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Abstract

Two subsequent separation processes are required to produce absolute ethanol (at least purity of 99.5% v/v),
namely the distillation and adsorption processes. Thus, it is important to find the optimum operation condition
for those following processes. The aims of the present study are to optimize the feed plate of distillation and the
temperature of feed adsorbent. This study is conducted using a continuous sieve tray distillation system with the
number of 16 trays, the length-diameter ratio of 80.64, the reflux ratio of 3.5, and the feed with ethanol content
of 10 % v/v ethanol, which is produced via the fermentation process of molasses. To conduct the first aim of this
study, the feed enters the distillation column with several of variable feed plate, i.e. 12, 13, 14, and 15. This feed
plate location is calculated from the top of the column. On the other hand, the second aim of this study, is
conducted using the subsequent combination of distillation and adsorbent columns, where the distillate (purity of
ethanol around 95% v/v) from the distillation column is then flowed into the adsorbent column with various feed
adsorbent temperature, i.e. 80 °C, 90 °C, 100 °C, and 110 °C, to be purified as an absolute ethanol. Here the
adsorbent column is designed as a fix bed adsorption column with a molecular sieve of 3A (zeolite) is used as an
adsorbent for that purification process. Our results showed that the optimum feed plate is 14, because at this
plate the ethanol distillate has the highest content among those various variables. Meanwhile, the optimum
temperature of feed adsorbent is 90° C, which requires the least energy for the distillation - adsorption process,
i.e. at 18691 kJ/kg absolute ethanol. This primary study is expected to be an alternative way to optimize the
operating condition of the sieve tray distillation-molecular sieve adsorption system by means of acquiring a
minimum energy involving in the process to achieve the highest purity of ethanol.
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1. Introduction

Nowadays, absolute ethanol is one of the various types of biofuel produced and has became one of crisis energy
solution as a renewable energy in worldwide. One of the relatively large potential manufactures of absolute
ethanol is made from by-products of cane sugar industry, namely molasses. In ethanol-water distillation process,
the existence of azeotropic point makes it difficult to get in a state of absolute ethanol (99.5%) through normal
distillation process. In order to achieve anhydrous ethanol, it requires an additional process that is known as
dehydration process to remove the water content from its water content by using zeolite adsorbent (Baeyens, J.,
et al., 2015; Gupta, A., et al., 2015; Kumar, S., et al., 2010; Kaminski, W., et al., 2008).

Various studies have been conducted in the field of separation of ethanol-water mixture via
distillation-adsorption process. Sieve tray distillation is widely used for the separation of that type of liquid
mixture, due to the advantages of its affordable cost and simplicity in design (Van Winkle, M., 1961; McCabe,
W. L., 2001; Zuiderweg, F. J., 1982). In addition, Syeda, S. R., et al., found that the overall efficiency of
sieve-tray distillation, in term of the purity of ethanol destillate is strongly influenced on the location of the feed
plate. Thus, it is important to find an optimum feed plate location in particular design of sieve tray distillation
column. To date, this challenge has only been studied by a modelling (Viswanathan, J. Grossmannt, I. E., 1993).

On the other hand, the consecutive process of distillation by means of removing its water content generally
employs the adsorption process in vapour phase by using solid adsorbents. Taking examples, Wang, Y., et al.
studied the separation of ethanol/water azeotrope by using compound starch-based adsorbents for dehydrating
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ethanol. Interestingly, Al-Asheh, S. et al. studied the use of various molecular sieve adsorbents to dehydrate the
ethanol-water mixture and to compare each other. They found that a molecular sieve 3A is the best solid
adsorbent than that of 4A and 5A to adsorb the water content. Their finding is also in a good agreement with that
of study being conducted by Sowerby, B. and Crittenden, B. D. As a result, the molecular sieve of 3A adsorbent
is widely used in ethanol purification form its water content (Chen, W. C., et al., 2014; Simo, M., et al., 2009).

In combination of distillation-adsoprtion process, Kumar, S. et al. has reported a method to calculate the energy
consumption for the distillation — adsorption process that particularly used a solid adsorbent. However to the best
of our knowledges, the studies on finding optimal condition for the particular water adsorption from ethanol
using molecular sieve 3A in gas phase, has not been reported yet. Therefore, it encourages us to conduct a study
with the aim to produce anhydrous ethanol at a lowest total energy involved in sieve tray distillation-adsorption
process, by means of finding an optimum condition from the feed plate location of 16 trays and from that of the
molecular sieve 3A packed bed adsorption.

2. Method
2.1 Apparatus and Procedures

The procedure of this study is initiated with the fermentation of molasses using a particular yeast of
Saccharomyces cerevisiae in a mixture media of molasses-water with its ratio of 1: 3 (i.e. 15 L: 45 L) to form
low-grade ethanol. Here the urea and yeast are added with the amount of 0.5% (70 g) and 0.2% (11 g) of total
glucose, respectively. This fermentation of molasses proceeds in anaerobic condition for approximate period of
66 hours, which can be also indicated from the formation of CO, bubbles. Before this low-grade ethanol is
distillated, the ethanol content of feed is analyzed using alcoholmeter. After this, the distillation of low-grade
ethanol is carried out in atmospheric condition using sieve tray distillation column, which totally consists of 16
trays. This low-grade ethanol is distillated with the variables of feed plate position of 12", the 13™, the 14", and
the 15™ plate calculated from the top of the sieve tray column. After the distillate is produced, the ethanol
contents in the product and the amount of energy consumptions is measured. The produced ethanol distillate is
then purified from its water content by using a solid adsorbent (i.e. molecular sieve 3A) to produce anhydrous
ethanol. At this step, the variables of feed temperatures of produced distillate ethanol are 80, 90, 100, or 110 °C.
The ethanol content from the adsorption effluent is measured using alcoholmeter, while the amount of energy
consumption during the adsorption process is measured using kWh-meter. The overall procedure of this study
and its apparatus are schematically shown in Figure 1 and Figure 2, respectively.
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Figure 1. Flowchart of showing the procedure of research
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Figure 2. Schematic Diagram of the experimental apparatus

3. Results and Discussion

3.1 Feed Plate Position in Distillation Process

As shown in Figure 3, the highest content of ethanol is obtained when low-grade ethanol feed flowing through
the 14" plate, which is 92% v / v. This can be explained as follows, when the feed pour into the distillation
column through other position of plates, the equilibrium of vapour — liquid has not taken place yet, thus the
separation process is not immediately occurred. Instead, when the feed stream through the 14" plate, the
separation process takes place immediately due to the temperature and composition of feed corresponding to the

temperature and composition in the 14™ plate (McCabe, W. L., 2001).
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Figure 3. Correlation between ethanol concentration of distillate and number of feed plate
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Figure 4. The effect of placement feed on the 15" plate

The placement of low-grade ethanol feed at a lower feed plate, for example, on the 15™ plate will increase the
number of plate on rectifying section that is shown in Figure 4. On this plate, separation process occurred
slightly inconsequence of the small mass transfer as a driving force. Likewise, the placement of feed pouring
through the above of optimum plate will cause the same effect (McCabe, W. L., 2001).
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Figure 5. Correlation between distillate rate and feed plate disposition

It can be seen from Figure 5, the highest ethanol distillate rate is obtained when the feed stream is flowed
through the 12" plate, which is at 1.1 ml per second. This is due to the increasing of contact between liquid of
feed and vapour of reboiler when feed pour into the column, therefore the large amount of liquid phase is carried
upward by the vapour phase.
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Figure 6. Correlation between energy consumed and feed plate disposition

The highest amount of energy is consumed when the low-grade ethanol feed is poured through the 15" plate, as
can be seen in Figure 6. This phenomenon can be explained as follows: a lower position of feed plate that is
entering through the column will result in heavier reboiler load. This is because at such a lower position, the feed
of having temperature of. 30 °C is directly heated into a reboiler. In contrary, a higher position of feed plate will
result in lower consumed energy. This is because of the feed is contacted with a hot mixture of liquid—vapor from
reboiler, therefore the feed temperature is quite enough hot to enter the reboiler (i.e. higher than 30 °C), which
makes the reboiler loads becomes lighter.

3.2 Temperature of Feed in Adsorption Process

In the consecutive step of distillation process of producing anhydrous ethanol, that is adsorption process, the
ethanol distillate is initially boiled in a boiler and is then contacted with a molecular sieve of 3A adsorbent in
packed bed column, so that the adsorption process occurs in gas phase. In this study, we also conducted various
operating condition of adsorption process in order to find its optimum condition by means of its consumed
energy. Here, the temperature of boiled ethanol distillate is varied from 80 to 110 °C, at different location of feed
plate (i.e. feed plate of 12% 13" 14™ and 15™). At a particular temperature of boiled ethanol distillate,
breaktrough time curve is obtained. The results from the above mentioned various conditions, either of its feed
temperature and feed plate location, are presented in Figures 7 to 10.
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Figure 7. Breakthrough time curve in adsorption process with the ethanol content of feed at 84 % v/v and the
feed plate location in distillation process at 12" plate
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Figure 8. Breakthrough time curve in adsorption process with the ethanol content of feed at 89% v/v and the feed
plate in distillation process at the 13" plate
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Figure 9. Breakthrough time curve in adsorption process with the ethanol content of feed at 92% v/v and the feed
plate in distillation process at the 14" plate
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Figure 10. Breakthrough time curve in adsorption process with the ethanol content of feed is 76% v/v and feed

plate in distillation process is the 15" plate
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In the above figures, C is defined as the water content of effluent (anhydrous ethanol) from the adsorption
packed column, while Co is defined as the water content of feed (ethanol distillate) that is entering the adsorption
packed column. The ratio of C/Co at a value of 1 thus shows a condition of saturated molecular sieve 3A
adsorbent. Breakthrough time is defined as time duration that is required by the effluent from the adsorption
column to reach a minimum ethanol concentration of 99.5% v/v. This means a longer breakthrough time will
give a longer time period for the molecular sieve 3A adsorbent to reach its saturated condition, which gives
reduced cycle time of regeneration, and also reduced consumed energy. According to Figures 7 to 10, the
optimum state for the distillation-adsorption process is obtained when the adsorption feed (ethanol content of 92%
v/v) temperature is at 90°C, and feed plate location is at 14™, which gives the longest breakthrough time of 28
minutes.

3.3 Optimization in the Feed Plate for Distillation Process and the Temperature of Feed for Adsorption Process

In the following discussion, the total required energy to produce anhydrous ethanol is calculated by considering
all the ethanol distillate from distillation process is used as a feed in the adsorption process to reach minimum
ethanol purity of 99.5% v/v. The results are the summarized in Table 1 below.

Table 1. The result of total energy consumed in the distillation-adsorption process of ethanol-water mixture

Plate = Temperature Breakthrough Time Absolute Ethanol Total Energy Consumed
(°O) (min) Volume (litre) (kJ/kg etanol abs)
12" 80 22 0.26 32915
90 8 0.16 54504
100 10 0.17 54037
110 8 0.14 60560
13" 80 26 0.47 20431
90 20 0.47 20464
100 8 0.18 54282
110 14 0.20 50174
14" 80 18 0.22 85072
90 28 0.68 18691
100 22 0.64 19900
110 8 0.38 35476
15" 80 10 0.12 116199
90 8 0.16 76823
100 8 0.13 75328
110 12 0.14 59784

4. Conclusion

It was found that the optimum operating condition in distillation process using 16 trays occured when the feed of
distillation process through the 14™ plate, whereas for the adsorption process using molecular sieve 3A adsorbent
is at adsorption feed temperature of 90°C with 28 minutes breakthrough time. At such particular condition, the
total energy required for distillation-adsorption process to produce anhydrous ethanol (99.5% v/v) is found to be
at its lowest energy, i.e. 18691 kJ/kg of absolute ethanol.
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