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that the methanol is recovered and the formalde- hyde Is fixed; This
invention relates to a method for producing  g) a part of the formaldehyde
solution obtained in stabilized solutions of formaldehyde with methanol.
step f) is pooled with the distilled condensate ob- Such solutions are
commonly used in reactions   5  tained in step e); of formaldehyde with
other products, in which it is of  h) the concentrated aqueous formaldehyde
solu- interest to have less water than if a conventional for-  tion from
step e) is mixed with urea under certain maldehyde-in-water solution were
used and where,      pH and temperature conditions to obtain urea-
furthermore, the presence of methanol is desired, for  formaldehyde glues
or resins. example, to act as solvent for the end product ob-  10  The
above described steps are effected continu- tained.
ously and, in a preferred embodiment, atmosphereic US Patent 3.629.997
relates to a process for pro-  air is aspirated ata pressure of 101 KPa
(760 mm Hg) ducing methanol-formaldehyde solution of low-water  with an
appropriate compressor. The air is blown at a content. Part of the gaseous
stream exiting from the  constant flow rate to a saturator and, therein,
the air catalyzer of a formaldehyde plant is diverted to con-  15  is
bubbled through methanol, which is held at 50.5[err] C centrator-absorber
and is scrubbed with the solution  by means of a heating device. In turn,
the methanol obtained in the main concentrator-absorber of the  is supplied
to the saturator from a reservoir at a con- methanol formaldehyde plant.
The maintenance of a  stant rate thanks to an adequate regulation by way of
particular temperature at the head of the concentra-  a valve. tor-absorber
allows a solution to be obtained at the   20  Thereafter, the mixture
leaving the saturator, footof said concentrator-absorbercontaining 60-75%
also at a constant methanol rate, is fed over a silver of formaldehyde,
15-25% of methanol and 5-15% of  metal based catalyst held at a temperature
of about water. Nevertheless, this process always requires a  500 C such
that it converts about 60% of the metha- distillation step and involves
dilution of the formalde-  nol into formaldehyde, in a conventional
reaction, the hyde solution obtained in the formaldehyde plant, un-  25
corresponding hydrogen, part of which is oxidised in less the scrubbing
water is reduced; but in this case  water by the air oxygen, being
released. At the same adequate scrubbing of the gases is not obtained and
time, a small amount of carbon dioxide is formed and methanol and
formaldehyde are lost in them. On the  practically all the air oxygen is
converted during the other hand, the proportion of the aqueous-formalde-
reaction. hyde solution that is introduced into the concentrator-  30  The
gas mixture from the the catalyser is there- absorber to the concentrated
formaldehyde recircu-  after fed to the base of a scrubber receiving at the
lating solution entering the concentrator-absorber is  head thereof the
condensates removed at the scrub- in the range of 1:20 to 1:100, i.e. very
high and, fur-  ber base, which are circulated by a pump and cooled
thermore, a high temperature of over [err] has to be  by a cooler.
maintained. All of this leads to an increase In the en-  35  In the process
of Spanish patent 447,890, the ergy cost.
thus collected mixture is fed by a pump through the Spanish patent 447,890
discloses a process for  above mentioned remaining steps up to the prepara-
the preparation of urea formaldehyde glues and res-  tion of the
urea-formaldehyde glues and resins. ins, based on the preparation ofsaid
glues and orres-  According to the present invention, the mixture ins from
methanol, by preparing a concentrated aqu-  40  cited in the foregoing
paragraph forms the starting eous formaldehyde solution which is reacted
with  material for the preparation of said stabilised formal- urea.
dehyde and methanol solutions. In the Examples giv- The process described
in the above patent Is   en hereinafter, this mixture is referred to as:
mixture characterised by the combination of the following  from the
scrubber base. steps:                                        45     In
other words, the present method is character- a) methanol is catalytically
oxidised in air,  ised in that the starting material is a liquid mixture b)
the gases from the catalytic oxidation of the  comprising a formaldehyde
concentration of from 48 methanol are condensed;                        to
55 wt%, a methanol concentration of from 20 to 30 c) the condensates are
separated from the un-  wt% and an amount of water of from 32 to 15 wt%,
condensed gases;                          so  said liquid mixture being
tapped from a plant for the d) the uncondensed gases are cooled and wash-
continuous preparation of urea-formaldehyde glues ed in a scrubber with a
cold polymerised formal-  and resins, immediately after having subjected
the dehyde solution which retains the methanol and  methanol to catalytic
oxidation in air, to condensation formaldehyde contained in the gases;
of the gases from said catalytic oxidation and to sep- a) the solution
obtained in step c) Is distilled such  55  aration of the condensates from
the uncondensed that a concentrated aqueous formaldehyde solu-  gases and
in that said liquid mixture is stabilized by tion and methanol are obtained
separately;     means of a base. f) the solution obtained in step d) is
distilled such  According to a further feature of the invention, 2    



3                  EP 0 434 783 B1                4 said liquid mixture is
tapped continuously and the liq-  without any limiting nature. uid mixture
is stabilised by the continuous supply of said base and water, using the
heat from the liquid  EXAMPLE 1 mixture itself and from prior heating of
the said water. Preferably, according to the invention, the re-   5
CONTINUOUS PREPARATION OF A 48/25 spective flow rates of said continuous
supplies may  FORMALDEHYDE-METHANOL SOLUTION. be represented by magnitudes
proportional to the fol- lowing numbers: from 900 to 1100 for said liquid
mix-  40 kg per hourof waterand 1.4 kg perhourof trie- ture; from 30 to 50
for said hot water and from 1 to 2  thylamine were added by a metering pump
system to for said base.                               10  1,000 kg perhour
of the mixture coming from the base According to a first development of the
invention,  of the scrubber, having a composition of 50.5% of for- said
liquid mixture has a composition of 50.5 wt% of  maldehyde and 26.0% of
methanol. formaldehyde, and 26.0 wt% of methanol; said base    The
temparature of the liquid fromthe base of the is triethylamine; the flow
rates of the liquid mixture,  scrubber together with the water at 70[err] C
was used hot water and triethylamine are in an approximate ra-  15  to
stabiliss the formaldehyde-methanol solution. tio of 1000:40:1.4, a
stabilised solution having a com-  The productobtained is stable fora
period of over position of 48.5 wt% of formaldehyde and 25.0% me-  6 months
at 20[err] C and has a composition of 48.5% of thanol being obtained.
formaldehyde and 25.0% of methanol. According to another development of the
inven- tion, said liquid mixture is tapped batchwise and is  20  EXAMPLE 2
stabilised by the addition of said base and water, the mixture being heated
to a temperature of from 70[err] to  BATCHWISE PREPARATION OF A48125
100[err] C for a time ranging from 5 to 30 minutes; more
FORMALDEHYDE-METHANOL SOLUTION. preferably, said tapped liquid mixture and
said water and base additions represent magnitudes proportion-  25
Areactor equipped with a stirrer and heating and al to the following
numbers: from 12,000 to 15,000 for  cooling system was charged with a
mixture having a said liquid mixture; from 500 to 625 for said water and
composition of 50.5% of formaldehyde and 25% of from 15 to 20 for said
base.                     methanol from the scrubber base. The flow rate
was In an alternative development of the invention,  1,000 kg per hour.
said liquid mixture is tapped continuously and the liq-  30  A 14 cu.m.
capacity reactor was charged initially uid mixture is stabilised by the
continuous supply of  with 560 kg of water and 18 kg of 30% caustic soda,
said base, followed by continuous low pressure dis-  whereby 14 tonnes of a
solution having a composition tillation, giving, on the one hand, a
concentrate to  48% of formaldehyde and 25% of methanol was ob- which
methanol is added and, on the other hand, low  tained. concentration
distillates which may be fed to a deal-  35  The product was stabilised
when the reactor coholisation column where the methanol and a for-  charge
was complete, by heating to 90[err] C for 15 min- maldehyde-containing
solution are separated and the  utes. The product was cooled and drained
off. respective flow rates of said continuous supplies pre-  During the
time used for stabilising the solution, ferably represent magnitudes
proportional to the fol-  cooling and draining the reactor, the plant
described lowing numbers: from 900 to 1100 for said liquid mix-  40  in
Spanish patent 47,890 continued running to pro- ture and from 1 to 2 for
said base and wherein said  duce the urea-formaldehyde glues and resins.
low pressure ranges from 26 to 40 KPa (200 to 300 mm Hg).
EXAMPLE 3 In a subsequent development of the invention, said liquid mixture
is tapped batchwise and is stabil-  45  CONTINUOUS PREPARATION OF A 55/35
ised with the addition of said base, followed by low  FORMALDEHYDE-METHANOL
SOLUTION. pressure distillation, giving, on the one hand, a con- centrate
to which methanol is added and, on the other  1.5 kg per hour of 30%
caustic soda were added hand, low concentration distillates which may be
fed  byametering pump system to 1,000 kg per hourofthe to a
dealcoholisation column where the methanol and  50  mixture coming from the
base of the scrubber, having a formaldehyde-containing solution are
separated, it  a composition of 50.8% of formaldehyde and 20.0% being a
preferred feature that said tapped liquid mix-  of methanol and was fed to
a continuous distillation ture and said addition of a base represent magni-
or concentration system operating at an absolute tudes proportional to the
following numbers: from  pressure of 33 KPa (250 mm Hg). 505 kg per hour of
12,000 to 16,000 for said liquid mixture and from 16  55   a concentrate
having a composition of 74% of formal- to 24 for said base and wherein said
low pressure  dehyde and 12.0% of methanol and 495 kg per hour ranges from
21 to 32 KPa (160 to 240 mm Hg).     of distillates having a composition of
25.0% of formal- Examples of the invention are given hereinafter  dehyde
and 28.2% of methanol were obtained, the re- 3    



5                  EP 0 434 783 B1               6 mainder being water.
ter having subjected the methanol to catalytic ox- These distillates were
also continuously fed to a  idation in air, to condensation of the gases
from dealcoholisation column where the methanol was re-  said catalytic
oxidation and to separation of the moved and is recovered for the
formaldehyde produc-  condensates from the uncondensed gases, and tion
system. At the column base formaldehyde with   5  in that said liquid
mixture is stabilized by means 34.8% methanol was obtained.
of a base. 179 kg per hour of methanol was supplied contin- uously to the
concentrate resulting from the distilla-  2. The method of claim 1, wherein
said liquid mix- tion to adjust the product concentration.           ture
Is tapped continuously and the liquid mixture 684 kg per hour of a solution
containing 54.6% of  10  is stabilised by the continuous supply of said
formaldehyde and 35.0% of methanol were obtained.   base and water, using
the heat from the liquid mixture itself and from prior heating of said
water. EXAMPLE 4 3. The method of claim 2, wherein the respective BATCHWISE
PREPARATION OF A 55/35            15      flow rates of said continuous
supplies represent FORMALDEHYDE-METHANOLSOLUTION.
magnitudes proportional to the following num- bers: from 900 to 1100 for
said liquid mixture; A 14 cu.m. capacity reactor equipped with a stir-
from 30 to 50 for said hot water and from 1 to 2 rer and heating, cooling
and condenser system and   for said base. vacuum distilling equipment was
charged with a mix-  20 ture having a composition of 54.8% of formaldehyde
4. The method of claim 3, wherein said liquid mix- and 20.2% of methanol
from the scrubber base. The   ture has a composition of 50.5 wt% of
formalde- flow rate was 1,000 kg per hour.                    hyde, and
26.0 wt% of methanol; said base istrie- When the 14 tonne charge was
completed, 20 kg    thylamine; the flow rates of the liquid mixture, hot of
triethylamine were added and vacuum distillation  25  water and
triethylamine are in an approximate ra- was effected (absolute pressure 26
KPa (200 mmHg).  tio of 1000:40:1.4, there being obtained a stabil- The
distillation was terminated when the formal-  ised solution having a
composition of 48.5 wt% of dehyde concentration reached 74% and 7,770 kg
formaldehyde and 25.0% methanol. having a 12% methanol content had been
obtained. 2,758 kg of methanol were added and a charge  30  5. The method
of claim 1, wherein said liquid mix- of 10,528 kg having a 54.7%
formaldehyde and        ture is tapped batchwise and is stabilised by the
35.0% methanol composition was completed. The       addition of said base
and water, the mixture being product obtained was stable for over 6 months
at 20e[rr]  heated to a temperature of from 700 to 100[err] C for C.
a time ranging from 5 to 30 minutes. 7,639 kg of distillate having a 25%
formaldehyde  35 and 25% methanol composition were obtained, the  6. The
method of claim 5, wherein said tapped liquid remainder being water. This
material was suitably me-  mixture and said water and base additions repre-
tered by a pump to a dealcohollsation column. 5,720  sent magnitudes
proportional to the following kg of a methanol-free 33.2% formaldehyde
solution   numbers: from 12,000 to 15,000 for said mixture; was obtained,
the remainder being water.    40      from 500 to 625 for said water and
from 15 to 20 During the time used for distilling and stabilising  for said
base. the solution, cooling and draining the reactor, the plant described
in Spanish patent 447,890 continued  7. The method of claim 6, wherein said
liquid mix- running to produce the urea-formaldehyde glues and  ture has a
composition of 50.5 wt% of formalde- resins.
45      hyde and 25.0 wt% of methanol; said base is 30% caustic soda; and
the liquid mixture, water and caustic soda supplies are in an approximate
ratio Claims                                              of 13,422:560:18,
there being obtained a stabil- ised solution having a composition of 48 wt%
of 1. A method for producing stabilized solutions of  50  formaldehyde and
25 wt% of methanol. formaldehyde with methanol, characterised in that the
starting material is a liquid mixture com-  8. The method of claim 1,
wherein said liquid mix- prising a formaldehyde concentration of from 48
ture is tapped continuously and the liquid mixture to 55 wt%, a methanol
concentration of from 20  is stabilised by the continuous supply of said to
30 wt% and an amount of water of from 32 to  55  base, followed by
continuous low pressure distil- 15 wt%, said liquid mixture being tapped
from a  lation, giving, on the one hand, a concentrate to plant for the
continuous preparation of urea-    which methanol is added and, on the
other hand, formaldehyde glues and resins, immediately af-  low
concentration distillates which may be fed to 4    



5                  EP 0 434 783 B1                6 mainder being water.
ter having subjected the methanol to catalytic ox- These distillates were
also continuously fed to a  idation in air, to condensation of the gases
from dealcoholisation column where the methanol was re-   said catalytic
oxidation and to separation of the moved and is recovered
fortheformaldehyde produc-    condensates from the uncondensed gases, and
tion system. At the column base formaldehyde with   5  in that said liquid
mixture is stabilized by means 34.8% methanol was obtained.
of a base. 179 kg per hourof methanol was supplied contin- uously to the
concentrate resulting from the distilla-  2. The method of claim 1, wherein
said liquid mix- tion to adjust the product concentration.            ture
is tapped continuously and the liquid mixture 684 kg per hour of a solution
containing 54.6% of  10  is stabilised by the continuous supply of said
formaldehyde and 35.0% of methanol were obtained.    base and water, using
the heat from the liquid mixture itself and from prior heating of said
water. EXAMPLE 4 3. The method of claim 2, wherein the respective BATCHWISE
PREPARATION OF A 55/35             15      flow rates of said continuous
supplies represent FORMALDEHYDE-METHANOL SOLUTION.
magnitudes proportional to the following num- bers: from 900 to 1100 for
said liquid mixture; A 14 cu.m. capacity reactor equipped with a stir-
from 30 to 50 for said hot water and from 1 to 2 rer and heating, cooling
and condenser system and    for said base. vacuum distilling equipment was
charged with a mix-  20 ture having a composition of 54.8% of formaldehyde
4. The method of claim 3, wherein said liquid mix- and 20.2% of methanol
from the scrubber base. The    ture has a composition of 50.5 wt% of
formalde- f low rate was 1,000 kg per hour.                    hyde, and
26.0 wt% of methanol; said base is trie- When the 14 tonne charge was
completed, 20 kg     thylamine; the flow rates of the liquid mixture, hot
of triethylamine were added and vacuum distillation   25  water and
triethylamine are in an approximate ra- was effected (absolute pressure 26
KPa (200 mmHg).   tio of 1000:40:1.4, there being obtained a stabil- The
distillation was terminated when the formal-  ised solution having a
composition of 48.5 wt% of dehyde concentration reached 74% and 7,770 kg
formaldehyde and 25.0% methanol. having a 12% methanol content had been
obtained. 2,758 kg of methanol were added and a charge  3o  5. The method
of claim 1, wherein said liquid mix- of 10,528 kg having a 54.7%
formaldehyde and         ture Is tapped batchwise and is stabillsed by the
35.0% methanol composition was completed. The        addition of said base
and water, the mixture being product obtained was stable for over 6 months
at 20e[rr]  heated to a temperature of from 700 to 100[err] C for C.
a time ranging from 5 to 30 minutes. 7,639 kg of distillate having a 25%
formaldehyde   35 and 25% methanol composition were obtained, the   6. The
method of claim 5, wherein said tapped liquid remainder being water. This
material was suitably me-  mixture and said water and base additions repre-
tered by a pump to a dealcoholisation column. 5,720  sent magnitudes
proportional to the following kg of a methanol-free 33.2% formaldehyde
solution    numbers: from 12,000 to 15,000 for said mixture; was obtained,
the remainder being water.     40      from 500 to 625 for said water and
from 15 to 20 During the time used for distilling and stabilizing  for said
base. the solution, cooling and draining the reactor, the plant described
in Spanish patent 447,890 continued  7. The method of claim 6, wherein said
liquid mix- running to produce the urea-formaldehyde glues and   ture has a
composition of 50.5 wt% of formalde- resins.
45      hyde and 25.0 wt% of methanol; said base is 30% caustic soda; and
the liquid mixture, water and caustic soda supplies are in an approximate
ratio Claims                                               of
13,422:560:18, there being obtained a stabil- ised solution having a
composition of 48 wt% of 1. A method for producing stabilized solutions of
50  formaldehyde and 25 wt% of methanol. formaldehyde with methanol,
characterised in that the starting material is a liquid mixture com-  8.
The method of claim 1, wherein said liquid mix- prising  a formaldehyde
concentration of from 48  ture is tapped continuously and the liquid
mixture to 55 wt%, a methanol concentration of from 20  is stabilised by
the continuous supply of said to 30 wt% and an amount of water of from 32
to  55  base, followed by continuous low pressure distil- 15 wt%, said
liquid mixture being tapped from a   lation, giving, on the one hand, a
concentrate to plant for the continuous preparation of urea-     which
methanol is added and, on the other hand, formaldehyde glues and resins,
immediately af-    low concentration distillates which may be fed to 4    



7                  EP 0 434 783 B1                8 a dealcoholisation
column where the methanol  Patentansprfche and a formaldehyde-containing
solution are separated.                                    1. Verfahren zur
Herstellung von stabilisierten L6- sungen aus Formaldehyd mit Methanol, F
9. The method of claim 8, wherein the respective   5  dadurch
gokennzelchnet, daB das Ausgangs- flow rates of said continuous supplies
represent  material sin flOssiges Gemisch ist, umfassend magnitudes
proportional to the following num-    Formaldehyd in einer Konzentration
von 48 bis bers: from 900 to 1100 for said liquid mixture and  55 Gew.-%,
Methanol in einer Konzentration von from I to 2 for said base and wherein
said low   20 bbs 30 Gew.-% undWasser in einerMengevon pressure ranges from
26 to 40 KPa (200 to 300   10  32 bis 15 Gew.-%, wobei das flifssige
Gemisch mm Hg).                                          aus elner Anlage
zur kontinuierlichen Herstel- lung von Harnstoff/Formaidehyd-Leimen und -
10. The method of claim 8 or claim 9, wherein said   Harzen abgezogen wird,
unmittelbar nachdem liquid mixture has a composition of 50.8 wt% of  das
Methanol einer katalytischen Oxidation an formaldehyde and 20.0 wt% of
methanol; said  15  Luft unterworfen worden ist, um die Gase von base is
30% caustic soda; and the liquid mixture  dieser katalytischen Oxidation zu
kondensieren and caustic soda supply rates are In an approxi-  und die
Kondensate von den nicht kondensierten mate ratio of 1000:1.5; the
concentrate has a    Gasen abzutrennen und daB das flfssige Ge- composition
of 74 wt% of formaldehyde and 12     misch mit Hllfe einer Base
stabilisiert wird. wt% of methanol; said methanol being added at  20 a
rate, relative to said concentrate, of approxi-  2. Verfahren nach Anspruch
1, wobei das flflssige mately505:180, there being obtained a stabilised
Gemisch kontinuierlich abgezogen wird, und das solution having 55 wt% of
formaldehyde and 35    flfssige Gemisch stabilisiert wird durch kontinu-
wt% of methanol.                                 lerliche Zufuhr der Base
und von Wasser unter 25     Anwendung von Warme aus dem flOssigen Ge- 11.
The method of claim 1, wherein said liquid mix-  misch selbst und durch
Vorerhitzen des Was- ture is tapped batchwise and is stabilised with the
sers. addition of said base, followed by low pressure distillation, giving,
on the one hand, a concen-  3. Verfahren nach Anspruch 2, wobei die
jeweiligen trate to which methanol Is added and, on the  30
Flielgeschwindigkeiten der kontinuierlichen Zu- other hand, low
concentration distillates which  fuhr in Gr8Benordnungen liegen, die
proportional may be fed to a dealcoholisation column where    sind den
folgenden Zahlen: 900 bis 1100 fOr das the methanol and a
formaldehyde-containing sol-  flflssige Gemisch, 30 bls 50 ffirdas heiie
Wasser ution are separated.                             und I bis 2 fOr die
Base. 35 12. The method of claim 11, wherein liquid mixture  4. Verfahren
nach Anspruch 3, wobel das flassige tapping and said addition of a base
represent    Gemisch sine Zusammensetzung von 50,5 magnitudes proportional
to the following num-    Gew.-% Formaldehyd und 28,0 Gew.-% Metha- bers:
from 12,000 to 16,000 for said liquid mix-  nol aufweist, die Base
Triethylamin ist, die FlieI ture and from 16 to 24 for said base and
wherein  40  geschwindigkeiten des fl~ssigen Gemisches, said low pressure
ranges from 31 to 32 KPa (160  heien Wassers und Triethylamins etwa im Ver-
to 240 mm Hg).                                   haltnis von 1000:40:1,4
liegen, wobei sine stabl- lisierte Losung erhalten wird mit einer Zusam-
13. The method of claim 11 or daim 12, wherein said  mensetzung von 48,5
Gew.-% Formaldehyd und liquid mixture has a composition of 54.8 wt% of  45
25,0 % Methanol. formaldehyde and 20.2 wt% of methanol; said base Is
triethylamine; the liquid mixture and trle-  5. Verfahren nach Anspruch 1,
wobel das flussige thylamine supply rates are in an approximate ra-
Gemisch ansatzweise abgezogen wird und stabi- tio of 14,000:20; the
concentrate has a composi-  lisiert wird durch Zusatz der Base und von Was-
tion of 74 wt% of formaldehyde and 12 wt% of  5o  ser, und wobel das
Gemisch auf sine Temperatur methanol; said methanol being added at a rate,
von 700 bis 100C wahrend sines Zeitraums im relative to said concentrate,
of approximately    Berelch von 5 bis 30 min erhitzt wird. 1,110:400, there
being obtained a stabilised sol- ution having 54.7 wt% of formaldehyde and
35  6. Verfahren nach Anspruch 5, wobel die Zugabe- wt% of methanol.
55      mengen des abgezogenen flurssigen Gemisches, des Wassers und von
Base Werten entsprechen, proportional den folgenden Zahlen: 12 000 bis 15
000 fOr des Gemisch; 500 bis 625 fOr das Wasser Cl~  Ll Hii  Sii lll    



9             ,   Ei 0 434 783 B1                 10 und 15. bis 20 fOr die
Base.                  12. Verfahren nach Anspruch 11, wobei das Abzie- hen
des flissigen Gemisches und die Zugabe ei- 7. Verfahren nach Anspruch 6,
wobei das flassige     ner Base Werte darstellen, di proportional sind
Gemisch eine Zusammensetzung von 50,5            den folgenden Zahlen: 12
000 bis 16000 fOr das Gew.-% Formaldehyd und 25,0 Gew.-% Metha-   5
flOssige Gemisch und 16 bis 24 fOr die Base und nol aufwelst; die Base
30%ige Natronlauge !st    wobel der Niederdruck Im Bereich von 31 bis 32
und die Zufuhrmengen des flOssigen Gemi-         kPa (160 bis 240 mm Hg)
liegt. aches, von Wasser und Natronlauge etwa dom Verhaltnis 13 422:560:18
entsprechen, wobel el-  13. Verfahren nach Anspruch 11 oder 12, wobei das
ne stabilisierte Lbsung erhalten wird mitelnerZu-  10  flOssige Gemisch
eine Zusammensetzung von sammensetzung von 48 Gew.-% Formaldehyd
54,8 Gew.-% Formaldehyd und 20,2 Gow.-% Mo- und 25 Gew.-% Methanol.
thanol aufweist, die Base Triethylamin !st, die Zu- fuhrraten des flassigen
Gemisches und von Tri- 8. Verfahren nach Anspruch 1, wobel das flussige
ethylamin in einem ungefahren Verhaltnis von 14 Gemisch kontinuierlich
abgezogen wird und das  15  000:20 liegen, das Konzentrat sine Zusammen-
flfrssige Gemisch stabilisiertwird durch kontinu-  setzung von 74 Gew.-%
Formaldehyd und 12 lerliche Zufuhr der Base, gefolgt von olner konti-
Gew.-% Methanol aufwelst und das Methanol in nuierlichen
Niederdruckdestillatlon, wobel man   elner Geschwlndigkeit zugogeben wird,
bezogen elnerseits sin Konzentrat erhalt, zu dem Metha-  auf das
Konzentratvon etwa 1110:400 und wobei nol zugegeben wird, und andererselts
Destillate  20  man sine stabilisierte L8sung erhalt mit 54,7 nledriger
Konzentration, die In sine Entalkoholl-  Gew.-% Formaldehyd und 35 Gew.-%
Methanol. slerungssaule gefuhrt werden konnen, wo das Methanol und sine
Formaldehyd-haltige Losung getrennt werden.
Revendlicatlons 25 9. Verfahren nach Anspruch 8, wobel die jeweiligen  1.
Proced6 de production de solutions stabills6es Flieggeschwindigkeiten der
kontinulerlichen Zu-  de formald6hyde avec m6thanol, caractise6 on
fuhrWertb darstollen proportional zu den folgen-  ce quo la matiere de
d6part est un m6lange liqui- den Zahlen: 900 bbs 1100 far das flussige Go-
de comprenant une concentration de formalde- mlsch und I bis 2 far die Base
und wobei der Nie-  30  hyde de 48 a 55 % en poids, une concentration
derdruck im Bereich von 26 bis 40 kPa (200 bis   de m6thanol de 20 A 30 %
en polds et un volume 300 mm Hg) liegt.
d'eau de 32 A 15 % on poids, ledit m6lange liquids 6tant preleve d'une
installation pour la prepara- 10. Verfahren nach Anspruch 8 oder 9, wobei
das      tion en contInu de colles et de r6sines d'uree for- flussige
Gemisch sine Zusammensetzung von   35   maldehyde, immediatement apres
avoir soumis 50,8 Gew.-% Formaldehyd und 20,0 Gew.-% Me-      le m6thanol A
une oxydation catalytique A l'air, thanol aufweist, die Base 30%ige
Natronlauge ist  pour condenser les gaz de ladite oxydatlon cata- und die
Zufuhrratbn far das flussige Gemisch     lytique et pour s6parer les
condens6s des gaz und die Natronlauge etwa im Verhltnis 1000:1,5
non-condensds, et on co quo ledit m6lange liqui- liegen, das Konzentrat
sine Zusammensetzung   40  de est stabilise au moyen d'une base. von 74
Gew.-% Formaldehyd und 12 Gew.-% Methanol aufweist, das Methanol mit siner
Ge-  2. Proced6 selon la revendication 1, dans Isquel le- schwindigkeit,
bezogen auf das Konzentrat, von   dit m6lange liquids est pr6leve en
continu et le etwa 505:180 zugegeben wird, wobei sine stabl-   melange
liquids est stabilise par l'apport continu lislerte Losung erhalten wird,
mit 55 Gew.-%   45  de ladite base et d'eau, en utilisant Ia chaleur du
Formaldehyd und 35 Gew.-% Methanol.              melange liquide lul-meme
et en chauffant preala- blement laditb eau. 11. Verfahren nach Anspruch 1,
wobei das flissige Gemisch ansatzweise abgezogen wird und stabl-  3. ProcdW
selon la revendication 2, dans loquel les lisiert wird durch Zugabe der
Base und anschlie-  50  deblts respectifs desdits apports continua repre-
Sende Niederdruckdestillation, wobei man el-     sentbnt des grandeurs
proportionnelles aux nerseits sin Konzentrat erhalt, zu dam Methanol
nombres suivants : de 900 a 1100 pour ledit me- zugesetzt wird, und
andererseits Destillats go-  lange liquids ; de 30 A 50 pour ladito eau
chaude ringer Konzentration, die in sine Entalkoholisie-  et de I A 2 pour
ladite bass. rungssiule geleist warden k8nnen, wo das Me-  55 thanol und
sine Formaldehyd-haltige Losung ge-  4. Procede solon la revendication 3,
dana lequel le- trennt wsrden.                                   dit
melange liquide a une composition de 50,5 % on poids de formaldehyde, et
26,0 % en poids de 6 I 1111111111111 11111 111111B11 *  C   L  M   S  *  
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eat de la tritthylamine; les  a une composition de 74 % en polds de formal-
debits du melange liquide, de l'eau chaude et de  dehyde et de 12 % en
poids de methanol ; ledit la triethylamine sont dans un rapport approxima-
methanoi etant ajoute dans un rapport, par rap- tif de 1000:40:1,4, il a
ete obtenu une solution  port audit concentre, approximativement de j>
stabilsee ayant une composition de 48,5 % en   5  505:180, il a ete obtbnu
une solution stabillsee poids de formaldehyde etde 25,0 % de methanol.
ayant 55% en poida de formaldehyde et de 35 % en poids de m6thanol. 5.
Procede salon la revendication 1, dans lequol le- dit melange liquido oet
prflavh par lots et eat sta-  11. Procede solon la revendication 1, dans
loquel le- bilish par l'addition de ladite base etd'eau, le me-  1o  dit
melange liquide eat preleve par lots et est sta- lange etant chauffe A une
temperature de 700 A   bilish par I'addition de ladite base, suivi par une
1000 C pendant une periode de temps deo5 A 30    distillation a basse
pression, donnant, d'une minutes.
part, un concentre auqudl on ajoute le methanol et, d'autre part, des
distillata de faible concentra- 6. Procede salon la revendication 5, dans
laquel le-  is  tion qui peuvent etre fournis A une colonne de dit melange
liquide preleve et lesdites additions  dealcoolisation ob le methanol et
une solution d'eau et de base representent des grandeurs pro-  contenant du
formaldehyde sont separes. portionnolles aux nombres suivants: de 12000 A
15000 pour ledit melange ; de 500 a 625 pour la-  12. Procede salon la
revendication 11, dans lequel le ditb eau et de 15 A 20 pour ladito base.
20     melange liquide preleve et laditb addition d'une base representbnt
des grandeurs proportionnel- 7. Procede salon la revendication 8, dans
laqua le-  lea aux nombres suivants: de 12000 a 16000 dit melange liquide a
une composition de 50,5 %  pour ledit melange liquide et de 16 A 24 pour
la- en polds de formaldehyde et de 25,0 % en poids   dite base et dans
lequdl lad itb basse pression est de methanol ; ladMt base eat de la soude
causti-  25  comprise dans la gamme de 31 A 32 iKPa (160 A quo A 30 % ; et
le melange llquide, I'apport d'eau  240 mm Hg). et de soude caustique sont
approximativement dansunrapportde 13422:580:18,ilaeteobtbnu    13. Procede
salon les revendications 11 ou 12, dons une solution stabilisee ayant une
composition de  lequel ledit melange a une composition de 54,8 % 48 % en
polds de formaldehyde et de 25 % en  3o  en poids de formaldehyde et de
20,2 % en poids poids de methanol.                               de
methanol ; ladite base esat de la triethylamine; lea rapports des apportsdu
melange liquide etde 8. Procid6 selon la revendication 1, dans lequel le-
la triethylamine sont approximativement dans un dit melange liquida est
preleve an continu et le  rapport de 14000:201; I concentre a une compo-
melange liquida eat stabilise par l'apport continu  3S  sition de 74 % en
poids de formaldehyde et de 12 de ladita base, suivi par une distillation
continue  % an poids de methanol ; ledit methanol etant A basse pression,
donnant, d'une part, un        ajoute dans un rapport, par rapport audit
concen- concentre auquel on ajoutb du methanol et, d'au-  trh,
approximativement de 1110:40, il a et obte- tre part, des distillats de
faible concentration qui  nu une solution stabilisee ayant 54,7 % en poids
peuvent Wte fournis A une colonne de dealcooli-  40  de formaldehyde et de
35 % an poids de metha- satlon ob le mithanol et une solution contenant
nol. du formaldehyde sont saparos. 9. Procede solon la revendication 8,
dans loquel los debits respectifs desdits apports continua repre-  45
sentent des grandours proportionnelles aux nombres suivants : de 900 A 1100
pour ledit me- lange liquido at de 1 a 2 pour laditb base, et dans lequel
ladit basse presslon eat comprise dans la gamme de 26 A 40 KPa (200 A 300
mm Hg).  50 10. Procede salon les revendications 8 ou 9, dans le- quel
ledit melange liquide a uno composition de 50,8 % en polds de formaldehyde
et de 20,0 % en poids de methanol ; ladit base est une soude  S5 caustique
A 30 %; et leas taux des apports de me- lange liquide et de soude caustique
sont dans un rapport approximatif de 1000:1,5; le concentre 1
lily 1111 !DII7    


