.e. *tTo
introduce the total amount of an excipient for example
during the preparation of the composition of the
invention and to fractionate the amount added of
another excipient, or vice versa.
35
According to a first wvariant, the excipient is added by
dry mixing with the obtained composition of the

invention.



Exanpl es of excipients that can be used are given 15 hereinafter, but
are given without being limting in nature. Fatty substances .
represent a first type of excipient. 20 As exanples, nention may be

made of fattﬁgg%c]d]grs/&(agé&é)nal ly in the f (ir6m_of sal ts pérasoens /o534

fatty acids nerally long-chai'n saturated fatty acids, i.e.
fatty acids having a chain | ength 25 between approxi mately 9 and 21
carbon atons, such as, for exanple, capric acid, lauric acid, :
tridecylic agid St} | Shhdal RdiiGraci dehst eaxttphentd ocan be
beheni c aci dgcgsrﬁgﬁ?s Jfo%sg?c‘lb&e for said acids :11? be igtsallnii%i ed f,0rm
and mention fmgorpopatefculiditbe HaBe FOCESS untRt ealatre 6r 9

TRGNeS| UM st 83Lake; oA Jt bheaci et eys, font immuEe | dupdngi cilar
be made 35 of gly

ceryl stearate,isopropyl | mt ; tyl | g
and i sopropyEtepri stiat é?ogWLQ]OBitff?LrgQ%%- Ese- P&%@&’%gg“l/ &Y%B?E%F
Mention may &glk$Q1menemspecikki.cally be made of esters of glycerol and
of long-chain fatty acids, such as glyceryl nonostearate, glyceryl
nonopal m tostearate, glyceryl palmtostearate, ethylene glycol 5
pal m t ost ear atte,gqed yglyoeny| spatingt ddredaridie, S%?y&ﬁ?&@lleﬁooz%dbe

6000 pal m oglparat VST dToNol | PRESAL @icORItaRRA! |¢f MpReduotion
di acetyl at ed "gl'ycérol esters of 1ong-chain fatty acids, such 38, pe
nonoacet y0 at @t othdfacet§imtwt Hromdgl Qééﬁﬁﬁégtaﬂaaqi‘br?ﬁ Xt e§+°
thereof ; senisynthetdes dyesid des. akt tirse abse possinel etepacat tod abty
al cohol of which the chai,n of carbon ato i S between approxi mately

16 and 22 carBieh CAERS1 E@th ofs Thor XATICE " nyri sty

Examples of exciplents that can be used are given
15 hereinafter, but are given without being limiting in

nature.
Fatty substances represent a first type of excipient.

20 As examples, mention may be made of fatty acids

optionally in the form of salts or esters.

The fatty acids used are generally long-chain saturateq
fatty acids, i.e. fatty acids having a chain length
25 between approximately 9 and 21 carbon atoms, such as,
for example, capric acid, lauric acid, tridecylic acid,
myristic acid, palmitic acid, stearic acid or behenic

acid.

30 It is possible for said acids to be in salified form
and mention may in particular be made of calcium

stearate or maQnesium stearate.

As fatty acid esters, mention may in particular be made
35 of glyceryl stearate, isopropyl ©palmitate, cetyl

palmitate and isopropyl myristate.



15 al cohol, palmtyl al cohol or stearyl alcohol. It is also possible
to use pol yoxyethyl enated fatty al cohols resulting fromthe

» condensati o f. Ll r branched fatty al cohols, hayi fr

20 car bon Zgwcgt%dr‘?slr}i&‘l?ﬁé et hyl ene oxi de i a pr oportF%?f%zé)ﬂ‘n%gb%gs%
nol of ethyl ene oxide per nole, such as, for exanple, coconut
al cohol , triMecanoh meymiisst ybral epkelifi2h1Venbieomaniy ol sk ther Srasie

of waxes sucg Lcrocrystaldi waxes,. whi te,_wax, _carnauba wax or
paraffin. M %?%%g%%y %gﬁna é4opﬁ§h éﬁgél or£?%g an%glaﬁﬂco§%¥: 0 2%

sucrose, frusgtvservyal achosécariebese, opideayd, sonbigalnitwstredcite,
xylitol, lacgi{olr il titol, iWesteshgars: gl ucosg, ps an
sucroglyceri%e% d£¥ived f?%%1*atty %%#s such as cocd%%%@pil, g% <
oi I, hydPogePtBHtpaFAPERFCand hy dPObERBY @RI $bybean RN G5 taprdsy
esters of fasdyy@eids1 susboas asdcr o8 0NMORAM AR r UECT 0SBl yceryl
nonodi st ear at e aﬁd sucrose di st ear at As exanpl es of ot her

exci pi ents, PRPLTOACHEST Be naﬁ@tépnﬁgﬂysac@ﬁgprdesPrand 5 oht A
be made, intgelvaéral ofstdwes f alf odioagpheduct Saang naxidses $heheafs

5 - native, j i or di f.i t es ived in.particul ar
romancat, TorRitohrTaba P cLasRrsTaREEAT A8hpdE P Rt
parti cullfr| ynhativesconareosr chesisyohhehianyl pserigesgel atini zed
corn starches, nodified corn starches, nodified waxy corn starches,
10pregel atini zed waxy corn starches, nodified waxy corn

st ar ches, i nphft +EuPAPPhRESSAPLEditEMAGE: ényiaditdciadaododt srichidh aleh

hydrol ysat esghdbn of carbon atoms is between approximately 16 and
22 carbon atoms, such as, for example, myristyl
15 alcohol, palmityl alcochol or stearyl alcochol.

It is also possible to use polyoxyethylenated fatty
alcohols resulting from the condensation of linear or
branched fatty alcohols, having from 10 to 20 carbon
20 atoms, with ethylene oxide in a proportion from 6 to
20 mel of ethylene oxide per mole, such as, for
example, coconut alcohol, tridecanol or myristyl

alcohol.

25 Mention may also be made of waxes such as
microcrystalline waxes, white wax, carnauba wax or

paraffin.

Mention may be made o¢f sugars, for instance glucose,

30 sucrose, fructose, galactose, ribose, maltose,
sorbitol, mannitol, xylitol, lactitol, maltitol; invert

. sugars: glucose syrups and also sucroglycerides derived
from fatty oils such as coconut oil, palm oil,
hydrogenated palm o0il and hydrogenated soybean o0il;

35 sucrose esters of fatty acids, such as sucrose
monopalimitate, sucrose monodistearate and  sucrose

distearate.



dextrins and naltodextrins resulting fromthe hydrolysis of a starch
(wheat, corn) or of a potato flour, and also P-cycl odextrins, 20 -
cellul ose, ethers thereof, in particular nethyl cellul ose, ethyl

cel lul ose, nmghhyd £t Awa2e8! | ul ose, hydroxypropy! cel | BEDAER203/1/852834
thereof, in particular carboxynethyl cellul ose or carboxyet hyl

cellul ose optionally in sodi um cont ai.ni.ng for 5 - , So#
carrageenan @SsmeXRap&Sc & &JdSTarf GRSt E-cart= eléjr?a%ﬂ% u'bég@%’t{?n?
guar gum | ogust;sReanagurle s} anitanmgunioal giayates, mgdem aridhics; aédei a
gum agar-agar. A mal trodextrin having d ydralbysi s
nmeasured by oéé%PFSEQH&GHPQQIQEP%FC5P B%? %g%ﬁggggtﬁan 20" and
preferably between 5 and 19, and nore preferentially between 6 and

15, is pr zfgg%égikk%r28%%?%?%5%%¥%%&0%&/%R§§9§ieégstarches derived

- PCT/ EP20 potato flour,_ arrow oot starcha
corn starch, cdmfdeouricuago foron aficrta. B wayPdFLB%ci bt ent sC26gdY
may also be ma Al idh® hdFref gL abl yvuhavi & Oed | coagnsstenghbs
using a geloneggk%%ﬁgggd, 175 and f%o B|Oﬁn%. [t can %ggpougtarches
di stinction cone@ithéR freMlass t rBAEHBAE b?lﬁ?é skitt"and>68sein,
or from al kal i Rg direaldressriof seawbhde, andddsiedn waldy |¢ors aksyches,
possi bl e _to add other excipients, such as sl L Eaaf QL
exanpl e, 14n anti%54 ”Eﬂ%ﬁF&EXXrp?ﬁﬁt?%éﬁéﬁggVﬁ%%ﬁiﬁ Tor an C?rn
emul si fier, in quarddtesd,ar | ecit hi n. pdstioubrder t &hedj ust OFRE/sodium

flavoring power_af the m xit nce its taste, the use of
é%e%#hsdg8&ﬁﬁﬁ%egﬁ§§$ﬂg

et hyl mal t ol and?or propeny | can be envi si oned. The
i nventi on does not exclude the addition of a 20 suppl enmentary anount

of vanillin or §g59@h\§yﬁﬁgj§gaggg;choice of the excipients is nade
as previously nentioned according to the application envisioned. 25

The conpdsSition of the invention can al so be used in many fields of
application, indett@lid, iahd hemboeddandrphar macestlchhg seciom ardie

in the perfumner ndustry. A preferre Leld pli X} f

use of the 30 C%\H%%% ¥‘T‘Jo% 8f ne THént ?"‘c')lﬁléi%lé’ i ggfﬁg gggitlsfe tgrg)gettag(r%i)d
cake- maki ng i ndistuy, and abse [parydladextinins,dry cookie trade: sweet
cooki es of conventional type, buttercookies,|argeround
cooki es, snacks,

20 cellulose, ethers therecf, 1in particular methyl

cellulose, ethyl cellulose, methylethyl cellulose,
hydroxypropyl cellulose; or esters thereof, in
particular carboxymethyl cellulose or carboxyethyl
cellulose optionally in sodium-containing form,
25
- gums, such as carrageenan gum, Kappa-carrageenan or
Iota-carrageenan gum, pectin, guar gum, locust bean
gum, xanthan gum, alginates, gum arabic, acacia gum,
agar-agar.
30
A maltrodextrin having a degree of hydrolysis measured
by "dextrose equivalent”, or DE, of less than 20 and
preferably between 5 and 19, and more preferentially
between 6 and 15, is preferentially selected.
35 f
As other excipients, mention may be made of flours, in

particular wheat flour (native or pregel}; starches,



35shortbread, factory-baked cakes: chanpagne |adyfingers, thin
fingers, sponge fingers, Genoa cake, sponge cake, WO 2011/104208- 20
- PCT/ EP2011/ i nes, pound ca , fruit ca
cakes, petit£$§%%é/q$%gb§ssentiaI eleﬁ%ﬁﬁi'bresent iﬁsfﬁﬁﬂﬁﬁgpﬁP%§34
intended 5 for the abovenentioned industries are proteins (gluten)
and starch, mhiehpard imodt rdgmmriat@r bloded byrwheavtf lscwr.chiorcorn
pr epari ng th§t¥§55°“§o&%£§§ of cogki gs Fﬁgiggges, i ngredi ents such as
sucrose, salt, eggs, mlk; ?af, ogtiona chem cal yeasts (sodium
bi carbonate or 10 other artificial yeasts) or biological yeasts and
flours fromgariays oereatspi &h€s, ah8caddgd 41054 hse f hale. ckhegelatin
conposi ti_on ?ccor |nﬁ to the |nvent|§n i s 15 incorporated durlng the
manuf act or e, (BEPEREARGY oR2VABYd8s9dd 1pdo R % ordiney & gjelometer
convent i onal of ethni, ques iand hesd i Bl dorndertcensi dermidan dedtindtion
particular J,L. Ki an . C_ _Ki.ger - Techni ques Mydernes de la .
Biscuiterie,c??%t?ggé?Fegﬁoﬁlgﬁé r 6 CONHTE T 981 P8 <120 19 i Lt s
[ Moder n t echoik gbesmoflkaduser takabmentradi toehatle panducssennof
cooki es, cakes and bakery products], DUNOD, Paris, 1968, Vol une 2,
pp. 231 ff.). . Preferentially, the conposition of the invention is
25 intréfucelti Ao 3hC f BPSSHRILEh &t eaddedtinent hexpieparbsi osush tde
dough. By yayieh bhditaki Oforl bxWhih cbe 2pegitid dhat d as, in
conposition of the jnvention is introduced in_an_anmount 30 of from
0.005 to O.ZP@rEé?ukﬁrofV&5@5ﬁﬁ-ﬁﬁeoEoﬁﬁbS?@P%ﬁ1%¥e¥helﬁn&éﬁ?ﬁ%ﬁP%%ﬁ
perfectly suléabteifior use in the chocol ate-making field, regardl ess
of the formin which it is used: bars of chocolate, 35 couverture

chocol ates, filling for chocol at es.
15 In order to adjust the flavoring power of the mixture

or enhance its taste, the use of ethylmaltol and/or of

propenyl guaethol can be envisioned.

The invention deoes not exclude the addition of a

20 supplementary amount of vanillin or ethyl vanillin,

The choice of the excipients is made as previously

mentioned according to the application envisioned.

25 The composition of the invention can also be used in
many fields of application, inter alia, in the food and

pharmaceutical sector, and in the perfumery industry.
A preferred field c¢f application of the use of the
30 composition of the invention is in the cookie trade and

cake-making industry, and more particularly:

- dry cookie trade: sweet cookies of conventional type,

butter cookies, large round cockies, snacks,
35 shortbread,
- factory-baked cakes: champagne ladyifingers, thin

fingers, sponge fingers, Genoa cake, sponge cake,



WO 2011/104208- 21 -PCT/EP2011/ 052534 particular flavorings, or after
conching, by processing in the cocoa butter. In this field of '
application, the conposition of the 5 invention is used, depending on
the type of fgqgghgﬁg4zb@ a proportion g from 0. 000BCTYBR2081{032

1 kg of final product: the highest contents being used in couverture

chocol ate. 10 Another use of the conposi tion, of I nyepbhan daxdde
manuf act ure of MedAHEEECHf Qquqarﬁ@£g§UgaF§étafﬁ%n s, caranels,

nougats, hard gapdtesoutsndant candies and the like. 15 The anount of
the conposition of the invention introduced depends on the nore or

| ess strong taste that is desired. Thus, the doses of use can ran &4
bet ween 0. 00tHeard sen2%a 12@ I EendenmpasisEnsn 16 ife Mritlehts O T 5N ery

sul tabl e Jor Jsesin b dalder didiShidostandsTone gardiatar lyliren)
fl avored and Sélleg m ks, cream desserts, yoghurts |cggda@g,| Eeat
creams. 25 Thedf |shasrding W%l@%rﬁFédmﬂﬁttﬁp%¢%% % REg7 |on(3‘tﬁe
conposi tion @gh the iFyentieparingor@eofvdrtious xiygest afesaBGiT ednd
during production of the product. -@ﬁ%fg éengglgfsggdg milk,
conposi tion 8158 usERIERE - HenBFRI AP 1DW % out “0.02 g per 1 kg of
final productestAnaigierosaply cahénncal vhestenpesidiiven icapenate "or
invention_ in the food sector .is ep ti van | | y8astigar and
i.e. i npil‘%gné)ttihﬁ of®’s ClV\iilﬂt h BE/é(;{a(ra;sl )i n?tglian Q{%g&%%nt en yo{{ bou%h7
g expressed ridlatisve firoml kgrb¢u$irﬂﬂrQﬂiﬁduc?FC-Th%r%oﬁﬁ%g? i%ﬁ ot ¢
t he inventio%i% al so be included in various drinks, and nmention may
be made, inter alia, of grenadine and chocolate drinks. 5 In
particular, it can be used in preparations for instant drinks .
delivered by g omdinodiidiks di spepsaiag flavor echdr i nkeepduder s, 15

pourer i ABendett TGO TG g UELaE (9D BN Ry PSS COEtard 10 tan he
cake m xt ur esge PRREdkesodatter atdendiony witbh eetesniorontt hteichil ques
in the field under consideration (cf. in particular
J.L. Kiger and J.C. Kiger — Techniques Modernes de la
Biscuiterie, Patisserie-Boulangerie industrielles et
20 artisanales [Modern techniques of industrial and
traditional production of cookies, cakes and bakery

products], DUNOD, Paris, 1968, Volume 2, pp. 231 ff.).

preferentially, the composition of fthe invention is
25  introduced into the fats which are wused in the

preparation of the dough.

By way of indication, it will be specified that the
composition of the invention is introduced in an amount
30 of from 0.005 to 0.2 g per kg of dough.

The composition of the invention is perfectly suitable
for use in the chocolate-making field, regardless of
the form in which it is used: Dbars of chocolate,

35 couverture chocolates, filling for chocolates.

Tt can be introduced during conching, i.e. blending of

the cocoa paste with the various ingredients, in



It is common practice to use vanillin for denaturing butter. To this
effect, the conposition of the 15 invention can be used in a

* proportion ric tonne of bufter. Anothe L f
Yo 1 R8stk reRifeatadyospres

application 0 Sition of the i ntion is an

particular for preparing 20 neal for calf and pig feeds. The
recommended panteaulas dpproxiimgsel pri.aZ tgrperorkdhiofy ,meat proodessing
fl avored. ThfnCQHﬁoéB&BanB tkhe invention can find other
applications, such as a masking agent, for the 25 pharnaceuti cal

i ndustry (for masking the odor of a nedicanent) or for other

industrial predutlis (suehdasuappPlastién, I whkRergo®bésition! bl Sthe
entirely suitable in conpletely ifferent fields 30 such as the
cosnetics i nHAEERyLoOPhdSp reR § yOBr thRe LBt e rftD e FrtREF y .
It can be used bBn poagretticsm seEhfasmcreams,s /i i, 0 makg- pprand ket hef
products, angd. al so,_as . fragrapcing, 35 ingredients, in fragrancing .
conpositionsgﬁﬁ%ffrgaggﬁggd sgﬁgtg%%%ge ﬁd %?%g%%Yg.nb%%%gte?%$d 1n
"fragranci ngceonposiireonstbcdéabees m xtures of various ingredients
such as solvents, solid or liquid carriers, fixing agents, various

odor ous _conpounds, etc., into which the conposition of the invention
i s 5 ind&r potaeelcandses Afsddg ocyrwesihioresf r 8ef Aageanrdeon ois the

various typesaghrhtpakepld@ugind fE296ENGE bAREEISONShigerd L Bh&kdaed
exanples of the fr granC|n conp%5|t|ons in which the ‘conposition of
caramels, noué%ts, ard candies, fondant candies and

the like.

15 The amount of the composition of the invention
introduced depends on the more or less strong taste
that 1is desired. Thus, the doses of use can range
between 0.001% and 0.2%.

20 The composition of the invention is very suitable for
uses in the dairy industry, and more particularly in
flavored and gelled milks, cream desserts, yoghurts,

ices and ice creams.

25 The flavering 1s carried ocut by simple addition of the
composition of the invention, in one of the mixing

stages required during production of the product.

The contents of said composition to be used are

30 generally low, about 0.02 g per 1 kg of final product.

Another application of the composition of the invention
in the food sector 1s the preparation of wvanillin
sugar, 1i.e. impregnation of sugar with vanillin, in a
35 content of about 7 g expressed relative to 1 kg of

final product.



10 the invention can advant ageously be used at a content of fromO. 1%
to 2.5% by weight. The fragrance bases can be used for preparing '
numer ous fragranced products, such as, for exanple, eaux de 15
toilettes [taol 2OLWEXON2OB, fragrances,- a2 er shave | oBFSAEP29Yi/082PPas
and hygi ene products, such as bath or shower gels, deodorant or

anti per spi rsﬁgleprgdr}[lggééitl tper v the, &orimof cghi 6REc0hd ot heDaded
talcs or po s of any nhature;, products for the hair, such_ as 2?.
shanpoos and imaiva mirouctsingts amnd RNt b 5 ahpter of 1hSE 8f 1fhe

conposi tion off the Jament ion ichdda 3eapnirkisng field. It can be used
in a content of TromO.3%to 0.75%of the total mass to be 25

fragranced. General ly,it is conbined,in this
appl i cati gn, wirt hbarzaicunesi, noi dandsedimen hygabulifi t pre@erationFhetfor
conposition accaording to the invention n fi 30, By, er grink
applicationSHQ?Hiﬂ%icugﬁ}n¥ﬁ aigeﬁFggﬁéﬁersb rany naj%?%%ancerln ®
product . HHemhnsitgchéibvakedhatsEotier | povdsref  t(HOIUMRISsi PPEAST
of the inventjon t g L0g; 3,0 the 3l old.awi 89 powder
met hods: 1. I\?eﬁt?%éggpgﬁnfir{%%O%%% %%l- 24 -PCT/ EP2011/ 052534
intended for making desserts of all kinds, custard
10 tarts, cake mixtures, pancakes, after dilution with

walter or with nilk.

I+ is common practice to use vanillin for denaturing
pbutter. To this effect, the composition of the
15 invention can be used in a proportion of 6 g per metric

tonne of butter.

Another field of application of the composition of the
invention is animal feed, in particular for preparing
20 meal for calf and pig feeds. The recommended content is

approximately 0.2 g'per kg of meal to be flavored.

The composition of the invention can find other
applications, such as a masking agent, for the

25 pharmaceutical industry (for masking the odor of a
medicament} or for other industrial products (such as
gum, plastic, rubber, etc.).

It is entirely suitable in completely different fields
30 such as the cosmetics industry, the perfumery industry
or the detergent industry.

It can be used in cosmetics such as creams, milks,
make-up and other products, and also, as fragrancing

35 ingredients, in fragrancing compositions and fragranced
substances and products.



The melting point of the conposition of the invention is neasured by

differential scanning calorinetry. The measurement is carried out
" using a MettygrodiqG8d4ees differential_ S{:ﬁn"ni ng cal 05&%@201‘1?@8555&‘9
foll ow ng conditions: preparation of e sanpl e at anbi ent

tenperature: weighing out and introduction into a sanple carrier, 10
- sanpl e carfier tegh fpegapnvingmceapssiia ionsés degyds sent x Brzp spf

rate of tenpesalyng liGRAG@nt20 Midh a8t udyiyange: 401 98Co 15 ilheid
sanpl e of the congole on i s weighed out and introduced into the
capsul e, whi CATFSSEFT npEd* 4R t AR pFace®THPthe ADEFRS usCOmPOUndshe

t enper at ure togy amnt® rwniand tHie aehbpdHPc Poef bife 20 i sSnebhaiipad oo
a thernmogram_The nelting temperature | s defined-on, the basis of a
't her nbgr &m p%%‘a%%‘afﬁﬁ% r apﬁe lasoo%ecgpjé? aPiig ggﬁdiqqs&@damaé?ce
t enper at ur ei svevarnedst eppesattr Eipatrpspdndtng to t he maxi num sl ope
of the melting peak. 2. X-ray diffraction spectrum The X-ray
diffraction spectrumof the conposition of the invention is
det er mi ned uBragrenesXaas PCONNRDEPARAI §X¢ ol redpar@mes esqubpeithe
with an X @f@?@éﬁéiﬁigte&i osNAR!s the f.ph] o %ecoegm%bgm&oﬁS of
Start P?L%I tion [2Th.]:71.512 End Position [2Th.]:49.979

the invention can advantageously be used at a content

of from 0.1% to 2.5% by weight.

The fragrance bases can be used for preparing numerous
fragranced products, such as, for example, eaux de
15 toilettes [tollet waters], fragrances, aftershave
lotions; toiletries and hygiene products, such as bath
or shower gels, deodorant or antiperspirant products,
whether in the form of sticks or lotions, talcs or
powders of any nature; products for the hair, such as

20 shampoos and hair products of any type.

Another example of use of the composition of the -
invention is the soap-making field. It can be used in a
content of from 0.3% to 0.75% of the total mass to be

25 fragranced. Generally, it is combined, in this
application, with benzoin resinoid and sodium
hyposulfite {(2%}).

The composition according to the invention can find
30 many other applications, in particular in air

fresheners or any maintenance product.
The physicochemical characteristics of the compositions
of the invention are determined according to the

35 following methods:

1. Melting point



Step Size [2Th.]:0.0170 WO 2011/104208- 25 - PCT/EP2011/052534 Scan
Step Tinme [s]:41.0051 Anode Material:Cu K-Alphal [A]:1.54060

Generator Settings:30 mA, 40 kV 5 3. Flowability property and ca¥%¥g
i ndex Theys sMAAY1L0UE08 Of the inventi ad has the chEFHER2O1L{ P2
caking Il ess on storage, which is denonstrated by 10 determ ning the

flowability index of the powder. Th flgﬁﬁﬁj 4.4y, Pf o power Sirdvsericion
t echni cal no?h%n“ﬁgﬁﬂn@hd&ﬁﬂ%b.?ﬁoggeskl e&hf%l¥ﬁeoart. For fur;her
details, refekeneesomgdbbynadéfenepaiaicararnindt fdlpaHidHbbk: 15

"Standard shear testing technique for particul ate solids using the

Jeni ke shear cell"”, published by "The Institution of i cal
Engi neers”, TBBO r{dSBNeT@I852g5 omor5d Sbt THE - Pogmbit Thr i PRS2 2

measured 4 n the oLl QwiAg Y@yhnille thowabhkity aingemdens ifohkasined
by shearing a"sanple in an annular cell (sold by D. Schul ze,

Germany). 25CPheipiesBéari ng of the powders is carried out under a
normal stress of 5200 Pa. The shear points necessaryfor plotting the

yield - preparation of the sample at ambient temperature:
weighing out and introduction into a sample carrier,
10 - sample carrier: crimped aluminum capsule,
- test specimen: 8.4 mg,
- rate of temperature increase: 2°C/min,

- study range: 10-90°C.

15 The sample of the composition is weighed out and
introduced into the capsule, which is crimped and then

placed in the apparatus.

The temperature program is run and the melting profile

20 is obtained on a thermogram.

The melting temperature is defined on the basis of a

thermogram produced under the above operating

conditions.

25
The onset temperature is retained: temperature
corresponding to the maximum slope of the melting peak.
2. X-ray diffraction spectrum

30
The X-ray diffraction spectrum of the composition of
the invention is determined using the X'Pert Pro MPD
PANalytical apparatus equipped with an X' Celerator
detector, under the following conditions:

35

- Start Position [°2Th.]: 1.5124
- End Position [°2Th.]: 49,9794
- Step Size [°2Th.]: 0.0170



" 30 locus of the sanpl e are obtained for four normal stresses bel ow
the stress of the preshearing, typically 480 Pa, 850 Pa, 2050 Pa and

. 3020 Pa. Fraomthe gr $%rcles in the di agram of "shear, K stress 35 as
a function of° 42 sses", two stTe&sses are det BY IR 144 0P A4

yi el d | ocus, which stresses characterize the sanple: WD 2011/104208-
26 - PCT/ EP20114052584<p theenogsmal stressl.opdihe nain direction; it
i's given by Ihgnegg @f éhe garge Mohr citcle which passes through the
preshear poi nt’, 33c YRkStbhesi ve force; 1% is given by the end of the
smal | Mohr ct rgtRlmhath{As:tangent to tHe 54080 | ocus and passes

t hrough t he Qr%géﬁrato T@gtgg%%gzof t he ryel singss in the main

direction to 1 e cohesrve rce is a dinedsionless. nunber,
referred>to as "i, flowability index". These neasurenents are

carried out 3nedi shgbyl #fyeprobpbltpoakiccapingaingek!; the i mmediate
flowability 15 index is thus obtained. Another”series of neasurenents

is carried out with a cell which has been stored for 24 hours at 40C
and 80% rel ath&ecbupbdityotnder tdendnihtiohe 3o 0ft 4thRascildei stic
caking index_Ls thus obtained, Ex%nples iII#straLing t he géesgnt b
invention, wWhS@®“ & ngSPPm T n§ R 248 ur B LG e 1Gi vERCRBPEF RAFPerPY

| n the éranpliesermheiper teat Adesanehitpneddar eoExphessedddy. wei ght .
Exanple 1 30 2100 g of powdered vanillin (VA and 900 g of ethyl
vanillin (EVA), i.e. a VA EVA weight ratio = 70/30, are introduced
into a pl ow Fakeflegabppadywiath acvdakst Agt chakeahvbrahenetion alk s

and heated byn#pansc0thasd5sioubbe iackek. alhe mRystana fontEt, ofs,
t hese powders is 0.1@62¥ melght. _ ,

reference may b& made in particular to the handbook

15 "Standard shear testing technique for particulate

solids using the Jenike shear c¢ell", published by "The

Institution of Chemical Engineers", 1989 {ISBN:

0 85295 232 5).
20 The flowability index is measured in the following way.

The flowability of powders is measured by shearing a
sample in an annular cell (sold by D. Schulze,
Germany) .

25 ,
The preshearing of the powders is carried out under a

normal stress of 5200 Pa.

The shear points necessary for plotting the vyield

30 locus of the sample are obtained for four normal
stresses below the stress of the preshearing, typically
480 Pa, 850 Pa, 2050 Pa and 3020 Pra.

From the Mohr circles in the diagram of "shear stress
35 as a function of normal stresses", two stresses are
determined on the yield locus, which stresses

characterize the sample:



wo 2011/104208- 27 -PCT/ EP2011/ 052534 bl ade-end speed of 0.25 m's.
This stirring speed is kept constant throughout all the phases of the-
process. Circulation of wet nitrogen is established in the mxer 5

with a flow pat f113@904/ h. The humi di f3d ng of the pct/ERPON1L0E25%
is carried oﬁ %?/ﬂs%érg?ng into water kept at 40C so as to obtain 25

g of water per kg of nitrogen. The feed |ine between the.wat.er
and the mi xer thekeptmatl 4BCesd dd tBHrBIeht géWC 8ﬂaén§\a@?ilosn C%g‘;(?%

the pipes. The genp@é atdife 8F the heatgkr ansiier dilndile cwhichatpagséh
t he doubl e jacE t 1s gradually increased in such a way that the
tenperature of thEeUAPXxtORePEFEREGHePE E5 fol | ows - a ranp of +

0.3C mn. Wien the tenperature of the product reaches 49.5C, the
wat er bath humi di fyi the nitrogen .streamj; SedS0-88 oF feed
the mixer®w tht edr‘ifoqﬂ‘ﬁlr%egeﬁoacrgéul%ig% s"ﬁ%g@t han 0.5 g OIr
wat er/ kg of ni tmeganMohst dilvelsandhidhms IRngest TXdHhe BERLL| +PEES

are introduced i X6 qhhenkeppetathure of the product is
brought from 45.“%{0%?%@%8 ?Cog + 0. 2C mE'% and then is kept at 52C
for 30 mnutes. The heating of the heat-transfer fluid is then

stopped and thg tenpes alurgoindheprogieds i sn birleeight ibadkreot BOC by
natural cooling. The stirring and the nitrogen cilc i a
st opped. 1&he TS efOh S HF di%%gﬁ%dlﬁf £ QT LI DB, AEerred

to as "i, flowability index".

These measurements are carried out immediately after
filling the annular cell; the immediate flowability

15 index is thus obtained.

Bnother  series of measurements 1s carried out with a
cell which has been stored for 24 hours at 40°C and 80%

relative humidity under a normal stress of 2400 Pa.

20
The caking index is thus obtained.
Examples illustrating the present invention, without
being limiting in nature, are given hereinafter.

25
In the examples, the percentages mentioned are
expressed by weight.
Example 1

30

2100 g of powdered vanillin (VA) and 900 g of ethyl
vanillin (EVA), i.e. a VA/EVA weight ratio = 70/30, are
introduced into a plow mixer equipped with a .tank that
has a volume of 15 liters and heated by means of a

35 double jacket. The moisture content of these powders is
0.1% by weight.

The stirring is started at the speed of 20 rpm, i.e. a



The product is screened at 800 pm the material passing through
represents 56% by wei ght of the total weight. The oversize at 800 pm

"is mlled uskogeiQuadeosConmill 35 mll fjtted with agrpOthd/H56pesH.
The 2 fractions are then conbined and the m xture is honpgeni zed to
give the fi ng}‘lL gr oduct WD 20 /é0§.§08 28 - PCT/ EP2011/ 052534 The
mel ting poi nPLBFeT ABYgr SRRFSs 9 R fed W%l fferidritidal SB&&ANI HY
calorimetry Rspprewvheushy desenphed: Zhe ther pngsam olft ahaegrshews.a
mai n peak which corresponds to the new vanillin/ethyl vanillin 5
conpound. The nelting tenperature (Tonset) which corresponds to the
maxi mum sl opéisfut hbipeakfi ¥eB39 riSCrclve Mo @stdiflfisetd om spestmime of

the granul es,exhihjt e ]_g{l@éa er L i Ngg .at apgk
25.6 - 10 27W %- bd ﬂBt} shown o uff:/eﬂl %gﬁd 8 IC e%%?? ngw s% Tt
fromthe vanﬁ%FFﬁgﬁﬁd S&Wlm vhR| Pﬁifﬁl§§e@t0rta by Fpargisdabinta ywapelex

and the cakipgptndex,seasysedsascdSo8esehi bed pr&:\/l@&@éy gé'rngcganof
annul ar cellh.gre [espe, Eltlv ly 5 70 and 0. 09. I%x
procedure of "tXhHPFE-1 e S ?lt‘t"ﬁ%nfBPFoWaﬁﬁrn@@ltﬁ &9 ofle

only: a stimikag spe&dpeaf a40 450M sca dermermidifent NOTEasSeEn dam@a tiser
wet nitregen. §fthe p?SleQ n, 25- a final tenperature under dry
nltrogen of &

The temperature of the heat-transfer fluid circulating

in the double jacket is gradually increased in such a

way that the temperature of the mixture of powders
15 follows a ramp of + 0.3°C/min.

When the temperature of the product reaches 49.5°C, the
water bath humidifying the nitrogen stream is bypassed
so as to feed the mixer with a dry nitrogen circulation
20 (less than 0.5 g of water/kg of nitrogen). At the same
time, 15 g of Tixosil 365 silica are introduced into

the mixer.

The temperature of the product is brought from 49.5°C
25 to 52°C at + 0.2°C/min and then is kept at 52°C for

30 minutes. The heating of the heat-transfer fluid is

then stopped and the temperature of the product is

brought back to 30°C by natural cooling. The stirring

and the nitrogen circulation are stopped. The mixer is
30 drained off.

The product is screened at 800 pum; the material passing
through represents 56% by weight of the total weight.
The oversize at 800 pm is milled using a Quadro Comill
35 mill fitted with an 800 pm screen. The 2 fractions are
then combined and the mixture is homogenized to give

the final product.



no i sothermal hold before cooling. The increase in the final

cogranul ation tenperature nmakes it possible to elimnate the

i sot hermal hold, 30 guaranteeing conplete conversion_of,t

vani | |i n/ et hwb eri/10kA08 xture into t-hethew conpounﬂgTéﬁﬁzﬁﬁélg? 277
hand, the increase in size of the granules is greater, since, at the

m xer outlet, the er | al i Qg throuah-a1,18Q0 p@ naeteenptasdntisy
only 27% of FHS t%%g#l%g \%ﬁ;ﬁ whi ch nmakes it necessary to ‘m&llsf %

of the produdtffaPep0iall0420801309 PCHAEPIGTEG52534% he 2°°

fractions, t roduct optai Redhasran | swedindd y shodex of 18i30 pewka
caki ng index%%fsggggg.g'aarrpl e 35 %r X

. procedur e .of . i S:17 3
repeated, wi Whiche AFFeEPPREF erfCe gg?ndqef‘ﬁaﬁrapﬁgflig)ﬁgqg&ng%lZH?13%5
Slh| ica arg r I qﬁ”“ t TS0 ehedft iRaquet ¢repd FdRuIN@| t ddexSEtn. 16 AEh
the m xer outlet, the material passi rough -at.,,80 K ePLes ens
55% of the t GO SREOGHE. t8 t%fret g‘lax% QJ%LI tr?gog)% tgfgekg\%erggig?elat 800 pm
and m xing of the 2 fractions, the product obtained has a flowability

15 i ndex of 90 .Ar i i 4 ofEXa®| €rdnulBst BkBibit
exanple, a co%%eos)ﬂl%}ﬂ %@%o%ﬂaﬁ%gg%%%%&fgo?m 28262 fggénﬁlses o
i

conpri si ng 50%chychwiapitedistie §iaRGI 85 FEP&GedActo gt o0

exarrp![e ioa\rll\ﬁz—ﬁ_ﬁg’/? by wegght ofzsRocuetwre | 16 nEliyadextrli,n. dmé nivking
operati on, Ich |asts approximately 5 mn,. 25 is red ou R
anbi ent  t enpeHetfmOWirder LanbtENE &'° a?ﬁ’BgﬂjﬁéPe aIUI?’I theéc(?1 Ilow%ranﬁ%é%m
with a rotatighalt.speed of 60 rpm

The flowability index and the caking index, measured as
15 described previously using an annular cell, are

respectively 5.70 and 0.09.
Example 2

20 The procedure of example 1 1is repeated with the
following modifications only:
- a stirring speed of 40 rpm,
~ a temperature increase ramp under wet nitrogen
of + 0.5°C/min,
25 ~ a final temperature under dry nitrogen of 55°C,

- no isothermal hold before cooling.

The increase in the final cogranulation temperature
makes it possible to eliminate the isothermal hold,
30 guaranteeing complete conversion of the vanillin/ethyl
vanillin mixture into.the new compound. On the other
hand, the increase in size of the granules is greater,
since, at the mixer outlet, the material passing
through at 800 pm now represents only 27% of the total
35 weight, which makes it necessary to mill 73%. of the

product.

After milling of the oversize at 800 pm and mixing of



The m xture thus obtained has a flowability index of 308.80 and a
caking'index of 0.62. Its aromatic power is equivalent to that of
<pure vanillin. ﬁg ﬁgié/ 04208- 30 - PCT/ EP2011/ 052534 QkAINB . A

process for B¢ &/ 0% onposi tion conpd sing essenPFH TR ¢ BARPDTM

based on vanillin and ethyl 5 vanillin in a vanillin/ethyl vanillin
mol ar ratio ohe22 €hacacbeaki zetel pridddict tobdePdds esan opesadlh 01 ©f
cogranul ati on ﬁé_va?iklg an eth¥k.vanlllin usegngﬁ powder form and
in anounts steh®¥nd ha”vant fi ki %ﬂ?llggﬁfl? n ar ratio is at 10
| east equal to 2, carried out at a tenperature of between 50C and
57C, followed by an gperation enabling the tenperature of the

conposition ohtarned>to be brought back to anbient tenperature. 15 2.
The procéss as claimed in claim1, characterized in that the vanillin

and the et hYThe\!?@'rUc'e@lu%"ee_d!:s_egxérﬂ%_’k@elfQL'é OMA Vs PEDPOLE EANShe S OM
65 to 72% by m§|%ht of vanillin, 20- from 28 tao 359Q§¥_me|%ht of

ethyl vanillFhtTSTeRRe MGt BT cltiSmetP i % &t et XdFL Ll dPrs $1 HifeR
2, characterazedréplibatl #hehvabil §i afardgtibetet byl 2 vasitbisxatrenused
in the follow ng 25proportions: from67 to 70% by wei ght of

vanillin, from30 to 33% by weight of ethyl vanillin. 4. The process
as cl ai m&d i&tondeofmekarnwulled,3,the material passing through at

800 pm represents 55% of the total weight.

After milling of the owversize at 800 pm and mixing of
the 2 fractions, the product obtained has a flowability
15 index of 5.90 and a caking index of 0.12.

Example 4

In this example, a composition is prepared in the form

20 of granules comprising 50% by weight of the granules
prepared according to example 1 and 50% by weight of
Roquette IT6 maltodextrin.

The mixing operation, which lasts approximately 5 min,

25 is carried out at ambient temperature under ambient air
atmosphere in the plow mixer with a rotational speed of
60 rpm.

The mixture thus obtained has a flowability index of
30 8.80 and a caking index of 0.62.

Its aromatic power 1is equivalent to that of pure

vanillin.



30 characterized in that mxing of the vanillin and ethyl vanillin
powders is carried out with stirring, and that the m xture is brought-
fromanbient tenperature to the cogranul ation tenperature. 35 5. The
process as claitfmed hgs6hgi M4, characterjzed in that PCTEP2011/052534
cogranul ation terrpér ature is chosen between 50 and 57C, preferably
bet ween 50 and WD 2011/104208- 31 -PCT/EP2011/ 052534 55C. 6. The
process as claimed in either of clai el d 5,characterized in that
tlhe rise in Stenperature is carried out gradually. 7. The process as
clainmed in one of claims 4 tqQ 6, characterized | - 10 Pes;
cogranul ati ont enﬁer%%eegsnagoﬁeé’rferpﬁ&ﬁlgd,at S %O%?%ﬁgnl g&fnéét 10 -
s'y rring at this teppacatilg horcompopanidotaskd iome Wlf]ﬂci'iférﬁm?oethyl
obt ai n conversion of ,the reagents_jnto. ct.gd ;1AW CHIHNdraBio
The proceds as cl ¥Phed-i'R dne of V%Pgittf?r%g?_e?%i?% 18" Charact erj zed in
that the various efer a,i omhapreetenisiep ddscr ied ard cafPTRH Tt 2"
under an atnosphere of .inert,gases,aphehershl YoMi va0gEDinY.antheethyl
process as clai neggﬁ%agﬁgﬁofocl ai ﬁgal to 7, 20 characterized.n thaf
the mixing is beguwarddddn vetedi tRogendeand Ten e Perffet &t Ut e™1's
gzgdualjl Iy i ncrﬁas%?fg%nq:glém%itmqﬂ/cuﬁ@l ivargndatrermdlean vateguat 86
an ess than ., dry nitrogen is_introduced. CEe$S
as cl ai mt@ in clail®St cer‘fﬁ’rag]ct%‘?i gedcﬁﬁr%ﬁgt O’El(k%le%r% 'tzafo%%mnpgs?%é‘g%]@ o2

contains from1 tea%eh t hearight 57 °Oat ol lpmweider aBl \21f r BREP2ESHC3%

of the weight of %g&&th%P the temperature of the composition

obtained to be brought back To ampbient

temperature.
15
2. The process as claimed in claim 1, characterized
in that the wvanillin and the ethyl vanillin are
used in the following proportions:
- from 65 to 72% by weight of vanillin,
20 ~ from 28 to 35% by weight of ethyl vanillin.
3. The process as claimed in either of claims 1 and
2, characterized in that the vanillin and the
ethyl vanillin are used in the following
25 proportions:
- from 67 to 70% by weight of vanillin,
- from 30 to 33% by weight of ethyl wvanillin.
4. The process as claimed in one of claims 1 to 3,
30 characterized in that mixing of the wvanillin and
ethyl wvanillin powders 1is carried out with
stirring, and that the mixture is Dbrought from
ambient temperature to the cogranulation
temperature.
35
5. The process as claimed in claim 4, characterized

in' that the cogranulation temperature is chosen
between 50 and 57°C, preferably between 50 and



11. The process as clainmed in claim1, characterized in that the
conposition obtained is cooled with stirring and under an inert

* at nosphere t ¥ re of |ess than,40C, prefer
35tenperat’ur@°g%&]leler@§4?h§n 206, W0 20181 gav0n. 5 BerEbfbil /052534
- PCT/ EP2011/ 052534 12. The process as claimed in one of clains 1 to
11, characterized59nCthat the conposition obtained is forned
according to a mlling technique. 513. The process as clained in one
of clains 1 to 12, characterized in that an excipient or excipients
is (are) addéd tolhhe REAPOSFtidm. Cleimmee processhas cPi nekaims 4
claim 13, charactgrized 10chiradth@tiide exgi pi @mMalsS) kfe(arg)sadded,

whol | artl dr i Xing with the conpositio revi ousl
ob?ai%eg%of dur?nggTﬂ%¥ﬁ£%HEcg?oﬁaBFlggiBuggﬁﬁﬁgp§iﬁﬁ; preferébly

during the step of cogranulation of the vanillin and e hyl vanillin
15m xture. 15. A it obt ai carding ta_.the process
descri bed i n5’o'ne 'g?ggﬁ%or%e%% t%é 151?5%3%% i"S] n?g:e ot elrolrﬁl%o t5‘°99§/6

prererably from 8ohabagiesibygd20wei givhash aamoet urtdhef tcdmramewlation

vani I l'in/ethyl vapihhspseopround and of . vanidbing,f 0 :20%
preferably from1l tpbloab gé wei ght 5# %n%i#é%? E?%|ﬁ?%§%6%a§§£_ﬁépt
2516. TH&onposi t PohbEENai AedithdiSai AP e Hd iz t BT zad P ioRato R helme

m xture obtained g@MPiLseEt to obthem 8ok PeB4Yen Prof exabl yrdsom 66

to o4% by vei ght, of the new vari LD/ ethyl vani 1t n30compound

8. The process as claimed in one of claims 1 to 7,
15 characterized 1in that the wvarious operations
previously described are carried out under an

atmosphere of inert gases, preferably nitrogen.

9. The process as claimed in one of claims 1 to 7,

20 characterized in that the mixing is begun under
wet nitrogen, and then the temperature is
gradually increased and, when the latter 1is

greater than or equal to 44°C and less than 49°C,

dry nitrogen is introduced.

25
16. The process as claimed in claim 9, characterized
in that the nitrogen stream contains from 1 to 5%
of the weight of water, preferably from 2 to 3% of
the weight of water.
30

11. The process as claimed in claim 1, characterized
in that the composition obtained is cooled with
stirring and wunder an inert atmosphere to a
temperature of less than 40°C, preferably to a
35 temperature of less than 35°C.



from6 to 20% preferably from6 to 14% by weight of vanillin

17. A conposition conprising at |east one conposition 35described in
either of clains 15 and 16 and at | eastoneexci pi entsel ect edf ronf at %X
subst ances; f gt y@lialbabessugars; WO 20BY H04208- 33PCT/EP2011/0525

- PCT/ EP2011/ 052534 pol ysacchari des;silica;vanillin andethyl vanillin.

18 Theconposi tionascl ai medi ncl ai mly atacter Naihat 1the 11,
exci pient is el ek F@dHQQ%% sﬂsa?saléggf%?agﬁﬁJéﬁﬁc%s% sucr.ose

fruct ose, galactosﬁaracbesezedahrosﬁuﬂsoth@t@PmpﬁﬁﬁﬁﬂpﬁlObtalned is

xylitol,lactitol, | £ 0.t n Hoar§i119nqgotuenseqayr ups, and
al so sucroglycerr ng grgveg ? Er?atty orlsngpreferagly coconut oOi

pal moil, hydrogenated pal moil and hydrogenated soybean oil; sucrose

esters fatiy agh, % ﬂHé€§§aQéYc§H$m@§eiﬁDnﬁﬂaJ@ftaﬂeimSUGIOSE 1z,
15nonod|s%earate an i

sucrose di st ear native, .pr |.at L nj
nodi fi ed starches CHELRFEGLAFS r%?cﬁﬁﬁ% ﬁ?bn?ﬁﬁeg%gnggﬁﬁé %%?%gg?HES
rice, cassava or petakge) aradidrmr eopahki comapkytion.
natlvecornstarchesrlchlnanylose 20pregel atini zed corn starches,
nodi fied corn starches, nodified waxy corn starches, pre elatrnrzed
waxy corn sta1¢he§hanphd¢embmaxy0¢oﬂme§taﬁoﬁéﬁlmrﬂ%ar? gtpgFerhasd

CSSA/SOdiHnyOCtenX!S%ﬁﬁi@a£ﬁeSE§EEB1ent s) is (are) added wholly or
partly by dry mixing with the composition
previously obtained or during the production of
said composition, preferably during the step of
- cogranulation of the vanillin and ethyl vanillin

15 mixture.

15. A composition obtained according to the process
| described in one of claims 1 to 14, comprising:
- from 80 to 99%, prererably from 80 to 94%, by
20 weight of & mixture o¢f the new vanillin/ethyl
vanillin compound and of vanillin, '
- from 1 to 20%, preferably from 1 to 0%, by

weight of other crystalline phases.

25 16. The compoesition as claimed in claim 15,
characterized in that the mixture chtained
comprises:

- from 80 to 94%, preferably from 86 to 94%, by
weight of +the new vanillin/ethyl wvanillin

30 compound,

- from 6 to 20%, preferably from 6 to 14%, by
weight of wvanillin.

17. A composition comprising at least one composition

35 described in either of claims 15 and 16 and at
least cne excipient selected from fatty
substances; fatty alcohols; sugars;



25- starch hydrol ysates, dextrins and naltodextrins resulting from
t he hydrolysis of a starch (wheat , corn) or of a

pot at of | our odextrins, preferably malto

DE of |ess 3@?%6&81 02%§%ferabl y bet vveer‘?’ ‘and 19 ang&'ﬁ)ﬂ’ﬂﬁ1%%%"1
preferentially between 6 and 15, cellulose, ethers thereof, in
particul ar net hyl p@élf‘ﬁ@t@hé;éﬂhyr cel $1l bs®; net vyt hit celndil ossthyl
hydr oxypropyl cellylpseinor esters 35 thereof, in particular

car boxymet hyl cellul ose or carboxyethyl cellul ose optionally in

sodi umcontaining form WD 2011/ 104208- 34 -PCT/ EP2011/ 052534 guns,
such as carrageenphe JUunto@PPatr Cah I ageeNanc Diihed a- Cal I ageenan guim,

pectin, guar gum J|ocust bean.gum xanthan gum al gi nates, gu
arabi c, &cacia gutiehyarehyard Slnfltgar‘L' {]rb q‘f%eéﬁ f§orrcted

(native or pregelJromtarches, preferably potato flour, gelatin,

errlj: g?f ier, prefer a%‘?@ ?gfz: meﬂfé\}abﬂ; Efgﬂl%lgl éa\é' %a(lr:nﬁgg?’ etlﬁylf&ose’
vanillin. galactose, riboese, maltose, sorbiteol, mannitol,
xylitol, lactitel, maltitol; invert sugars:

10 glucose syrups, and also sucroglycerides derived

from fatty oils, preferably coconut oil, palm

0il, hydrogenated palm o0il and hydrogenated

soybean o0il; sucrose esters of fatty acids,

preferably sucrose monopalmitate, sucrose
15 nonodistearate and sucrose distearate,
- native, pregelatinized or modified starches

derived in particular from wheat, corn, barley,

rice, cassava or potato, and more particularly

native corn starches rich in amylose,
20 pregelatinized <corn starches, modified corn
starches, modified waxy corn starches,

pregelatinized waxy corn starches, modified waxy
corn starches, in particular the O0SSA/sodium
octenylsuccinate starch,

25 - starch hydrolysates,

- dextrins and maltodextrins resulting from the
hydrolysis of a starch (wheat, c¢orn) or of a
potato flour, and also B—cyclodextrins,
preferably maltodextrins having a DE of less

30 than 20, preferably between 5 and 19 and more
preferentially between 6 and 15,

- cellulose, ethers therecf, in particular methyl
cellulose, ethyl cellulose, methylethyl
cellulose, hydroxypropyl cellulose; or esters

35 thereof, in particular carboxymethyl cellulose
or carboxyethyl cellulose optionally in sodium-

containing form,



19. The conposition as clainmed in either of tlains 17 and
18, characterized in that it conprises from150.1 to 90% by wei ght of °
excipient(s), preferably from20 to 70% by wei ght of excipienté&%.

20. The use g 419 ,404Pesi tion describeddi n one of CPER/AF2081{854B%4s
a flavoring 1n the field of 20 human food and ani mal feed, and the

pharmaceutical industry, and as a fragrance, in th 4/5S0eenan
per funery and deter@@%§fiﬁﬁﬁgtﬁ§.C?fF%?ﬁgnégeggg“cﬁgﬁﬁ%d ¢l ai m 20,
characterized in 255yt habthheaceapesnbinon mfm,t hep¢avent i oAURS usEd?
during the manufacture o dough, Dbre Ly, i Bu, fadigimatde, figim
of the dry cookie tﬁ%ﬂlésgn}?aa%t &uﬁbaé‘g‘g‘%?g es?ui h the
chocol at e- naki ng fi ekdbin paatisupan, fagarhedpFeparati on of bars 30

of chocol ate, couver cho W, filhkpg forighocol(ahesyeduremg
t he manufacture of g%ﬁé?%é oﬁgéﬁﬁéﬁﬁ nds:

s: sugared al popds.. caranel s,
nougats, hard candi psegtdhdaRtacahefesPARES %Efyiﬁ8£g€ﬂ FheGai ry
i ndustry and nnre_paggggghgrly in flavored 35 and gelled m ks, cream
desserts, yoghurts, “ices and ice creans; in the preparation of
vanillin sugar, by EApi€§nati on of sugar with vanillin; in the
preparation of vacri gus ag@tiinksdaptef praffbyabWp 2012mio4Be8- 35

- PCT/ EP2011/ 052534 gr enadi.ne .and c rhaksinkp,the preparation
of instah? drinks'sg@hegglfﬁ &gfédggggﬁgéglgﬁgers, chocol at e powder

or else in instant prepdian oms ethylh&anéddioft powder intended for
maki ng desserts 5of all kinds; for denaturing butter. 22. The use as

clainmed in claim 20, characterized in that the co sition . of_t
Cnvention is USedThe MRASTdal 3% BhRLRER| 4P For Bitedd i jcgalnlg% 17

10 23. The use as &|pi MBU idhLlaitardGechanadttert zéd igontpEtseshef rom
conposi tion of the invention is used an odor - naski NG, agenkt ¢.h-Ap1
particul 4% in the SHar FRcEIE A Wﬁﬂ%§Er§ﬁfi?ﬁ?¥@5%%% t?cgg%ngustrg
15 for preparing R0 rid KOamy mekerhip ek xotipdengrieduct s, such
as a fragrancing base in the perfunery industry and in the detergent

industry, in particular in soap-nmaking. .
20. The use of the composition described in one of

ciaims 15 to 19 as a flavoring in the field of
20 human food and animal feed, and the pharmaceutical
industry, and as a fragrance, in the cosmetics,

perfumery and detergent industry.

21. The use as claimed in claim 20, characterized in

25 that the composition of the invention 1is used
during the manufacture of a dough, preferably in a

fat, in the field of the dry cookie trade and
factory-baked cakes; in the choceclate~-making

field, in particular for the preparation of bars

30 of chocolate, couverture chocolates or filling for
chocolates; during the manufacture of candies of

all kinds: sugared almonds, caramels, nougats,

hard candies, fondant candies and the like; in the

dairy industry and more particularly in flavored

35 ahd gelled milks, cream desserts, yoghurts, ices
and ice creams; in the preparation of vanillin

sugar, by impregnation of sugar with vanillin; in

the preparation of various drinks, preferably



10

15

WO 2011/104208 - 35 - PCT/EP2011/052534

22,

23.

grenadine and chocolate drinks; in the preparation
of instant drinks such as flavored drinks powders,
chocolate powder . or else'in instant preparations
in the form of powder intended for making desserts

of all kinds; for denaturing butter.

The use as claimed in claim 20, characterized in
that the compesition of the invention is used in

animal feed, in particular for preparing meal.

The use as claimed in claim 20, characterized in
that the composition of the invention is used as
an odor-masking agent, in particular in the
pharmaceutical industry; in the cosmetics industry
for preparing creams, milks and make-up and other
products, such as a fragrancing base in the
perfumery industry-and in the detergent industry,

in particular in socap-making.



