58 ISSN 0321-4095, Voprosy khimii i khimicheskoi tekhnologii, 2021, No. 4, pp. 58-65

UDC 66.047.4/.5

0.S. Ivashchuk, V.M. Atamanyuk, Z.Ya. Gnativ, R.A. Chyzhovych, R.R. Zherebetskyi

RESEARCH INTO KINETICS OF FILTRATION DRYING OF ALCOHOL DISTILLERY
STILLAGE

Lviv Polytechnic National University, Lviv, Ukraine

The article describes the results of experimental studies on kinetics of the filtration drying
of corn distillery stillage, which has previously proven its effectiveness in drying other
crops and various dispersed materials. The experimental data are presented in the form of
graphical plots describing the change of material moisture over time depending on the
temperature of the drying agent (60, 70, 80 and 90°C) and the layer height (40, 80, 120
and 160 mm). The obtained results are analyzed and the changes that occur on the
filtration drying curves depending on the change in the material layer height and drying
agent temperature are described. It is shown that the filtration drying time of alcohol
distillery stillage increases with increasing the material layer height. It is determined that
the drying potential remains constant at the same parameters of the drying agent. It is
shown that the rate of moisture removal during the filtration drying does not depend on
the material layer height. It is found that the average residual moisture of corn alcohol
distillery stillage is 3.14£0.06 wt.%; this value satisfies industrial needs for an increase in
its shelf life and the possibility of long-term storage and transportation.
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Introduction

Alcohol distillery stillage is a by-product of ethyl
alcohol production by fermentation of food raw
materials (the residue after distillation from the
mash). There are approximately 10—15 liters of
distillery stillage per 1 liter of ethanol, depending on
the production technology [1—3]. However, this value
might reach 20 liters depending on the raw materials
used for production [4]. The alcoholic distillery
stillage is a liquid suspension of light brown color
with a characteristic «bread» smell or the smell of
grain. The dry matters content in this product is
only up to 10% and the distillery stillage spoils quickly
(in a few days). The raw product has a high humidity
(about 75—80%), which shortens and limits its shelf
life. In this form, the use and transportation of
distillery stillage are economically unjustified, and
its long-term storage is impossible. Given the above,
alcohol distillery stillage can be determined as a waste
product, reprocessing or utilization of which is an
important industrial task because there are more than
80 distilleries in Ukraine, which produce about 4
million m? of molasses stillage and 3.6—3.8 million

m? of grain distillery stillage [5].

When conducting the dehydration of alcohol
distillery stillage in special separators up to 50—60%,
the valuable protein food for farm animals can be
received. It is known that the use of this product in
the diets of dairy cows increases milk yield and
improves milk quality by increasing the fat and
protein content [6].

Due to a high humidity of the product, it is
recommended to feed raw alcoholic distillery stillage
no longer than three days after obtaining. To extend
the shelf life of raw alcohol distillery stillage, it is
preserved by placing it in silo pits and sleeves. In
addition, in order to extend the shelf life, the
alcoholic distillery stillage is dried; however, this
significantly increases its cost.

As far as the chemical composition is
concerned, the alcohol distillery stillage contains
many valuable substances (%): sugars 0.2—0.45;
glycerin 0.4—0.6; starch 0.1—0.2; hemicellulose 1.4—
2.3; and cellulose 0.3—0.9 [7]. In addition, there are
proteins, amino acids (tryptophan, lysine,
methionine, cystine and threonine), vitamins
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(nicotinic and folic acid, biotin), macro-and
micronutrients and carbohydrates in distillery stillage.
The contents of some components of the alcohol
distillery stillage are given in Tables 1 and 2 [6].

Note that the content of proteins, amino acids
and other substances, that play an important role in
metabolism and growth processes of animals, in a
dry distillery stillage is ahead of the most feed
products; thus, the use of dry distillery stillage in
animal husbandry is the most rational.

Table 1
The content of micronutrients in alcohol distillery stillage
Micronutrient Fe Zn Mn Cu
Content, mgkg ' | 1570 | 210 | 752 | 8.4

Another way of the recycling of alcohol distillery
stillage involves its use as a plasticizer of concrete
and cement-sand mixtures. The goal is to minimize
the risk of transfer of the distillery stillage to the
environment. However, this area has not been
developed due to low content of dry matter and the
problem of transportation, which made it unprofitable
to use it outside the radius of 80—100 km from the
production sites [6]. In addition, studies were
performed in which alcohol distillery stillage was
first used for growing yeast, and later the resulting
raw material was added to concrete mixtures. The
addition of 0.1—0.15% of this product increased the
strength of concrete by 10—15% [7].

It is also known about active laboratory and
field research on fertilization of agricultural lands
with alcohol waste to increase crop yields. Alcoholic
distillery stillage has an acidic reaction of the
environment (pH 4.8—5.2) and promotes the
development of soil microflora. Such activity allowed

Table 2
The composition of alcohol distillery stillage obtained
from various raw materials

Component of
. . 0
d\j\?ittl}lllfgp%cté??(%iir;) Corn | Wheat | Rye | Barley
matters
Dry matters content| 10 10 10 10
Crude protein 21.6 20.1 16.5 233
Crude fat 10.7 7.6 8.2 8.2
Crude fiber 10.4 10.5 9.2 6.2
Nitrogen-free 837 | 471 | 548 | 294
extractives
Calcium 0.17 0.18 | 0.13 0.24
Phosphorus 0.29 0.69 0.43 0.56
Lysine 0.71 0.83 0.52 0.49
Cystine 0.20 [ 0.33 0.17 | 0.15
Methionine 0.28 [ 0.43 0.14 | 0.26

increasing the yield by 24.9—48.1%, while the sugar
content of sugar beet roots increased, and the protein
content in soybeans, barley, and buckwheat increased
by 3.19—31.5% [6]. It is recommended to use about
125 m? hectare™ of alcohol distillery stillage to
improve plant growth and soil characteristics. The
opposite effect is observed when using more than
250 m3 hectare™' [8].

Another area of the use of distillery stillage and
at the same time an alternative to physicochemical
processing methods is the biogas production [9]. This
technology can be used for production needs by
stimulating the processes of methane-forming
bacteria in an anaerobic environment. The technology
of waste utilization of grain processing plants was
developed that provides the production of dry protein
feed and biogas and the treatment of effluents to a
level acceptable for their discharge into reservoirs.
Here, the pellets are obtained from distillery stillage
using a centrifuge, the pellets being further dried on
the steam dryer.

As can be seen, the reuse of alcohol distillery
stillage in optimal ways (feed additive and biogas
production) requires drying of the initial product.

Drying is a complex thermophysical and mass
transfer process, which is widely used at the final
stages of many technological processes, and the
organization of which largely affects the quality and
cost of final products. It is known that 8—10% of all
energy in the world is spent on drying processes and
in most cases, 2.5—3 times more energy is used than
is required to convert moisture into steam. Thus,
when optimizing the stage of drying of the distillery
stillage, one can achieve a significant economic effect
on the cost, which will improve the environmental
situation by reducing emissions into the environment.

Usually, three following methods of drying
(dehydration) of dispersed materials are used [10]:
thermal (including vacuum), sorption (contact) and
mechanical methods (wringing and centrifugation).
Filtration drying is a promising method of reducing
grain moisture [11—13]. It is one of the most intensive
methods of drying dispersed materials, which allows
increasing the drying intensity, diminishing the size
and metal content of the machines, reducing the
specific costs of heat and electricity and improving
the quality of final products.

The principle of filtration drying implies that
the heat transfer agent moves under the action of
pressure drop through the porous structure of the
sheet gas-permeable material. The process of heat
and mass transfer takes place on the intra-capillary
surface, which exceeds the geometric surface of the
dried material. In the process of filtration drying,
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there is a mechanical displacement and removal of
moisture, depending on the nature of its connection
with the material, achieving a high usage degree of
thermal energy. There is a significant intensification
of drying in comparison with the convective
dehydration process; in addition, a significant
reduction in specific energy consumption is observed.

Previous studies have shown the effectiveness
of the filtration drying of distillery stillage [14].
However, to summarize the results and create a
scientific basis for determining optimal drying
parameters, it is necessary to conduct a thorough
analysis of a number of the following factors:

— the quality of the distillery stillage from
various food raw materials,

— grinding degree,

— initial moisture content,

— height of the material layer,

— characteristics of the thermal agent, etc.

The main task of this article is to establish the
influence of some parameters (layer height and the
temperature of the drying agent) on the drying process
of alcohol distillery stillage. This will prolong the
shelf life of test material without loss of nutrients,
thereby increasing the volume and expanding the
scope of usage of alcohol distillery stillage.

Experimental

To perform experimental studies of the filtration
drying of alcoholic distillery stillage, an experimental
laboratory installation was used (Fig. 1). It allows
carrying out complex research of grain material drying
at variable modes: rate and temperature of drying

Fig. 1. The scheme of the experimental installation for
filtration drying: 1 — fan; 2 — electric heater; 3 — diffuser;
4 — thermocouple; 5 — container; 6 — receiver;

7 — control and measuring device SENTOS DIS;

8 — vacuum gauge; 9 — rotameter; 10 — control valve;
11 — shut-off valve; 12 — water ring vacuum pump

agent, the height of a layer of grain material, its
moisture content, and an angle of inclination of a
drying zone.

The installation shown in Fig. 1 consists of a
fan 1, which injects air into the electric heater 2,
where it is heated to the set temperature. Passing
through the diffuser 3, the air enters the container 5
with a layer of the test material. Above the container
is a thermocouple 4 to determine the air temperature
at the outlet of the diffuser. The thermocouple is
connected to the SENTOS DIS control and
measuring device, which sets and maintains a
constant temperature of the drying agent. To measure
the values of pressure losses in the material layer, a
vacuum gauge 8 is installed. Container 5 is connected
to a receiver 6, which creates liquefaction due to the
water ring vacuum pump 12. In front of the previous
is located a rotameter 9 for air flow measuring. In
addition, a control valve 10 (to regulate the flow of
heat agent) and shut-off valve 11 are installed.

We studied an alcoholic corn distillery stillage
after the centrifugation process obtained on the
production line of SE «Vuzlove distillery» (Vuzlove,
L’viv region, Ukraine).

To determine the humidity of the alcoholic
distillery stillage, a moisture analyzer RADWAG MA
50/1.R was used. A sample of the investigated raw
material with a weight of about 1.5 g was placed on
a special platform of the device, where the material
was calcined at the temperature of 115°C, that is
slightly higher than the boiling point of water (to
completely remove moisture from the material). To
determine the humidity of the alcoholic distillery
stillage more accurately, the process was performed
5 times. The drying time corresponded to the
cessation of changes in the mass was 75 minutes.

The bulk density of raw materials was also
determined experimentally. To this end, a certain
amount of alcoholic distillery stillage was poured
into a round container with a known diameter to
achieve a clearly defined layer height. The next step
was to determine the mass of raw materials, which
was carried out on electronic scales AXIS AD3000.
The calculation was performed according to the
following formula:

p=G/(S-H),

where G is the mass of the material layer in the
container (kg); S is the cross-sectional area of the
container (m?); and H is the height of the layer of
the test material (m).

To establish the effect of the temperature of
the drying agent on the drying process, a series of
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experiments were performed at different
temperatures: 60°C, 70°C, 80°C and 90°C. The height
of the layer of material in the container was chosen
as the closest value for industrial needs and was
120 mm.

According to the bulk density, the container
was filled with distillery stillage using a fresh portion
of the material for each subsequent experiment. The
sample container was weighted every 60 s to
determine the amount of moisture that passed into
the drying agent stream. Weighting time did not
exceed 15 s. A thermocouple was installed at a height
of 15 cm above the container; it was connected to
the SENTOS DIS control and measuring device to
regulate and maintain a constant process temperature.
Drying of the test sample was carried out until the
weight of the container with the material in two
consecutive measurements remains constant.

In addition, in accordance with the described
method, a study of the effect of the material layer
height on the drying kinetics was performed. The
following values of heights of filling of the container
with raw materials were chosen for this purpose: 40
mm, 80 mm, 120 mm and 160 mm. The temperature
of the drying agent was 70°C (the average value of
the previously specified temperatures).

Residual moisture content in the material after
drying was determined according to the State
Standard of Ukraine DSTU EN 14774-2: 2013 (Solid

2

biofuels. Determination of moisture content Drying
method in the oven. Total moisture).

Results and discussion

According to the methods described above, the
average value of humidity of the studied distillery
stillage was determined as 66.0043%. In addition,
the value of the bulk density of the studied stillage
was calculated: 326.86 kg m™3.

The effects of the layer height (Fig. 2) and the
temperature of the drying agent (Fig. 3) on the
kinetics of drying process are presented as
dependences of the material moisture content on
the drying time, w* vs. 1.

The obtained curves reveal two main stages of
moisture removal (Figs. 2 and 3). The straight-line
section determines the rate of movement in the mass
transfer zone and it is called in the literature the first
period of filtration drying [11]. There is a uniform
removal of external moisture from the layer of the
studied material during the time, which corresponds
to this period. Thus, there is a direct relationship
between drying time and the moisture content of
the distillery stillage.

Next, there is an exponential segment in
dependence we vs. T, which reflects a decrease in the
amount of moisture removed by the thermal agent
over time. During this period, residual water will be
removed from the material layer until equilibrium is
established along the entire height of the layer. Such

3

LR,
;

H =40 mm
H =80 mm

il
iR
*

H=120 mm
H =160 mm

bebe

we¢, kg H,O / kg dry solid mat.

g T T

1600 2000

Fig. 2. Kinetics of filtration drying of corn distillery stillage at different layer heights (t=70°C)
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Fig. 3. Kinetics of filtration drying of corn distillery stillage at different temperatures of the heating agent (H=120 mm)

a sharp change in the moisture content of the material
corresponds to the second drying period, which is
also called the period of falling drying speed.

An increase in the height of the material layer
is also accompanied by an increase in the amount of
moisture in the sample. Since the parameters of the
drying agent in parallel experiments are the same,
the drying potential is limited to a certain value.
Thus, a certain limited amount of moisture can be
removed from the layer of material over a period of
time. Figure 2 shows a proportional increase in the
filtration drying time according to the height of the
distillery stillage layer.

The effect of temperature change is shown in
Fig. 3. With increasing this parameter, the potential
of the drying agent increases, which is accompanied
by a decrease in the drying time of the material at a
constant speed of the heating agent. The higher the
temperature values used, the closer the curves will
be on the graph and the greater the slope of the
straight section.

Analyzing the graphical dependences shown in
Fig. 2, one can be conclude that the slope of the
rectilinear sections depends on the height of the layer
of the test material at the same temperature and
speed of the drying agent. To explain the cause of

this dependence, a graphical dependence of the
residual moisture content of the material depending
on the height of the layer is plotted (Fig. 4).

It is seen from Fig. 4 that the height of the
layer of material does not affect the amount of
moisture carried by the drying agent. This statement
is confirmed by the parallelism of the straight sections
of the filtration drying curves.

The drying potential of drying characterizes the
rate of moisture removal from the test material. It is
possible to increase this value by changing the
parameters of the drying agent such as temperature
or speed. The dependence of the change in the
amount of moisture on the temperature of the coolant
is shown in Fig. 5.

The test sample of dried alcohol corn distillery
stillage was left for several days under ambient
conditions. After that, the amount of residual
moisture was determined. For a more accurate
definition, seven parallel experiments were performed,
the results of which are shown in Table 3.

Obtained values of residual moisture content
of alcohol distillery stillage fully meet the industrial
needs to increase the shelf life and provide its long-
term storage and transportation (Table 3).
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Table 3
The results of experimental determination of residual
moisture content in corn distillery stillage

Sample No. Moisture content, wt.%
1 2.93
2 3.10
3 3.32
4 3.09
5 3.03
6 3.13
7 3.38
Average value 3.14+0.06

Conclusions

Excessive humidity of the alcohol distillery
stillage limits the time of possible operation and thus
makes it a problematic product for widespread use.
Because it is a by-product of ethyl alcohol
production, its value is often ignored and commonly
it is simply thrown out, despite its valuable chemical
composition.

We proposed to dry the distillery stillage to
increase its shelf life. This will expand the scope of
its application and increase the area of possible
transportation from production enterprises. Given
this, the method involves the reduction of the cost
of the product manufacturing, which will positively
affect the reuse of alcohol distillery stillage.

Drying was carried out by the filtration method
due to its advantages over other drying methods.

The influence of the material layer height was
investigated. It was stated that the drying time of
the sample increases with the increase in layer height.
At the same parameters of the drying agent, the drying
potential remains constant. Therefore, a study of
the heat flux temperature change was done for a
given layer height (H=120 mm), which is an
approximate value for industrial needs.

The data on the kinetics of filtration drying of
corn distillery stillage were analyzed and plotted in
the form of proper dependences. The changes in
curves characterizing the filtration drying with
changes of the material layer height and the drying
agent temperature were described. It was shown that
the rate of moisture removal during filtration drying
does not depend on the height of the material layer.

The value of residual moisture of the
investigated material is 3.14%+0.06 wt.%. This value
fully satisfies the industrial requirements to increase
the shelf life of the alcohol distillery stillage and
provide its long-term storage and transportation.
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JTOCILIXEHHA KIHETUKA ®LIBTPAIIITHOTO
CYIIIHHA NICJIASICIIUPTOBOI BAPAN

0.C. Isawyk, B.M. Amamanrwok, 3.5. I'namis, P.A. Qusxncoeuu,
P.P. Kepebeupruii

HaseneHo pesysibTatu ekcriepuMeHTaTbHUX JOCTIIKEHb
KiHeTMKM (hiIbTpallifiHOTO CYIIiHHSI KYKYpYyA3sIHOI O0apau, sike
MONepeHbO 3aCBiNUMIO CBOIO €(EeKTUBHICTb NMPU CYILIiHHI
CIJIbCBKOTOCTIONAPCHKUX KYJILTYP Ta Pi3HUX JUCIIEPCHUX MaTepi-
aniB. OnepxaHi excriepMMeHTaIbHI aHi HagaHi y BUJIsIII rpa-
(iuHMX 3aNEXKHOCTEN, 1110 OMUCYIOTh 3MiHY BOJIOTOCTi MaTepi-
ajly B Yaci 3aJIeXXHO Bil TeMIIepaTypy CYIIWJIBHOTO areHTa (60,
70, 80 i 90°C) ta 3minu Bucoty wapy (40, 80, 120, 160 mm).
OpnepkaHi pe3y/IbTaTH MPOAHAJi30BaHO Ta OMKMCAHO 3MiHU, SIKi
BUHUKAIOTh HA KPUBUX (PUIBTPALliHOTO CYILIHHS B 3aJ1€KHOCTI
BiJl 3MiHM BMCOTH lUapy Martepiaiay Ta 3a 3MiHU TeMmIiepaTypu
cymmibHoro areHTy. [lokaszano, 1o yac dinbrpaniitHoro cyurii-
HSI MiC/ISICTIMPTOBOI Oapy 3pocTae 3i 30UIbIIEHHSIM BUCOTH LAY
Marepiany. BusHaueHo, 1110 32 OTHAKOBUX MapaMeTpiB CyLLUIb-
HOTO areHTa, MOoTeHLial CyLiHHS 3aJulIaeThes cranuit. [Toka-
3aHO, 1110 NIBUAKICTh BUAAIICHHS BOJIOTH 3a (iJIbTPALiifHOTO Cy-
LIIHHS He 3aJIeXXUTh Bill BUCOTHU Iapy MaTepiaily. BuzHaueHo,
10 3aJIMUIKOBA BOJIOTiCTh KYKYPYI3SHOI MiCISICITMPTOBOI Oapau
33JJOBOJIbHSIE TIPOMMCIIOBI MOTPEOU ISt 30iIbILIEHHS] TEPMiHY
eKcCIutyaTalii micasicnupToBOi 0apay Ta MOXJIMBOCTI ii TpUBaJO-
ro 30epiraHHs1 i TpaHCIIOPTYBaHHS i B CEpeIHbOMY CTAHOBUTD
3,1440,06 mac.%.

KarwouoBi caoBa: micasicnuproBa 0apjaa, BTOpPMHHA
CUpOBMHA, GilbTpaliiiHe CYIIiHHS, KiHeTWKa, CYNIMJIbHWI
MOTeHLLia.
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The article describes the results of experimental studies on
kinetics of the filtration drying of corn distillery stillage, which
has previously proven its effectiveness in drying other crops and
various dispersed materials. The experimental data are presented
in the form of graphical plots describing the change of material
moisture over time depending on the temperature of the drying
agent (60, 70, 80 and 90°C) and the layer height (40, 80, 120 and
160 mm). The obtained results are analyzed and the changes that
occur on the filtration drying curves depending on the change in
the material layer height and drying agent temperature are
described. It is shown that the filtration drying time of alcohol
distillery stillage increases with increasing the material layer height.
It is determined that the drying potential remains constant at the
same parameters of the drying agent. It is shown that the rate of
moisture removal during the filtration drying does not depend on
the material layer height. It is found that the average residual
moisture of corn alcohol distillery stillage is 3.1410.06 wt.%; this
value satisfies industrial needs for an increase in its shelf life and
the possibility of long-term storage and transportation.
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