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Description 

The  present  invention  relates  to  a  process  for  obtaining  an  aroma  concentrate  that  is  enriched  in 
lactones. 

5  Aliphatic  lactones,  particularly  internal  esters  of  4-,  5-  or  6-hydroxyalkanoic  acids  having  6-20  carbon 
atoms  comprise  compounds  of  which  it  is  known  that  they  are  responsible  for  part  of  the  specific  odour  and 
taste  of  butter.  They  occur  in  butter  in  a  concentration  of  0.1-35  ppm  (J.A.O.C.S.  42  (1965)  857-861  and  J. 
Dairy  Res.  43  (1976)  469-474). 

Chemical  Abstracts  108:  188814u  (1988)  describes  the  production  of  Cg-i2-7-lactones  in  secondary 
io  nonsaponifiables  separated  in  the  production  of  synthetic  fatty  acids  by  oxidation  of  paraffin  wax. 

For  use  in  all  kinds  of  foodstuffs  the  above-mentioned  lactones  are  highly  valued  aroma  compounds. 
That  is  why,  already  for  some  considerable  time,  lactones  are  also  being  prepared  via  chemical  synthesis, 
with  racemic  mixtures  being  obtained. 

Although  attention  has  already  been  paid  for  a  considerable  time  to  the  preparation  of  aroma 
75  compounds  in  a  natural  manner,  and  despite  the  fact  that  various  analytical  methods  of  identifying  and 

isolating  lactones  have  been  developed  on  laboratory  scale,  up  to  now  there  is  still  no  technically  and 
commercially  acceptable  method  known  for  the  large-scale  concentration  of  lactones  from  natural  products. 

In  J.A.O.C.S.  47  (1970),  299-302  an  analytical  method  for  isolating  lactones  from  materials  like  milk  fats 
of  cow  and  goat  and  from  the  crude  fats  of  coconut,  palm  kernel,  palm  fruit  and  babassu  nut  has  been 

20  described.  The  experimental  procedure  described  in  the  article  starts  with  a  steam  distillation  for  4-5  hr  at 
180°C  and  a  pressure  of  2  mm  Hg,  the  distillate  being  collected  in  a  trap  at  -80  °C.  The  trap  contents  are 
extracted  with  ether  and  the  residue  of  the  extraction  is  saponified  with  a  KOH-solution  followed  by  an 
ether-extraction,  after  which  the  acids  in  the  soap  are  liberated  with  sulfuric  acid  and  recovered  by  yet 
another  ether-extraction.  After  evaporation  of  the  ether  the  hydroxy  acids  present  are  lactonized  by 

25  dissolving  the  acid  mixture  in  benzene  and  refluxing,  while  distilling  of  the  water  liberated  from  the  hydroxy 
acids.  The  residual  mixture  is  dissolved  in  light  petroleum  and  extracted  twice  with  triethanolamine.  The 
triethanolamine  soaps  were  washed  with  light  petroleum  and  after  evaporation  of  the  solvent  the  residual 
lactone  concentrate  was  distilled  in  a  cold  finger  apparatus. 

The  present  invention  relates  to  a  new  process  for  concentrating  lactones  from  a  distillate  obtained  by 
30  the  distillative  deacidification  of  a  fat  rich  in  lauric  acid  residues,  which  process  is  suitable,  both  from  a 

technical  and  a  commercial  viewpoint,  for  use  on  a  large  scale.  We  have  found,  namely,  that  some 
distillates  of  fats  rich  in  lauric  acid  residues,  which  distillates  consist  mainly  of  free  fatty  acids,  contain 
relatively  large  amounts,  i.e.  more  than  0.1  wt.%  of  lactones.  We  have  furthermore  found  that  distillates 
containing  such  high  amounts  of  lactones  may  successfully  be  used  as  a  starting  material  in  a  process  for 

35  obtaining  natural  lactones,  provided  such  process  involves  a  fractional  distillation. 
The  process  according  to  the  present  invention  relates  therefore  to  a  process  for  concentrating  lactones 

from  a  distillate  obtained  by  the  distillative  deacidification  of  a  fat  composition  rich  in  lauric  acid  residues, 
said  distillate  containing  at  least  0.1  wt.%  of  lactones  having  6-20  carbon  atoms,  by  subjecting  the  distillate 
or  a  fraction  thereof  to  a  fractional  distillation  so  as  to  obtain  a  fraction  containing  at  least  1  wt.%  of  lactones 

40  having  6-20  carbon  atoms.  The  group  of  lactones  referred  to  in  this  application  consists  of  gamma-  and 
delta-lactones,  i.e.  4-  and  5-alkanolides  and  4-  and  5-alkenolides  having  a  side  chain  with  a  minimal  length 
of  1  carbon  atom. 

Although  it  has  already  been  known  for  more  than  20  years  that  coconut  oil  contains  lactones  and 
despite  the  fact  that  distillative  deacidification  of  oils  has  already  been  common  practice  for  decades,  it  has 

45  never  yet  been  suggested  that  in  distillates  of  fats  rich  in  lauric  acid  residues  such  high  concentrations  of 
lactones  may  be  present  that  it  is  commercially  and  technically  attractive  to  concentrate  these  lactones  from 
them.  In  practice,  the  distillate  that  is  obtained  during  the  refining  of  vegetable  oils  is  sold  as  so-called  "acid 
oil",  which  fetches  a  price  that  is  even  lower  than  the  price  of  the  raw  vegetable  oil  from  which  the  distillate 
has  been  obtained. 

50  It  has  now  been  found  that,  by  means  of  a  fractional  distillation  of  a  steam  distillate  of  fats  rich  in  lauric 
acid  residues,  fractions  can  be  obtained  which  have  a  lactone  content  of  at  least  1  wt.%,  preferably  at  least 
1.5  wt.%.  Moreover,  it  is  even  possible  to  carry  out  the  fractional  distillation  in  such  a  manner  that  for 
example  the  Cs  ,  Ci  o  and  Ci  2  lactones  are  recovered  mainly  in  separate  fractions. 

It  is  to  be  understood  that  the  term  fractional  distillation  as  used  throughout  this  application  does  not 
55  encompass  distillation  techniques  such  as  molecular  distillation  in  which  no  gas-liquid  equilibrium  is 

established.  In  the  fractional  distillation  step  employed  in  the  present  process  such  equilibrium  is  estab- 
lished,  i.e.  the  amount  of  gas  condensing  is  essentially  equal  to  the  amount  of  liquid  evaporating.  Preferably 
the  present  fractional  distillation  involves  the  distillative  separation  of  the  starting  material  into  at  least  three 
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fractions;  the  possible  residue-fraction  included.  Furthermore  the  present  process  preferably  is  carried  out 
in  a  continuous  or  semi-continuous  manner  at  an  industrial  scale  by  fractionally  distilling  the  distillate 
obtained  from  a  distillative  deacidification  with  a  throughput  of  the  latter  distillate  of  at  least  60  kg/hr. 
In  a  preferred  embodiment  of  the  present  process  the  distillate  obtained  by  the  distillative  deacidification 

5  contains  at  least  0.1  wt.%  of  lactones  having  6-16  carbon  atoms,  more  preferably  8-12  atoms,  and  the 
fraction  obtained  after  fractional  distillation  contains  at  least  1  wt.%  of  lactones  having  6-16  carbon  atoms. 

The  fat  rich  in  lauric  acid  residues  of  which  the  distillate  is  used  according  to  the  process  of  the  present 
invention,  preferably  comprises  a  lauric  fat  such  as  coconut  oil,  palm  kernel  oil  or  babassu  oil,  more 
particularly  coconut  oil  or  palm  kernel  oil,  coconut  oil  being  most  preferred.  The  fat  composition  rich  in 

io  lauric  acid  residues  preferably  contains  a  minimum  of  5  wt.%,  more  particularly  at  least  30  wt.%  of  a  lauric 
fat.  Throughout  this  application  the  terms  "fat"  and  "oil"  are  considered  synonymous  and  are  used 
interchangeably. 

The  fat  compositions  rich  in  lauric  acid  residues,  of  which  the  distillates  are  employed  in  the  present 
process,  generally  contain  more  than  20,  preferably  more  than  35  wt.%  of  lauric  acid  residues,  calculated 

is  on  the  total  fatty  acid  content.  By  the  total  fatty  acid  content  is  meant  here  the  sum  of  the  content  of  free 
fatty  acid  and  the  content  of  fatty  acid  residues. 

Distillative  deacidification  of  oils  is  mainly  used  in  order  to  rid  these  oils  of  free  fatty  acids  and  other 
undesired  volatile  compounds,  such  as  for  example  malodorous  components.  This  treatment  is  mostly 
carried  out  by  heating  of  the  product  and  passing  through  it  a  stream  of  gas  that  carries  off  the  volatile 

20  components.  This  gas  can  be  air,  but  often  inert  gases  are  used,  such  as  nitrogen  and  carbon  dioxide,  in 
order  to  prevent  oxidation  of  the  product,  while  steam  is  also  used  as  gaseous  phase,  optionally  mixed  with 
other  gases. 

Steam  has  as  advantage  that  hydrophilic  materials  are  carried  off  more  rapidly  and,  moreover,  the 
distillate  can  be  recovered  more  simply  by  cooling  and  condensation  of  the  steam.  If  deacidification  has 

25  been  carried  out  with  steam,  it  is  advisable  first  to  remove  the  water  before  starting  distillation. 
The  distillate,  i.e.  the  volatile  components  removed  from  the  natural  product  by  the  distillative 

deacidification,  possibly  mixed  with  the  water  originating  from  the  condensed  steam,  is  preferably  first 
subjected  to  distillation  during  which  a  first  running  is  recovered  and  treated  further.  This  first  running  has  a 
higher  content  of  lactones  than  the  original  distillate,  whereafter,  by  means  of  fractional  distillation  of  this 

30  first  running,  a  virtually  quantitative  separation  of  the  individual  lactones  can  be  obtained. 
The  end  of  the  first  running,  and  the  limits  between  the  different  fractions,  can  best  be  chosen  such  that 

they  coincides  with  the  appearance  in  the  distillate  of  considerable  amounts  of  free  fatty  acids  having  a 
certain  number  of  carbon  atoms.  It  has  been  found  that  if  this  procedure  is  followed,  the  lactone  that 
contains  just  as  many  carbon  atoms  as  the  free  fatty  acid  that  is  distilled  over  is  then  virtually  quantitatively 

35  distilled  over.  By  recovering  a  new  fraction  every  time  upon  the  appearance  of  considerable  amounts  of  free 
fatty  acids,  lactones  with  a  different  number  of  carbon  atoms  are  recovered  in  separate  fractions,  and  thus 
separated  from  each  other.  The  free  fatty  acids  in  the  fractions  recovered  can  be  determined  by  means  of, 
for  example,  gaschromatography. 

A  preferred  embodiment  of  the  process  according  to  the  present  invention  relates  to  the  subjection  of 
40  the  distillate  obtained  after  distillative  deacidification  to  a  further  distillation,  by  which  a  first  running  is 

recovered  that  contains  at  least  20  wt.%  of  fatty  acid  having  12  carbon  atoms,  which  first  running  is 
subsequently  subjected  to  a  fractional  distillation,  from  which  one  or  more  fractions  are  recovered 
containing  at  least  0.2  wt.%  Cs  lactone,  at  least  0.4  wt.%  Ci  o  lactone  or  at  least  0.4  wt.%  Ci  2  lactone.  In 
this  preferred  embodiment  thus  a  fraction  of  the  distillate  obtained  by  distillative  deacidification  is  used  as 

45  the  starting  material  for  the  fractional  distillation. 
The  fractional  distillation,  as  carried  out  in  the  process  according  to  the  invention,  preferably  takes  place 

under  reduced  pressure,  because  in  that  way  better  concentrating  and  separating  of  the  individual  lactones 
are  possible. 

A  further  purification  of  the  lactones  recovered  in  a  distillate  fraction,  by  the  removal  especially  of  free 
50  fatty  acids,  can  be  obtained  by  contacting  this  fraction,  which  essentially  consists  of  fatty  acids  and 

lactones,  with  an  adsorbent  on  which  either  the  lactones  or  the  fatty  acids  adsorb,  whereafter  the  non- 
adsorbed  components  are  eluted  and  subsequently  the  adsorbed  lactones  or  fatty  acids  are  desorbed. 

It  was  found  that,  for  example,  silica,  which  is  commonly  utilized  as  adsorbent  in  liquid  chromatography, 
adsorbs  lactones  better  than  fatty  acids,  in  the  case  of  a  mixture  of  lactones  and  fatty  acids  being  dissolved 

55  in  an  apolar  solvent  and  being  brought  into  contact  with  the  silica.  Separation  of  the  fatty  acids  and  lactones 
can  subsequently  be  effected  by  first  eluting  the  fatty  acids  with  the  aid  of  an  apolar  solvent  and 
subsequently  carrying  out  desorption  of  the  lactones  by  elution  with  a  solvent  of  the  proper  polarity.  Instead 
of  this  adsorption-desorption  treatment  alternatively  an  additional  fractional  distillation  step  may  be  em- 
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ployed  to  obtain  one  or  more  fractions  having  a  substantially  increased  lactone  content. 
An  additional  advantage  of  the  separation  of  lactones  and  fatty  acids  by  means  of  adsorption-desorption 

techniques  is  that  not  only  a  lactone  fraction  is  obtained,  in  which  relatively  little  fatty  acid  contamination  is 
present,  but  moreover  a  relatively  pure  fatty  acid  fraction  is  obtained  that  can  be  used  for  all  kinds  of 

5  purposes.  Thus,  the  present  process  can  be  used  to  upgrade  a  relatively  worthless  product,  i.e.  the 
distillate,  to  two  valuable  fractions,  namely  a  lactone  fraction  and  a  fatty  acid  fraction. 

A  suitable  adsorbent  for  the  adsorption-desorption  technique  is  silica  that  has  preferably  been  activated 
by  a  heat  treatment  so  as  to  remove  essentially  all  water  adsorbed  on  the  silica. 

The  process  according  to  the  invention  is  preferably  used  for  concentrating  the  Cs  -  C12  lactones, 
10  because  these  have  very  valuable  properties  which  show  up  especially  well  in  aroma  compositions. 

The  lactone  concentrates  obtainable  by  the  process  according  to  the  present  invention  can  be  used  in 
food  products.  The  optically  active  natural  lactones  present  in  this  concentrate  are  preferably  used  for 
flavouring  foodstuffs.  In  particular,  the  concentrates  according  to  the  present  invention  appear  to  be  suitable 
for  flavouring  fat  products  such  as:  margarine,  low-calorie  spreads,  frying  fat,  bakery  margarine  and  cheese 

15  products.  In  addition  to  this,  the  concentrates  are  also  suitable  for  flavouring  foodstuffs  which  contain  fruit 
ingredients,  as  well  as  for  flavouring  imitations  of  such  foodstuffs. 

The  lactone  concentrates  obtained  by  the  present  process  preferably  contain  at  least  30  wt.%  of 
lactones  having  8-12  carbon  atoms,  the  remainder  of  the  concentrate,  constituting  at  least  5  wt.%  thereof, 
consisting  for  at  least  60  wt.%  of  free  fatty  acids  having  a  chain  length  of  8-12  carbon  atoms.  Such  lactone 

20  concentrates  when  incorporated  in  for  instance  food  products  appear  to  impart  a  more  pleasant  flavour  than 
synthetic  lactone  concentrates.  It  is  believed  that  the  present  lactone  concentrates  have  a  better  flavour 
contribution  due  to  the  presence  of  impurities  which  have  a  rounding-off  effect  on  the  total  flavour. 

More  preferably,  the  lactone  concentrates  obtained  by  the  present  process  and  used  for  flavouring  food 
products  contain  at  least  50  wt.%  of  lactones  having  8-12  carbon,  the  remainder,  constituting  at  least  10 

25  wt.%  of  the  concentrate,  consisting  for  at  least  80  wt.%  of  free  fatty  acids  having  a  chain  length  of  8-12 
carbon  atoms.  Such  lactone  concentrates  appear  to  have  a  very  balanced  aroma  contribution  and  are 
consequently  eminently  suitable  for  use  in  foodstuffs. 

The  concentrates  obtained  according  to  the  present  invention  are  preferably  used  in  combination  with 
other  aroma  compounds  and/or  aroma  concentrates,  because  in  that  way  a  better  attuned  aroma  can  be 

30  obtained.  If,  for  example,  the  lactone  concentrates  are  used  to  impart  a  butter  aroma  to  spreads,  it  is 
advisable  that  these  concentrates  be  combined  with  other  butter  aroma  compounds,  such  as:  diacetyl, 
dimethyl  sulphide,  methyl  ketones,  4-cis-heptenal,  etc. 

Although  it  is  quite  possible  for  the  concentrates  obtained  according  to  the  present  invention  to  be  used 
as  such  in  foodstuffs,  it  is  naturally  also  possible  to  purify  the  concentrates  still  further  in  order  to  obtain  a 

35  certain  lactone  in  a  degree  of  purity  that  can  be  close  to  100%.  For  certain  uses  this  may  be  desirable, 
because  the  presence  of  free  fatty  acids  in  concentrates  can  be  undesirable. 

The  present  invention  will  now  be  illustrated  by  the  following  examples: 

Example  1 
40 

1)  Raw  coconut  oil  (having  a  fatty  acid  content  of  5  wt.%)  was  distillatively  deacidified  in  a  known 
manner  with  the  aid  of  steam  at  240  °C  and  a  pressure  of  4  mm  Hg  (5.3*1  02  Pa).  The  distillate  obtained 
(70  tons)  contained  18  wt.%  oil,  and  consisted  further  almost  completely  of  free  fatty  acids.  The  delta- 
lactone  composition  of  the  distillate  is  given  in  Table  A. 

45  2)  The  distillate  recovered  was  subjected  to  distillation  over  a  fractionating  column  having  a  height  of  6.4 
m,  which  column  had  been  packed  with  refined  steel  cascade  mini  rings  N  0  2.  The  diameter  of  the 
column  was  1.4  m.  The  first  running  was  drawn  off  as  top  fraction  at  a  temperature  of  175°C  and  a 
pressure  of  37  mbar,  and  had  a  C12  fatty  acid  content  of  73  wt.%.  The  bottom  fraction  was  drawn  off  at  a 
temperature  of  235  0  C  and  a  pressure  of  52  mbar.  The  column  had  an  effectivity  of  6  theoretical  plates 

50  and  a  reflux  ratio  of  6.  The  recovered  first  running  was  about  17  wt.%  of  the  original  distillate.  The 
lactone  composition  of  the  first  running  is  given  in  Table  B. 
3)  The  first  running  was  subjected  to  a  fractional  distillation,  with  a  separation  on  one  side  into  Cs  and 
C10  fatty  acids  and  lactones  and,  on  the  other  side,  C12  fatty  acids  and  lactones  being  aimed  at.  The 
fractionating  column  used  for  the  fractional  distillation  had  a  height  of  10  m  and  a  diameter  of  0.22  m. 

55  The  column  was  packed  with  a  so-called  Sulzer  (Trade  Name)  gauze  packing  (type  BX).  The  column  had 
an  effectivity  corresponding  with  50  theoretical  plates.  The  pressure  at  the  top  of  the  fractionating  column 
was  20  mbar,  the  temperature  being  144°C,  while  at  the  bottom  of  the  column  the  pressure  and 
temperature  were  38  mbar  and  192°C,  respectively.  The  reflux  ratio  of  the  column  at  a  throughput  of  the 

5 
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first  running  of  80.5  kg/h,  was  found  to  be  2.8.  Both  the  top  fraction  and  the  bottom  fraction  were  drawn 
off  continuously.  The  lactone  composition  of  the  top  fraction  and  the  bottom  fraction  are  shown  in  Table 
C  and  Table  D,  respectively.  The  top  fraction  contained  further  42.5  wt.%  Cs  fatty  acid  and  48.5  wt.% 
C10  fatty  acid.  The  bottom  fraction  contained  98.2  wt.%  C12  fatty  acid. 

5  4)  The  above-mentioned  bottom  fraction  was  subsequently  subjected  again  to  a  fractional  distillation,  use 
being  made  of  a  distillation  column  as  described  under  3).  The  fractionating  conditions  were  chosen  such 
that  the  temperature  at  the  top  of  the  column  was  138°C,  at  a  pressure  of  5  mbar,  and  the  temperature 
at  the  bottom  of  the  column  was  180°C  at  a  pressure  of  14  mbar.  The  reflux  ratio  was  177.  The 
composition  of  the  bottom  fraction  from  step  3  which  is  subjected  to  the  fractional  distillation,  as  well  as 

10  the  composition  of  the  top  and  bottom  fractions  obtained  during  said  fractionation  are  shown  in  Table  E. 
5)  The  top  fraction  4)  was  purified  on  pilot  plant  scale  by  means  of  adsorption  chromatography  over  an 
Si02  column.  The  column  had  a  height  of  50  cm  and  a  diameter  of  5  cm.  The  silica  gel  used  was  of  the 
type  Hermann  M.  (ex  Gebr.  Hermann,  Cologne,  West  Germany).  The  gel  was  activated  by  heating  it  for 
12  hours  at  120°C.  The  weight  of  the  column  packing  was  0.47  kilogram.  The  fraction  was  dissolved  in 

15  hexane  and  put  on  the  silica  column  in  an  amount  corresponding  with  0.71  mol  delta-lactone  per 
kilogram  silica  (415  gram).  After  this  had  been  put  on  the  column,  the  free  fatty  acids  present  were  also 
eluted  with  hexane,  whereafter  lactone  was  subsequently  desorbed  with  an  isopropanol/hexane  mixture 
containing  2  wt.%  isopropanol. 
After  the  removal  of  the  solvent,  a  concentrate  was  obtained  having  a  delta-Ci  2  -lactone  content  of  57.9 

20  wt.%  and  a  gamma-Ci  2  -lactone  content  of  11.9  wt.%. 
The  yield  and  the  purity  of  the  different  fractions  during  the  above-described  upgrading  procedure  are 
shown  schematically  in  Figure  1  . 
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F i g u r e   1 

c o c o n u t   o i l  

l a c t o n e   c o n t e n t   0 . 0 1   w t . %  

I 
d i s t i l l a t e   of  t h e   d i s t i l l a t i v e   d e a c i d i f i c a t i o n  

l a c t o n e   c o n t e n t   0 .2   w t . %  

I 

f i r s t   r u n n i n g  

l a c t o n e   c o n t e n t   1 .3   w t . %  

y i e l d   C8  d e l t a - l a c t o n e   92% 

y i e l d   Ci0  d e l t a - l a c t o n e   95% 

y i e l d   C12  d e l t a - l a c t o n e   64% 

y i e l d   C12  g a m m a - l a c t o n e   64% 

I 

C12  ( d e l t a   +  gamma)  l a c t o n e   d i s t i l l a t e   f r a c t i o n  

l a c t o n e   c o n t e n t   15  w t . %  

y i e l d   C12  d e l t a -   +  g a m m a - l a c t o n e   95% 

I 

e l u a t e   w i t h   l a c t o n e s  

l a c t o n e   c o n t e n t   70  w t . %  

y i e l d   C12  d e l t a -   +  g a m m a - l a c t o n e   85% 

I 
T o t a l   y i e l d   of   C12  gamma-   and  d e l t a - l a c t o n e s   f r o m   t h e  

d i s t i l l a t i v e   d e a c i d i f i c a t i o n   s t e p   i s   5 2 % .  

Claims 

1.  Process  for  concentrating  lactones  from  a  distillate  obtained  by  the  distillative  deacidification  of  a  fat 
composition  rich  in  lauric  acid  residues,  said  distillate  containing  at  least  0.1  wt.%  of  lactones  having  6- 
20  carbon  atoms,  by  subjecting  the  distillate  or  a  fraction  thereof  to  a  fractional  distillation  so  as  to 
obtain  a  fraction  containing  at  least  1  wt.%  of  lactones  having  6-20  carbon  atoms. 

2.  Process  according  to  claim  1  ,  wherein  the  fat  composition  rich  in  lauric  acid  residues  contains  at  least 
20  wt.%  of  lauric  acid  residues,  calculated  on  the  total  fatty  acid  content. 
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3.  Process  according  to  claim  1  or  2,  wherein  the  fat  composition  contains  at  least  30  wt.%  of  lauric  fat. 

4.  Process  according  to  any  one  of  claims  1-3,  wherein  the  process  is  carried  out  in  a  continuous  or  semi- 
continuous  manner  at  an  industrial  scale  by  fractionally  distilling  the  distillate  obtained  from  a  distillative 

5  deacidification  at  a  throughput  of  at  least  60  kg/hr. 

5.  Process  according  to  any  one  of  claims  1-4,  wherein  the  fraction  obtained  by  fractional  distillation 
comprises  at  least  1  wt.%  of  lactones  having  6-16  carbon  atoms. 

io  6.  Process  according  to  any  one  of  claims  1-5,  wherein  the  distillate  obtained  after  the  distillative 
deacidification  is  subjected  to  a  distillation,  by  which  a  first  running  is  recovered  that  contains  at  least 
20  wt.%  of  fatty  acid  having  12  carbon  atoms,  which  first  running  is  subsequently  subjected  to  a 
fractional  distillation  from  which  one  or  more  fractions  are  recovered  containing  at  least  0.2  wt.%  Cs 
lactone,  at  least  0.4  wt.%  Ci  o  lactone  or  at  least  0.4  wt.%  Ci  2  lactone. 

15 
7.  Process  according  to  any  one  of  claims  1-6,  wherein  the  fraction  obtained  after  fractional  distillation, 

which  fraction  essentially  consists  of  fatty  acids  and  lactones,  is  contacted  with  an  adsorbent  on  which 
either  the  lactones  or  the  fatty  acids  adsorb,  whereafter  the  non-adsorbed  components  are  eluted  and 
subsequently  the  adsorbed  lactones  or  fatty  acids  are  desorbed. 

20 
8.  Process  according  to  claim  7,  wherein  the  lactone  concentrate  obtained  contains  at  least  30  wt.%  of 

lactones  having  8-12  carbon  atoms,  the  remainder  of  the  concentrate,  constituting  at  least  5  wt.% 
thereof,  consisting  for  at  least  60  wt.%  of  free  fatty  acids  having  a  chain  length  of  8-12  carbon  atoms 

25  Patentanspruche 

1.  Verfahren  zur  Konzentrierung  von  Lactonen  aus  einem  Destillat,  das  durch  das  destillative  Entsauern 
einer  an  Laurinsaureresten  reichen  Fettzusammensetzung  erhalten  ist  und  das  mindestens  0,1  Gew.-% 
Lactone  mit  6  bis  20  Kohlenstoffatomen  enthalt,  indem  man  das  Destillat  oder  eine  Fraktion  desselben 

30  einer  fraktionierten  Destination  unterzieht,  urn  so  eine  Fraktion  zu  erhalten,  die  mindestens  1  Gew.-% 
Lactone  mit  6  bis  20  Kohlenstoffatomen  enthalt. 

2.  Verfahren  nach  Anspruch  1,  in  welchem  die  an  Laurinsaureresten  reiche  Fettzusammensetzung 
mindestens  20  Gew.-%  Laurinsaurereste,  berechnet  auf  den  gesamten  Fettsauregehalt,  enthalt. 

35 
3.  Verfahren  nach  Anspruch  1  oder  2,  in  welchem  die  Fettzusammensetzung  mindestens  30  Gew.-% 

Laurinfett  enthalt. 

4.  Verfahren  nach  irgendeinem  der  Anspruche  1  bis  3,  in  welchem  das  Verfahren  in  kontinuierlicher  oder 
40  halbkontinuierter  Weise  in  industriellem  MaBstab  durchgefuhrt  wird,  indem  man  das  aus  einem 

destillativen  Entsauern  erhaltene  Destillat  bei  einem  Durchsatz  von  mindestens  60  kg/h  fraktioniert 
destilliert. 

5.  Verfahren  nach  irgendeinem  der  Anspruche  1  bis  4,  in  welchem  die  durch  fraktionierte  Destination 
45  erhaltene  Fraktion  mindestens  1  Gew.-%  Lactone  mit  6  bis  16  Kohlenstoffatomen  umfaBt. 

6.  Verfahren  nach  irgendeinem  der  Anspruche  1  bis  5,  in  welchem  das  nach  dem  destillativen  Entsauern 
erhaltene  Destillat  einer  Destination  unterzogen  wird,  durch  welche  man  einen  ersten  Lauf  gewinnt,  der 
mindestens  20  Gew.-%  Fettsaure  mit  12  Kohlenstoffatomen  enthalt,  und  der  erste  Lauf  anschlieBend 

50  einer  fraktionierten  Destination  unterzogen  wird,  aus  der  man  eine  oder  mehrere  Fraktionen  erhalt,  die 
mindestens  0,2  Gew.-%  Cs-Lacton,  mindestens  0,4  Gew.-%  Cio-Lacton  oder  mindestens  0,4  Gew.-% 
Ci2-Lacton  enthalt  bzw.  enthalten. 

7.  Verfahren  nach  irgendeinem  der  Anspruche  1  bis  6,  in  welchem  die  nach  der  fraktionierten  Destination 
55  erhaltene  Fraktion,  die  im  wesentlichen  aus  Fettsauren  und  Lactonen  besteht,  mit  einem  Adsorptions- 

mittel  in  Kontakt  gebracht  wird,  auf  dem  entweder  die  Lactone  oder  die  Fettsauren  adsorbieren,  worauf 
die  nicht  adsorbierten  Komponenten  eluiert  werden  und  die  adsorbierten  Lactone  oder  Fettsauren 
anschlieBend  desorbiert  werden. 

8 
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8.  Verfahren  nach  Anspruch  7,  in  welchem  das  erhaltene  Lactonkonzentrat  mindestens  30  Gew.-% 
Lactone  mit  8  bis  12  Kohlenstoffatomen  enthalt,  wobei  der  mindestens  5  Gew.-%  ausmachende  Rest 
des  Konzentrates  aus  mindestens  60  Gew.-%  freien  Fettsauren  einer  Kettenlange  von  8  bis  12 
Kohlenstoffatomen  besteht. 

5 
Revendicatlons 

1.  Procede  pour  concentrer  des  lactones  a  partir  d'un  distillat  obtenu  par  desacidification  par  distillation 
d'une  composition  de  matiere  grasse  riche  en  residus  d'acide  laurique,  ledit  distillat  renfermant  au 

io  moins  0,1%  en  poids  de  lactones  possedant  de  6  a  20  atomes  de  carbone,  en  soumettant  le  distillat  ou 
une  fraction  de  celui-ci  a  une  distillation  fractionnee  de  fagon  a  obtenir  une  fraction  renfermant  au 
moins  1  %  en  poids  de  lactones  possedant  de  6  a  20  atomes  de  carbone. 

2.  Procede  selon  la  revendication  1  ,  dans  lequel  la  composition  de  matiere  grasse  riche  en  residu  d'acide 
is  laurique  renferme  au  moins  20%  en  poids  de  residus  d'acide  laurique,  en  calculant  sur  la  teneur  totale 

en  acide  gras. 

3.  Procede  selon  la  revendication  1  ou  2,  dans  lequel  la  composition  de  matiere  grasse  renferme  au 
moins  30%  en  poids  de  matiere  grasse  laurique. 

20 
4.  Procede  selon  I'une  quelconque  des  revendications  1  a  3,  dans  lequel  le  procede  est  mis  en  oeuvre 

d'une  fagon  continue  ou  semi-continue  a  I'echelle  industrielle  en  distillant  par  fractionnement  le  distillat 
obtenu  a  partir  d'une  desacidification  par  distillation  selon  un  debit  d'au  moins  60  kg/h. 

25  5.  Procede  selon  I'une  quelconque  des  revendications  1  a  4,  dans  lequel  la  fraction  obtenue  par 
distillation  fractionnee  comporte  au  moins  1%  en  poids  de  lactones  ayant  de  6  a  16  atomes  de 
carbone. 

6.  Procede  selon  I'une  quelconque  des  revendications  1  a  5,  dans  lequel  le  distillat  obtenu  apres  la 
30  desacidification  par  distillation  est  soumis  a  une  distillation  grace  a  laquelle  on  recupere  une  premiere 

fraction  de  distillation  qui  renferme  au  moins  20%  en  poids  d'acide  gras  possedant  12  atomes  de 
carbone,  cette  premiere  fraction  de  distillation  etant,  par  la  suite,  soumise  a  une  distillation  fractionnee 
a  partir  de  laquelle  on  recupere  une  ou  plus  d'une  fraction  renfermant  au  moins  0,2%  en  poids  de 
lactones  en  Cs,  au  moins  0,4%  en  poids  de  lactones  en  C10  ou  au  moins  0,4%  en  poids  de  lactones 

35  en  C12. 

7.  Procede  selon  I'une  quelconque  des  revendications  1  a  6,  dans  lequel  la  fraction  obtenue  apres 
distillation  fractionnee,  cette  fraction  etant  constitute  essentiellement  d'acides  gras  et  de  lactones,  est 
mise  en  contact  avec  un  agent  adsorbant  sur  lequel  sont  adsorbes  les  lactones  ou  bien  les  acides  gras, 

40  apres  quoi  les  composants  non-adsorbes  sont  elues  et,  par  la  suite,  les  lactones  ou  les  acides  gras 
adsorbes  sont  desorbes. 

8.  Procede  selon  la  revendication  7,  dans  lequel  le  concentre  de  lactone  obtenu  renferme  au  moins  30% 
en  poids  de  lactones  ayant  de  8  a  12  atomes  de  carbone,  le  reste  du  concentre,  constituant  au  moins 

45  5%  en  poids  de  celui-ci,  etant  constitue  pour  au  moins  60%  en  poids  d'acides  gras  libres  ayant  une 
longueur  de  chaTne  de  8  a  12  atomes  de  carbone. 
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