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Abstract: In countercurrent gas — flowing solids — fixed bed contactors, a fraction of
the flowing solids is in motion (dynamic holdup), while the other fraction is resting
on the fixed bed elements. In this study it was experimentally proved that the stag-
nant zone should not be considered as a dead part of the column, but that there is a
dynamic exchange between these two portions of flowing solids particles. Combin-
ing a mathematical model with tracer experiments, the rate of exchange was deter-
mined and it was shown that only a small part (ca. 20 %) of the stagnant region
should be considered as a dead one.
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phase contactors, tracers.

INTRODUCTION

Contercurrent flow of gas and fine solids through a fixed bed of solids seems
to be a promising basis for novel types of heat and mass transfer operations, as well
as for chemical reactors with separation in situ. The idea! was patented in 1948 and
the first recorded industrial realization? occurred in 1965 for heat recuperation. In
gas — flowing solids — fixed bed contacotrs, gas is introduced at the bottom and fine
solids particles (flowing solids) at the top of the column, and they flow coun-
tercurrently inside a packed bed of solids (second solids phase). The packing redis-
tributes and carries the flowing solids, facilitating mass transfer, while the axial
mixing of the both phases is reduced. Numerous applications were planned and in-
vestigated, both in separation processes, based on the different adsorption proper-
ties of the gas componenets, and in chemical reactors, where the reaction product
could be removed from the reaction zone with the adsorbing flowing solids.

Gas — flowing solids — fixed bed columns could be used for contacting of two
or three active phases. In heat exchange operations, drying, adsorption and other
* Author to whom the correspondence should be addressed.
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separation processes, the two phases (gas and flowing solids) are active. In these
cases the design of packing elements depends on fluid dynamic demands only, be-
cause the packing serves only to redistribute both of flowing phases and to carry a
part of flowing solids. In catalytic reactors with separation in situ, the packing ele-
ments (third active phase) are the catalytic pellets. In previous studies® gas — flow-
ing solids — fixed bed columns were compared with other gas — solid counter-
current equipment and it was concluded that gas — flowing solids sistem have ad-
vantages over spray columns, moving beds and multistage fluidized beds.

The fluid dynamics of gas — flowing solids — fixed bed systems has received
considerable attention over the years.3-17 It was concluded that the flow of particles
through the packing, countercurrently to the gas flow, exhibits similar behavior to
gas — liquid trickle flow in packed beds. Three flow regimes were observed:
preloading, loading and flooding. In the loading zone the interaction between the gas
and the flowing solids is much more expressed than in the preloading zone. When
the gas flow rate reaches the terminal velocity of the flowing particles, the solids
phase has a tendency to accumulate in the upper part of the packing and these condi-
tions are called flooding. The flooding point is characterized by a sudden increase in
both pressure drop and solids holdup and the behavior of the system is unstable.

DYNAMIC AND STATIC HOLDUP

Flowing solids holdup is one of the basic design parameters and represents the
fraction of the column volume occupied by flowing solids. Similar to gas — liquid
systems, it can be split into dynamic and static holdup. Static holdup represents the
fraction of the flowing solids resting on the packing elements, while dynamic
holdup represents the fraction of flowing particles that are suspended in the voids
between the packing elements. After shutting simultaneously the solids and gas in-
lets, dynamic holdup is determined from the quantity of particles that will drain
out, while the mass of particles that remaining in the bed gives the static holdup.

Dynamic holdup is usually assumed to be the operating holdup. However, vi-
sual observation leads to the conclusion that there exists an interchange between
these two portions of the solids particles. The objective of this study was to investi-
gate if such exchange between the stagnant and flowing zones exists, and what is
the rate of such an exchange.

EXPERIMENTAL

A tracer technique with a step signal at the inlet of the flowing solids was used for the experimental
investigations. Polyamide powders in two colors, grey and red, were used as the flowing solids phase.
All the properties (density, mean particle diameter, particle diameter distribution and sphericity) of these
two powders were the same, except color. The characteristics are presented in Table I.

A sketch of the apparatus is presented in Fig. 1. A 2.47 cm inner diameter glass column was
used. It was packed with 5 mm glass spheres, supported by a grid.

Two flowing solids dosage systems, for each powder separately, were used. A constant powder
flow during the experiments was obtained by the use of two funnels, one above the other, while the
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Fig. 1. Apparatus. (1-gas inlet, 2-ro-
tameter, 3-column with fixed bed, 4-su-
pporting grid, 5-exit valve, 6-container,
7,8-flowing solids inlet with dosage
system, 9-manometer).

flow rate was adjusted by using plates with different orifice diameters, previously calibrated. By
shifting the plate, the orifice changes its position closing one dosage system, and opening the other
one, which corresponded to the step input. In these experiments solids flow rates was maintained at
0.17 kg/m?s.

TABLE I. The characteristics of the flowing solid phase

Particle size distribution of the flowing solid phase

Diameter/pm Weight fraction/% Cummulative fraction/%

<l.4 0.7 0.7
1.4-1.6 0.4 1.1
1.6-20 0.3 1.4
20-22 0.5 1.9
22-25 1.3 3.2
25-28 1.0 42
28-32 0.6 4.8
32-36 0.0 4.8
36-40 0.0 4.8
40-45 0.4 5.2
45-50 1.3 6.5
50-56 2.6 9.1

56—63 4.4 13.5
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TABLE I. Continued

Particle size distribution of the flowing solid phase

Diameter/pum Weight fraction/% Cummulative fraction/%

63-75 9.1 22.6

75-90 12.8 35.4

90-106 15.2 50.6
106-125 18.2 68.8
125-150 18.5 87.3
150-175 9.6 96.9
175-200 3.1 100.0

Mean diameter 105.27 um; Skeletal density 1040 kg/m?

The gas flow rate was adjusted with precision valves and determined by using a calibrated
rotameter. In these experiments, the gas superficial velocity was kept at 0.0827 m/s.
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Fig. 2. Calibration curve.

The measurement technique was as follows. After reaching steady state, the step signal was in-
troduced at the entrance of the flowing solids. At different times after the step signal, the inlets of gas
and flowing solids were simultaneously closed, and a part of flowing solids drains out. The static
holdup was determined by discharging the content of the column, sieving and weighing the solids
powder that had remained in the bed. The powder that remained in the bed was then well mixed,
spread between two glass plates and scanned using "Hewlett Packard Co. Ilcx" Scanner together
with the application of "DeskScan II Hewlett Packard Co.". Software "SigmaScan/Image" was used
for color intensity analysis. The fraction of the red colored powder (tracer) was obtained from a pre-
viously prepared calibration curve (Fig. 2).

RESULTS AND DISCUSSION

The fraction of the exchanged flowing particles, represented as the fraction of
red powder in the stagnant zone, is presented in Fig. 3 as a function of time after the
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step signal. It shows that an exchange between the static and the flowing zones
does exist, and that the static zone is not a dead volume. However, the curve repre-
senting the fraction of exchanged particles has an asymptote at the value of
approximatelly 0.8, which means that 20 % of the stagnant volume is a real dead
volume without any exchange.

The static zone without the dead part represents the active part of the static
zones. Due to the exchange of flowing solids particles, the inlet of tracer particles
into the active static zone is given by:

VYT,in =fVe (D

where f'is the volumetric rate of exhange of solids particles per unit column vol-
ume, and V7 is the column volume. It was assumed that after the step signal, all the
particles entering the static zone were tracer particles. This is based on the fact that
the mean residence time was much lower than the check times in our experiments,
while the flow of flowing solids was close to the plug flow. Consequently, at a time
after the signal, equal or greater than the mean residence time, all the particles sus-
pended in the voids were tracer particles.
The outlet of tracer particles from the active static zone is given by:

VTout =/Ve (@)

where ¢ is the volumetric fraction of tracer particles in the active part of the static
zone. Eq. (2) was derived under the assumption that the active part of the static
zone was well mixed, so that the fraction of tracer in the outlet fluid was the same
as in the zone.

The total volume of tracer particles in the static zone is given by:

(p(ﬁst _ﬂdead) Ve=¢ ﬁsth (3)

where S and 4eqq are the static holdup and dead part of the static holdup, respec-
tively. The balance over the active part of the static zone gives:
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The solution of the differentail equation (4) is:
m(i-p)=—— ) 4ic ®)

ﬁst - ﬁdead

where the constant C =0 for 1= 0, ¢ = 0. The tracer volumetric fraction in the whole
static zone, which was measured in our experiments, can be found from Egs. (3) and
(5) as:
S,
w:(l_ﬁdeadj 1_eﬂst_ﬂdead (6)

st

Equation (6) can be rearranged to give:

¢ /
In|1- =— t 7
r{ 1_ﬁdead/ﬁstj ﬁst_ﬁdead @

where the rate of exchange between zones f'can be found from the slope of the plot.

When the obtained results are presented in this form, Fig. 4 is obtained. From
the slope, the value of the exchange rate was found to be £ =0.274x10-31/s (i.e., in
m?3 of flowing solids per m3 column and second).

CONCLUSIONS

An exchange between the stagnant zone and the flowing zone for flowing sol-
ids in a countercurrent gas — flowing solids — fixed bed column was experimentaly
proved in this study. From the comparison of the experimental results and mathe-
matical model, an exchange rate of 0.274 x 10-31/s was found under these experi-
mental conditions. This investigation has shown that dynamic holdup can not be
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assumed to be the operating holdup.

Furthermore, the effect of the exchange between the dynamic and static por-
tion of flowing solids is expected to influence the residence time distribution of the
flowing solids.
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NOMENCLATURE

f— Volumetric exchange rate of flowing solids between the flowing and stagnant zone per unit col-
umn volume, (m3 / m3s = 1/s),

t — Time, (s),

Vr,in — Volumetric flowrate of particles entering the static zone, (m3/s),

VTout — Volumetric flowrate of particles exting the static zone, (m3/s),

V. — Column volume,

Bdead — Dead portion of the static volume (volume of “dead” particles per unit column volume),
Bt — Static flowing solids holdup

¢ — Tracer volumetric fraction in the stagnant zone,

¢ — Tracer volumetric fraction in the active part of the stagnant zone

U3BOJ

PASMEHA YECTHNLA M3METLY IIOKPETHE U HETIOKPETHE 30HE ¥
KOHTAKTOPMMA I'AC-TIOKPETHA YBPCTA ®A3A-TTAKOBAH CJI0J

AJIEKCAHJIAP I1. YAYKOBWH, HUKOJIA M. HUKAYEBUTR, PATTIA B. IJAHOBUWTG u XKEJbKO B.
KY3EJBEBUR

TexHnoaowko-metwiarypuwku axyaitieit, Yrusepauitieii y beozpaoy, Kaprezujesa 4, 11000 Beozpao

KonTakTopn rac-nokpeTHa uBpcTa (pa3za—IOKOBaH CJI0j MPEICTaBIbajy HOBH THII ype-
baja 3a cemapanuoHe mpolece, IPeHOC TOIUIOTE U XeMHjCKe PeakTope. Y OBOM THITy KOH-
TaKTOpa rac CTpyju Ha rope Kpo3 IIaKOBaH CIlI0j Y KOJOHH, IOK CUTHE YECTHIEC MOKPETHE
uyBpcTe hasze crpyje Ha gouse. [TokpeTHy UBpeTy a3y KapaKTepHIlly AMHAMUYKH U CTATHYKHI
cafipKaj, jep ce Aeo YecTulla Hala3! y KpeTamy, AOK APYTH [Ie0 YeCTUla MUpPYje HaTaJoXeH
Ha eJIEMEHTUMA IIaKOBamwa. Y OBOM Pajy je MPeAnoCcTaB/bEeHO U eKCIIEPUMEHTAIHO 10Ka3aHO
J1a HaTaJOKeHe YeCTHIe Ha ITAKOBakby He NMPEJCTaBIbajy HEaKTUBHY (MPTBH) JIeO IOKPETHE
uyBpcTe (pasze, Kao MITO ce [0 caja MperocTaBbaino, Beh nocroju cranHa pasmeHa usmeby
MOKPETHHUX YEeCTHIA Y TOKY (MUHAMHUUKH Cajip>Kaj) ¥ OHUX KOje Cy HaTaJloXeHe (CTaTHIKH
caap:kaj). [I[puMeHOM TeXHUKe ca 00eIesKeHOM CYNCTAHI[OM IT0Ka3aHo je 1a caMO Malli Ie0
HaTaJOXKEHNUX YecTulla Ha mymewy (0Ko 20 %) He OMBa 3aMeHEHO HU IOCIIe BeOMa Ayror
BpeMeHa ¥ 3aucTa mpefcraBba "MpTBY 30HY". KoMOnHOBameM M3BEIEHOT MAaTeMaTUIKOT
Moflella ca eKCIEPUMEHTAIHUM pe3ylraruma ofpebeHa je Op3uHa pa3MeHe NOKPETHHUX U
HEMOKPETHMX YEeCTHIA.

(Opumibeno 24. mapta 2004)
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