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Preparation of Basic Magnesium Carbonate by Gas Method
(4. Formation Process of Basic Magnesium Carbonate)
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Abstract

The following results have been obtained through the studies on the preparation of basic magnesium
carbonate by gas method.

The basic magnesium carbonate could be identified by means of the pH measurement, chemical analysis,
refractive index, X-ray diffraction and microscopic studies.

The formation of basic magnesium carbonate from Mg (OH), suspension and CO, depended on the
concentration of Mg(OH); in the suspension and the flow rate of CO, as well as on temperature.

The basic magnesium carbonate formation with 0.24 mole/1 of Mg(OH), suspension and CO, flow rate
of 33 ml/min. at 70-90°C did not give MgCO, - 3H;0, but gave a compound with mole ratio of CO,/Mg0
of 0.75—0.84, which corresponds approximately to (3—5) MgCO; « Mg (OH), - (3—5) H,O. The refractive
index was about 1.531.

When Mg (HCO,) , solution was heated, a metastable compound was formed initially, which then
transformed into MgCO, - 3H,0, and this in turn gave basic magnesium carbonate by decomposition (into
CO, and H,0).

In order to obtain the best quality basic salt, it is therefore important to assure that Mg (OH),, neutral

Mg—salt and amorphous compound do not coexists in the finished product.

MgCO; & szl Eo] 832 w1g s H. Murotani
£ X-ray Diffraction Method o ¢} &}e] =lnfe] A A
AT R FAES EA o ¥ dztd mmsgich

M =

@714 'babelad] & (el 2} 2F3)) 2 Soda Process, B 7= Aol 9§ ehebe) Al 22 4] Mg (HCO,) ,
g} 2kt E Process, Gas Process 522 A z3v, A3 ga9 sldEs @ A, meolA] Mg(OH), deta
g AgEAC w22, AR R T2, B ) gastas 34044 2 ez As 44942
x4, s T (REE) S T84 "o 90 ga=9 Mg %8, pH, AR, 51d=z4, g,

Y. Tanaka£9 Soda Processo] & %4 2F x4 sjmrasez Axse =z 44778 273

FA& wivte] dgte] AF3glon], Konstant 5&9 gy
*MeIx WA{LSH

J.KIChE, Vol.11, No.1, Feb. 1973



32

a8 8

1. Mg(OH), #3594, CO,7tx € AFAX = A=
oD rory whx] ¥l-&= A B FA acryl 9 A stainless
steel & AL-&-3}5i T

2. Mg (HCO,), &9 A= 94 7= Mg(OH),
Hetdle] sartag Ak, A2odA FFAA ARE
g th

3. A¥vhy

1) Mg(OH), 3g9¢) sgtirl~% 24,
AR Fo| ubFA T

2) Mg(HCO;), &9 71g &4

Bz ddAFEY A5SE Y 500r.p.m o &
2 ghEAE 3 zdbebA whg Lxxc o
5°C =& Fxo Yol Aoz RH wg2x7x 5
+ ole] =2=A 3 g £ LE o= 94

LEZ A% FAAR,
QA BeAE $
=2

jin

Lol A

g Y T
Ble] o202 20°C2 3 A7l ¥ pHE &A4%=
o bt t}e o dEe] Mg ek Eriochrome Black T
(E.B.T.) & A A|¢kez Ab&-3}e 1/100 M—E.D. T.
A. 24 AFg

3) 1) 2)olH deln HFEAL sl 2 A
AL ALdA A=, EH%9 100 mesh A2 E3g
Rel Wit TRz &

4) 0.25 Mol/liter Mg (HCO,), &9 & 85°C o] A 1k
SAA AR A Zkebet g9 & e A A (43000)
PHE FH gz 343 9% Mg & AFdl=n
A 35t 22 A9 9 X-4 IALEHE A

5) 0.24 Mol/liter Mg (OH) , 3 B8 & 80°C o] 4| CO,
7hfr< 33 ml/min. & W-SA A DA A Fope} uh-g
£ #3te] 49 TAE AP L gl

6) F9= =4 : CCl, (n=1.4590 at 25°C) nitroben-
zene (n=1.5485 at 25°C)-& <k 1:39) A A=z &3
Bled® A, #5=1.531~1.5329 EuxZ A5
€ &= 3ty o £9 1mlg @ el 3ty o
Ao ARAES F TF 3R F 3 FHE AL A
A g5 AL C, 2 F7o £ AL B
9 3FFE T

7) HEEA; FgEd 9t CO»  Fazte
22 MgO ¢ H,O0% Azksg e,

8 X-A HALA Az, E439 100 mesh &
AT £9¢ X-4 824 (Cu Ka/Ni) 24 3 AEE

o yE

BerE 1A H13 1973 23

» PH, % 33EA L 33t

Adtglon AA%e 207 35° ol WeA 93

1—1 8EfMo| S-S MEE EHIZIAC &4

Fig. 1.2 w1g£% 80°C o)A CO, 7}A8<% 22ml/
min. & 33 HHAY Hx B (.09~0.24 Mol/liter &
HAAA warztsle] £A%9) Mg §a3g A zke]
A ZAG Aol

Fig. 1 ol &la}ed 0.18 Mol/liter o] 3+9] -z ol 4=
AL (20~50°C) ] A & o] AL (Mg ). I
Mg** ) min. & A& AA CO. 7t F4 Ak D 28]
1} 0.24 Mol/liter ] &= o] 23t & 4o] tpehka] otz
A ABAA = LAFe] Mg ek HatAl gon,

49} CO, F4ol W7 e, oW g2 ko]
AR 2 FolE A M) AAL ¥
“ Fig. 8—B % & 2A49E 2Ed = 7
AL G7149e FATAR Mg™) par. o o)A
MgCO; - 3H,0 7} 849 7154e] e %

9 n4e T HeE Aoe Ag ¢

2
2
N

700
flow rote : 22 mi/m!in.
temp. : 80%¢C
conc c e 0.24 Mol/llter !
® 0.18 Moi/liter
s.0f o 0.09 Mol/liter

(Mg* ) in solution {%ol/liter X 10 )
o
(-]
?

o
T

Tims (krs.)

Fig. 1 Carbonation of Mg (OH), Suspension at various

Concentrations



70
flow rate: 22 mi/min.
conc. : 0.18 Mot/ liter
temp : ® 70°C
o BO*C
e 85°C
¢ 90°C
S0
-~ ©
- ° \__10/
9 L]
*
T L
2
<
3
3 3ol /o O\o__g/
5 J
-
] ® O
- ®
$° —— e e
3 ./' ?
10 /
»
: L " .
° } 3 ]
Time (hra.)
€ig. 2 Corbonation of Mg (OH), Suspension at various

Temperatures

gl EIMIIA R BSHO| oEt &4
. 32 0.18 Mol/liter 8] Mg (OH), & &
4 22 ml/min., 33 ml/min., 8] $x 2

& 70—90°C 9] ¥9jeA tﬂFM

1-2. Hig2x
Fig. 2 € Fig

dlo] CO, 72

FFAIZ e

101
flow rate 33 ml/min
conc. 0.18 Mol/liter
- temp. : © 70°C
e 80°C
o ° 85°cC
e 80°C

(Mg* }in Solution (Mol/liter X 10¥)

o | 3 S

Tima fheey
Fig. 3 Carbonation of Mg(OH), Suspension at various

Temperatures

33

rob
flow rate : 33 mi/min
cone ©.24 Mol/ liter
L temp. © 70°C
o 8o°cC
e 85°C
@ 90°C
5.0+ © = © o—— 06—
=
o
x -
3
2
°
H
- 301 /o"““(J o " Rt
s
3
5
: k——.m\
3., / @ . ® o e
= /
N .
*
3} | 3 5
Time (hre.}
Fig. 4 Cabonation of Mg(OH), Suspension at various
Temperatures
2 7o) h
1 8ol AE LA FEANA LB F5To] Bt o
o,

9 RS AT AL T4 0

Fig. 4 & 0.24 Mol/liter ] Mg (OH), & g«
7hef-5 33 ml/min 2 FFA A 70~90°C 2
of g §4% Mg &3¢ BAT Ao},
A 70~90°C st 722 oA QAR A e
2 Wz 9dE AE ¢ + Ao

& Mg(OH), @&tde] CO, 7t2% FFA gl
A gEay sus} guen, B4eEsl ¥x, CO,
Fhefrdio]l wER Mg(OH), & CO, & F4oho] 49
&6l Mg #e] F7bsle]l Mg(HCO,), §9& 343
42, dF99) $25t A¥FS CO, Aafdo] =
G4E USLES 2EFF, F (OH)o) ¥ale] T4
H% CO, o] 484% CO, $4E 94 magdy
defvtz Age) CO, 5 Astste] t& Fa+
o 2AEde] 4714 @x ¥ w@eE dve AL ¢
2tk o]A2 H. Murotani?z} 60~80°C uF2o] 4]
X-ray D1Ffract10n of oetd AL EEol A
AEvhe A, =T s auge AY £x1% Qo
o AAE A4 EHE 240 A s A4

F AAz 49
J.KIChE, Vol.11, No.1, Feb. 1973



34

2. Mg (HCO,), 29Mo| It &3

-1 2al2E HEl m2s Mg (HCO,), 2 23

Fig. 5 2 Fig. 6-& 0.25Mol/liter Mg (HCO,) , £
& WeeEold 547 $HATAA BgAe pHY

100}

PH
sy
\o

initial {Mg* ) : 0.25 Mai/ilter

Pl temparature e 70°C
e 80°C
o 85°C
e 88°C
e 9%90°C
1 " 1 2 2
[e] 1 3 S
Tims (hrs)

Fig. 5 pH vs. Time in heating” of, Mg (HCO,) ,* at varicus

Temperatures

240

“

e

* " tempsrature
¥ |

S|

3 80

£

2 ON\®

"

& [\

*+ ) ©

N

$ .

4.0 j\

L]
L]
]
L]
L4

tnitiat (Mg™) : 0.23 Mo/ liter

70°C
80°*cC
-Lhd
88'C
90°¢C

Time (hrs.)

Fig. &6 [Mg**) soln’ vs. Time in heating of Mg {HCO,), at

various Temperatures

RIS M 11R 135 1973 28

Sh59] Mg #aFg A7 T%M »}E‘rlﬂi Zol o,
ol A% &d%5 Mg TFFL g = -
Aoz olAxy pH ¢ Jaa} w3l °=1 w4t o
A4 e AR FAARoH, oz g
T Mg &5 A9 gasA g pHE A% &
Al Hew o] Ae 44" MgCO, - 3H,09 F4
Aol A% WE deymzd 2 Aozt AAE
ole] 70°C ol Al == wb-So] A A3 w8z LX)
o] whel ule-o whala A 85~90°C AAdE AY
A e & 85~90°C o)Al L% 0] o g
o FalErsl oz 2= AB— & U
2-2  0.25 Mol/liter Mg (HCO,), 2H09| 85°C =23

=

Y

d
e,
o2 oy ok 3L

N
ox

e

ol ke ZAHAA L T AAE FHIA dhgde
DAA et 28 A4 2 pHE A%tz AA
of oidlA ALAz, 23] MgO, CO, H,09 A

2 XA HAEAE oo ubAARNN Y AA NS
9 ZAulLg Axd o] Table 1, Fig. 7 2 Fig.

ISV

=,
7—C 94-
FAYE
s = =
glot Murotani® &= o] FA Y EAol ©ufe
of AA =& e
H 3hate] w49 X-/‘i
g ez Ao
Table 1 9] 3%
¥ B2 o3, A
o HA gz 7442 1gCO, - 3H,0 24 ururkk
o olde XA HAEE FIEA A9 oA
2 Fig. 99 1~5elA] Hizulg} 7ho] MgCO, - 3H,O-
(A.S. T.M. 1—0130) o] ¥, MgCO, - 2H,O(A.S.T.M.
18—768), 4 MgCO, - 5H,0(A.S. T, M. 18—769) 8l

—{N rL i )i

ox o o rl

.
o,
o T
)
&
=
po)

O
B
&%

o) 4e) AE 1w Mg(HCO,), £94¢ selad &

& T23RA A4 Mg % CO, 7t naez of
g0l $4 FAAL AATFEY F4Y ol 44
d2 9% Mg Hh¥%o] MgCO, - 3H,0 24 o)

ool $9F9 Mg FFe I3
A FRARE AAY AR

e B
o o

B Fase
A e,



35

Fig. 7 Microscopic Studies on Crystals (430 X)

J.KIChE, Vol.11, No.1, Feb. 1973



36

Table 1. Variation of Chemical Composition in heating of Mg (HCO;),

Solid

Run Time Temp pH {Mg**)soln” -
No- (min) (°C) (20°C) Clearness (ni7) 310+ % (W/W) Mol Ratio

MgO CO;,  H,0  COy/MgO MgCOs: Mg (OH) : HyO

0 0 50 7.50 - 25.01 — — — - -
1 1/4 67 7.87 C 16. 16 28. 74 33.96 37. 30 1.074 1.07:1:2.69
2 1/2 74 8.08 C 10.75 28,29 30.62 41.09 0.984 0.98:1:3.28
3 1 79 8.08 C 7.63 27.65 32.13 40. 22 1. 056 1.06:1:3.06
4 3/2 82 8.20 C 6.19 28. 39 32.82 38.79 1.051 1.05:1:2.89
5 9/4 85 8.30 C 5.12 27.89 31.92 40.19 1. 040 1.04:1:3.08
6 10 " 8.57 A 3.30 41.59 37. 49 20. 92 0.820 4.54:1:5.19
7 30 ” 8.72 A 2.39 41.79 37.93 20. 28 0.825 4.72:1:5.17
8 20 n 9.01 A 1.20 42.36 37.76 19.88 0.810 4.22.1:4.39
9 150 " 9.35 A 0.85 42.07 38.38 19.55 0.829 4.97:1:5.05
10 210 ” 9.57 A 0.63 42.03 37.68 20.29 0.815 4.40:1:4.80
1 270 " 9.79 A 0.50 42,40 37.64 19. 96 0.807 4.18:1:4.44
12 300 " 9.88 A 0.46 42.24 39.64 18.12 0. 853 5.81:1:5.49
final - — 10.54 A - 43.72 38. 04 18.24 0.791 3.79:1:3.44

Run No. 1-5: MgO : CO, : H,0

c F

Fig. 8 Microscopic Studies on Crystals (430 X)
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Table 2. Variation of Chemical Composition

39

in Mg (OH)Z Suspension during the Carbonation

Solid
Run Time Temp. pH Mg**) Soln” .
No. f(min.) (°C)  (20°C) Clearness [(M;/:J’l Q 10*’21) % (W/W) Mol Ratio
MgO CO, H.0 CO,/MgO MgCO; : Mg (OH) 2 : H:O
0 (¢] 80 10.74 C 0.12 67.44 - 32. 56 — -
1 60 4 10. 37 C 0.72 48.05 31.75 21. 20 0. 601 1.50:1:1.33
2 120 n 8.70 B 3.12 41.83 36.17 22.00 0.786 3.68:1:4.46
3 180 ” 8.60 A 3.12 41.94 38.60 21. 26 0.798 3.93:1:4.63
4 240 ” 8.54 A 3.19 42.07 37.39 19.54 0. 808 4.21:1:4.65
5 300 " 8.40 A 3.18 41.96 38. 86 19.18 0. 842 5.33:1:5.43
final - — 10.70 A — 42.07 38.62 19. 31 0. 835 5.04:1:5.16
3. 80°C, 0.24 Mol/liter Mg (OH), s &3} CO, 7t glevt A CO, FFad = AL Z7F 4%

7tAR% 33 ml/min. H{MQ| BHIS
A7 0149 34L& A 95 AL gei w0
4G H3ted A Ao| Table 2 2 Fig. 8, Fig 10

3} gt
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Table 3. Chemical Composition

Yehithz ¥ 4 4o
oA e H. Murotani? 7} ®.x3F A }zre] 24 CO,

FHE 3AZNA HAZ zie] Pk (3:2)24
o Hx ulZe Hez F5, AL Az Q
AT T8 2o FHHE FFL wdGE R
3 2w,

g Aol A o] A4 Aol st Fig. 8—A &
Mg (OH), fgejeln}, o]lZ4¥ wtviz ==A Fig.
8—B,C,D st zZo] AT & AAH, EHHARE
T4 e glem A zte] A "‘°1 e 23
717b 243l FAAE A FE iy 2 Hel:

=2
E Z3

and pH of Finished Products

Temp. PH  Clearness % (W/W) Mole Ratio
QG (20°0) MgO  CO;  HiO COy/MgO MgCOs: Mg (OH); : HO
Mg (OH) ,+CO— 70 10. 80 B 44.00  38.10  17.90 0.787 3.70:1:3.25
Basic-MgCO, 80 10.72 A 42.30  38.20  19.50 0. 821 4.59:1:4.72
Conc. : 0.18 Mole/liter 85 10.62 A 43.64 38.11 18.25 0.794 3.85:1:3.51
Flow Rate : 22 ml/min. 90 10. 60 A 44.40  37.80  17.80 0.774 3.42:1:2.94
Mg (OH) . +CO;— 70 10.65 B 41.70  36.70  21.60 0. 801 3.96:1:4.90
Basic—MgCOs3 80 10.70 A 43.01  38.47  18.52 0.813 4.35:1:4.12
Conc. : 0.18 Mole/liter 85 10.62 A 43.32 36. 34 20. 34 0.763 4.68:1:3.41
Flow Rate : 33 ml/min. 90 10.63 A 44. 20 36. 60 19. 20 0.752 3.03:1:2.90
Mg (OH) ;+CO,— 70 10.68 A 42.30  38.20  19.50 0.823 4.59:1:4.72
Basic—MgCOs 80 10.70 A 42.07  38.62  19.31 0. 835 5.04:1:5.16
Conc. : 0.24 Mole/liter 85 10.60 A 42.30  38.90  18.80 0.836 3.16:1:3.86
Flow Rate : 33 ml/min. 90 10. 51 A 43. 00 37.96 19. 04 0.803 4.06:1:3.98
70 10. 46 B 38.39  38.62  22.99 0.915 10.70: 1: 14.60
. 25 Mole/liter 80 10.91 3 42.08  35.81 2211 0.774 3.42:1: 4.16
Mg (HCOg) — 85 10.61 A 43.72  38.04  19.24 0. 791 2.79:1: 3.44
Basic—MgCo;, 88 10.50 A 41.72 37.24 21.24 0.812 4.31:1: 4.95
90 10. 54 A 42.41  39.42  18.17 0. 845 5.45:1: 5.14

J.KIChE, Vol. 11, No.1, Feb. 1973



40

Q4T % ek,

EF Fig. 10—2 o4 2= uig} 7to] CO, 71 &3
o ubel 60 o A &= Mg (OH),9) 4324 (A.S.T.M
7—239) 2] 4.78 A (001%) & <7k viept glont pH
g2 £9%F Mg tjel o] Hi= 120 £ A FHE=
olu] o] FAAHL AF Holx ¥z (Fig. 10—3) =kvt
9 Aoz At ol F A9 HIFo weld e 3
AAe Wie A JAE F ¢lov(Fig. 10—4~9)
vhal Fig. 9— (6~12) o 41 ¢} vkt 7kx] 2 4.21 A (002 %)
o] 4.47A(020 %) 3 vt AH oz AAHE =
% £ 4 glor, Mg(HCO;), 98 EaelA &
2 guld) o FARRE S AA & et F Mg (OH),
g} CO, ol A ol stvtet Mg (HCO,), €49 74
2 wlgol daiA A" gt Aol gl A

ool @ HFEAel AP gAY pH % F
9=, B934 A%E B33 e

ok

!

4 =

Fhe=ge g% @7 shAbwk v g (“skel 2 )
Azo glolA the-o Abdo] Fujs o

1. =gvle Mg(OH), 93 CO, 49 44, 22
utg 9 Mg(HCO;), §9¢ stdEs] g o3A
AzH, pH &4, stgEA, 24 &, X-’ﬂ JAE
A, "nAAANToEA Fd F QU

2. Mg(OH), % CO; ske] ¥del vk AANEL
80°C, CO, 7}2=-¢< 22 ml/min ol 4] 0.24 mole/liter o]
49 v5% 482

3. Mg(OH), 3= 0.24 mole/liter, CO, 7} =K<
33 ml/min. o] 4] WL % 70~90°C & 3t MgCO, -
3H,0 & &3 G& g0ist 459, A4 44
% d7149-e CO,/MgO & Eu]7}0.75~0.84 9] W4
o] low FAEL 1.531¢ szt

4. Mg(HCO,), 99 std¥s ug
9 exdA LEAS = uge &
90°C A A & Fel7t o

5. Mg(HCO,), &%-& 7lgd e shd 2ol £<t4

70~90°C
H 3 85~

ri V
f

spetBE M 11E M 1% 1973 23

o $49E4ol

- 3H,0 & A A7 F H,098 CO, & ¢

He, eeke] A9 HdzA4e B gof
A

T A4 o] F42

MgCO, : Mg(OH), : H,0 8| Zu|7} gAl2 [4—6) : 1
P 4—6) 2 Wl o, o]F9 FTALEL EF
1.531 ¢ 71gt=z, B9& X-4 344L Jekgc

Agend, BAGTA Aol Ead, Ag3
B35t A Ade T ol st A
A% ol 44T A E Eahe vpoloh,

£ dTE 9EE Fa¥ gfdTzAvE 4
L.
=]

FJ
R
)
¥

References

1. Hiroshi Murotani, Tadatoshi Goto and Kooji

Sasamoto; Kogyo Kagaku Zasshi; 69, 3,370-374

(1966) .

Tadatoshi Goto, Hiroshi Murotani and Koogi

Sasamoto; Ibid., 68, 7, 1172-1175 (1965).

3. Hiroshi Murotani; [bid., 53,2,45-47 (1950).

4. Ibid., 52, 7, 284-286 (1949).

5. Y. Tanaka; J. Soc. Rubber Ind.,
1-42 (1942).

6. Z.A. Konstant and A. Vaivads;
inarnu Akad, Vestis, Kim, Ser,
(1962) .

7. M.D. Lee and J.J.Lee; J. KIChE. Vol.9, No.
2, Jun. (1971).

8. Emile Monnin Chamot and Clyde Walter Mason;

]

Japan, 15,

Latvijas PSRZ
2,5 171-181

Handbook of Chemical Microscopy, p. 332,
Willey (1953).
9. Handbook of Chemistry and Physics, College

Edition 45th ed. (1964-1965)

10. F.P.Treadwell; Analytical Chemistry, Vol. IL
Quantitative analysis, p. 345, John Wiley and
Sons (1935).

11. Yugi Hagino and Shiro Takahashi; Soc. Rubber

Ind., Japan, 28, 466-479 (1955).



