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Recent Tendency of Purification Technology for Wet
Process Phosphoric Acid (Part III)

6. KIRMZBE O ELIDOBAN

1R A BRI e 88 U R &
HIZZORABEYEN L, F 2Bk ok
BFR, fRciEmibis, 14 vRRE, B, B XU
KRR DERFICOWTEER L,
FBTEREINTVB FELD FrvrD 550
DITEMEHODD 7 r Ak & ITHEMN L TR,
ThbDFrEADSbITiE, MiehEHELLARIR
T2 b0 DI, FrFHc OB ZE NS &
LDTERVLDL DB, FOBETEFFIHMEL HHE
ELic7 m—v— PESERYE Lico ZORDIER
LERSRO DL L EDHONLDEI LbY LTHE
ol
AR CHEANATAHEE T m 2 AL TFORY Th oo
(11 Toyo process
[2] Budenheim process
(3] A.P.C. process
(4] A & W process
[5] IMI Cleaning process
(1] Toyo process

FRUEE, W1E UK, H28 WEREEG, REEEAmES2ET 2T (1978) CBlEL, %3

Mitsuo KIKUCHI
Yoichi HIRAGA
Osamu WATANABE

(1) BAxER’

BT U IMI 2 EER B CHER L1
SRR 1962 FE R FE R TEM TT I, 20HED
SRR BAZEIC & b AR B R YR A & U CREYE L7z
WIEFEIBOME, IO =<LY 5 itk 5H
DEERR, Ay —Yvrr5 7, BE, BRHEELSED
4 OMBERICEBR LD, chbefk L TEt,

T D% Zfiis @ik EEBOAFEN B FEh Lot s
Ly RBIOBMERNA KNS 2 EE 5D, 1965F X b
BRI ) VR R Lo BB OBIR Bt L, T
FALRB A £ T 1969 FIZ4EEE 10,000 t P,0s 3 fli%e 52
BUAEABG Lice SRR CHEDD wet acid o
AHHRERL 7 5 v TH D, 1979F 1218 P,05 19, 000 t/y
(BN W% 5E 7, food grade OE#EY VA
RS LT3,

HHHEEOME LI v A 2250, 1Dy
WREThH), b5 12K Tths, BiEY P-3
Fren, HBEER P4 Fuxwr LEATV S, P-3, P-
4 et ADLEA Table 1 R,

P-3 7w A 3phiHEN 50—70% TH b, SR
(raffinate) ZJERhFIF T 5720, BB THEORKEY

FRLES, AR Ao VRBBIEEROEYE, #5555 BERS ORI, HEEEIRRSENES 1S

(1979) wIBHEBE %,
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Table 1 Comparison of P-3 and P-4 process

Stage Number | P-4>P-3
Chemicals . o _l;:‘l_>P—3_
Bxtraction yield of P,0s {f? 56;;2;’2/
Residual acid as P,0s w—_i gjf .;- 12{02?;3_

WL T2 DSER DI 3 A AP THEHEE &
B TTH LI FEDH 5, P-4 7o A TR
7% LEFEFE VKA, P-3 Fe e AT o L
FIANALES BB S BHEETL, KHEEET
U VERIEE TR E R LT e P4 S e e AR
HL7S v HEFZR LI

LI, &FsElg (P4 Fewx) @onwitil~Nsg, 7
B ADBRIC BT - TR LT OIE B &R~ <
B # 1o ‘

a) EffERED Y VB (food grade) %HH 5

(&1 Ti, Zn, SOy HEH ORI

b) EhHEROZER

c) DHEREOHEE

d) BEROMEHM O

e) MR 0ERE Lo R

f) EFRETHH &

g) v AY b e ADER

(2) Toyo process (DIE

Toyo P-4 Y m 2D 7 w—% Fig. 1 /R L7 Toyo
e AL 40D TR, Tichb—kER, fat, B,
B DI - T Wb, MY VgL P,0s 30—50
2 BEDMEMTRET, ¥ IR C LRI & iF 5
il b S04 Si, F %5535, RTHIH TR T feed
acid #HEEH (Bl X7 8, —A) & [ARE BT
X4, feed acid o> P,0s ED9I7~98% % HhHT 5,
Extract %/ &0V VB THEl L, Extract o> ANEliy
DRI HEREL, LTOBRMAKC) VIS HAKHCE L
FUT 5o BENLKHDL Doyl UCEREAT 5, 2 b
haFEY VB P05 20—25% C, & DEEL feed
acid DEEIZ L > Thbbe

Bimts P,0s 54% o technical grade acid 23T,
bz food grade 1292 7o I HRE B TIEDFRE &
hTwb, —JF raffinate thic i35 2 S, A
) VBB DR 2—3 %D P,0s HHHELTW505 BH
[BUR D & & BEKME TECHE L CHHd 5%,
WHTEEREFF I B 35\ CHE A O THI A AR Licns,
Y VIR O DOFEERIE LT T 2, - A @E3 LT
WHZERREM U, L LZDBHIC L5 Y VTEDOH

Crude acid from wet-process plant

(Feed)

| Prepurification I

(Exlract)}
Y

| Purification Batterv |

1]
(Pure Exn‘acl)l
Y

L——4 Washing Battery ‘I-—Water

]

| Solvent Recovery |

| Concentration l

Uinal Purification I

1
Food grade phosphoric acid

——-i Extraction Battery }‘—l
3

I Solvent Recovery !

A

Waste

water

treatment

(Technical grade phosphoric acid)

Fig. 1 Flow Diagram of Toyo process

700

600

400

Concentration of H;PO, in Water Phase
(Grams per Liter)

Fi*+H,PO. 5 Fe(H,PO,)s4+H?
| Ci*+H,PO&5 CaHPO4-H*

Extraction feed

Stage Number of Exiraction Battery

Fig. 2 Effezt of HC! Addition on Extraction

of H3PO4

WL, fHEEPET T2 1o T Y VEEO SR GEIET
L, 52y vk, 61z1F FePOy, CaHPO, o #TH %
BT ORI, BEDOME CIIMBRFEL0—70%1

(4)
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LEED, CotediAldic HCl Ritfr ety v
Rt A el V) VERCE 2 T BRI 5 Rt R i 2
PAFE L, HhHES 98% ¥ TE® D L HATHEIC Lo
Fig. 2 12 = D#)ROFERHI% /R L,

RICH Y O30/ Is X SR O TR T
DR & BRI Lo BRI T3 LT Fe, Al Ca,
Mg KX 743 ) &BILY VL ODMENRES THD
By, T = VAR Ti s L SRS
T LT, & Ti EERE RS &Y VB4R
FREAEL LT BT, Fet 1 vodtFict -C
Kri %82 L, UV vERE BT D HEREL LT
BV, TOHE Fe A4 AXmhEN oo i Ebk s
/AR VAN

Bk Zn, Cd A BOEBIFIZ Y »C, Fig. 30
EOREB LS HRAEN BT A ExFA LT, Ml
BEO R THRENBE LT 27,

ZOff, PRERTOY vEEEEY 0.1ppm PTiT
HIHDMBEMED, B LUBER T D P,0s #HMRY
VEEY — 4 L LTI T % itk (Selective Precipitation
and Caustification) ®BAR LTk H, HELXESTH
ERBERIRE 99.5% Ul bhicg&T 2, BAEoBRE
DWTIE pre-extraction Y 35 L OV iEM R 0k
FITHBRELS WEDTE Y 3 YEEED O 16 5
O, i SO. OFMFEEHRIDVY, X Bk ko
BN, FREGEE N 7 7O, WHIREOER A E T
FALR U TR R OBIE T A BFE LT\ 5,

30 T T T T T

Z¥+nHCL% ZnCL;+ H*

s}
)
T

—
(=]
T

Distribution Coefficient of Zn
(Water Phase/Solvent Phase)

1 1 1
€ T4 6 8 10 12
Concentration of HC] in Solvent Phase
(Grams per Liter)

Fig. 3 Effect of HCl on Distribution
Ccefficient of Zn
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Toyo process DEFMHEMH L ThD KON TH

o
1) SFEOBMNE (food grade)
Wi EH % Table 2 2R Lic
i) BEHER

Table 2 Product quality (Toyo process)

(C;ll(l)ilgcsg;c)l 'l product acid

Specific Gravity 1.39 ‘ 158
P,0s (%) 33.5 |

H;POs (%) j 75.2
Cl  (ppm) 200 ‘ .
504 10000 :
HM (as Pb) _ 250 3
Fe 1500 . )
As 10 <0.01
Ca 1500 3
Mg 1500 {
Na 250 .
Al 2300 .
Ti 160 )
v 150 <0.2
Cr 230 0.04
Mo 10 0.1
b 33 0.1
Zn 200 0.1
o 7 <0.01
N 35 <0.1
Ba 0
eb 2 <0.1
F 24000 )
Si0, 14000 20
e 0.1 <0.001
Sb 2 <0.01
co <0.4
U 100 <1

Table 3 Comparative Energy Consumption for
Furnace-process & Wet-purification

process

‘ Exchange rate

Furnace- 'We? )

o process|  process
Electricity(teal) | 5980 500 [0.86tcal/KWH
0il v 1664 | 8000 tcal/k¢
Coke v 4200 [ 7000 tcal/t
Steam v ! 74 | 2457 | 540tcal/t

|

Total ” | 11918
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i) EFEIA R (TS5 H /) TRE L&

iv) Z2athnim < M Q0FEM M)

v) WEIRED DI (B kg/t-P,0s)

vi) AR E= A AF - T e e ATHS

wRE, BREO= A AF-HEEOIKY Ta-
ble 3 iR L7

vii) 75 v FEELRS
viil) R -CHE¥ D commercial plant TH %

ix) HERIFTHS

x) Bla A P ALl THD

[2] Budenheim process (Budenheim #t : 7

)
(1) pAmER

Budenheim #3&X8:0 replace %30 » T19674ELE
BR Y vBEEEORBICET Lic, {CRBEMmEET
ir, VU VBRERSELER LS %K LN LG
RLIEVERE D DL ON—BRThh, Fillih
TR B - lchy, Aokt -PrOH 1w 5K
SRS D BRI E BATR CHENCH 5,

Rt OBRERZE YT DD TR B &, TFEAY
YEEFR DR R NEHEOE L LTI 5 0bhd 5
Solvent precipitation yB8- 2 BRI &\ T 71
by vgic Ca* RiEmLico® -PrOH THFRL
T, FERSIOTMBO ) vEEXITIRRE, Tobhk
i-PrOH #7858 CorBtd 5 Y, Ca?t oty iz Ba?
HERMT A HE?, NHY, o7 ¢ i-PrOH %L
TV VEREA T » VO 5yl E J8ich 0P R,
NH*y & Ca*t oWERIIT S HE FTho,

Solvent precipitation # D& DY, X b LARCEE
CREINTEH® L BF LSO TR » 1o
5, BRI OIREIER AR LrBE IR
oo tre o CHRME -PrOH-H,PO, 0R&W* H
Bl 54 v IE CBE Ly 4 v AN R = LT
Db -PrOH 7K@ THEE L CiBE R LA s - Cuw
519,

Z ot i-PrOH-H;PO, BAWHEE Y vEUEEK (B
ZATHIA65 V) VB Y — FW) LEMIEEENER T
YRR L, BEOBEMEATRLs xR
LT3 EHRO 7 e e ABZE LD E B S,

A7 wxait P,0s 300 kg/day oA =y, P EEET
19744E%, BE 100t 075 v @B I HT, 75 v
MIBRBIFE A O b 5 7 A0 B - e BRI E i
Euvbihtuhb, BT Kola b b o (FH L
Tky, #HL STPP oo ) vENEEER
IhTWwb,

ZHEFETL977F 6 J A0 HiiE A% ko,

78RN EBC T T v P FER IR TV D,
(2) Budenheim process (DifE
7a e ADFHITABRI AR IR T w0 T, HEF
HHOOHEE 7 v —% Fig. 4 WiRLI,
JERHE Y v BRiL P05 3054 0 MERETRETH 5 25,
P,0s BEIET T 51 Lich - T -PrOH oo &35
THOTEHBRERIFE Ly,

Crude acid{54%as P.0s)

NH:——}

Dissolution and [,
Reaction recyle

o

Solvent
precipitation
v

Separation

—- i-Propanol

I
|
19271/d '

I +sludge (phosphates)
|

i
reflux 1 1147t/d

8.7t/d Purification
N—’aO Y batter?'

¥

Separation
§1129t/d

——* sludge

Ion exchange

T
|
|
e —————

Distillation and
Concentration

R —

Final purification

J].GEA t/d

Product (85% as H:PO,)

———- Solvent Flow
Acid Flow

Fig. 4 Flow diagram of Budenheim process
(base: 100 t/d as P205)

Table 4 Composition of stream in

Budenheim process

After
. Crude |After Product
Constituent ; . | Solvent :
acid| filtration Extraction acid
P0s (%) | 55.1 9.0 8.9 54.0

0.0005 0.003
0.0005 0.002

H,S0, ~ | 1.8 0.002
HF v | 0.7 0.001

Na ” : 0.04 0.001
Fe ” 0.2 0.001 0.0001 0.0005
Al ” 0.2 0.09 0.0001 0.0005
Ca ” 0.08 0.001 0.0001 0.0005
-PrOH ~» 72.3 72.3
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MY BRI L5 58 (58) © (-PrOH + NH,

% P05 123 LC0.06—0.12 (£ 44h) fnz T A%
V vEEE LTI L s, TR A P8t L, v
VEROA Y T m ) — AW E D PiOs BEL9Y T
Hho TOMEE LOUBOTE KM A Table 4
E EDic,

DWTZDRE4A6% ) VB Y — KW CRTRSET 5.
BEHLI0BED 2 v — = b 7 —HIHEE T T, R
2701 THB, DBt v Fe, Al, Ca Zp» =
* VA IS RN KR BT 5 .

ofd Nat DEELTWADT, D¥REDT A3 —
Y VR R HEL S 5 St ISic 8 L Nat 25 <o
COHEFEHARC LY -PrOH %4 UBE Y vlish %
%o i-PrOH WERMEAT2, ALEMY v E T2 10
REORBRBER TR AT S,

iV vERE R HIE T 2 %l Na, K, NH, Ca
FOKBD B 5\ NIRBIEY 7V 2~ 4 ) VBRI TR
TR E e DAL -PrOH 23 ) v b KA
EDBETEHDT, BB L - THEET 2 LTINS =
F— AHBREI DT TR,

Solvent precipitation TD = 5, i fEkl CHEFA
Tho LoxUHLY vEfho H,S0, SEMEVESIT,
ATy VAFENEBERAL, 25, 20 P,0s 4BM
ETT2 0 CHMEBOEVHE Y ERITE Ly BN
L7c NH; L O%E L BUt- Y YRV — ZYWOFI
OCTL, IR T WO CRBTH S 2R o
N=oFrhDLEBbhg,

Budenheim process D #% T LT a2 & ,

1) KEESRABOEH (-PrOH) % 4 by Ty,
Lo TR & R TROBER 2 e ) B s
Tvbo RERBBMBESL V5 X b3 LA Sok
vent precipitation & #3 5 DAGEYID X 5 CTHB,

i) BEWmEN DI,

NV DOKEEML Y Rk, U VT 3 =30,
VEBEA S OB THE RS,
i) BAEDT = &7 AL, (Table 4 %
1)
BHMOBEEC R Y VB Y — 2853 Fi Ol
D 4 T 2 ATHEL B Lsd, X bict # vash
BIBRIC X B MBS bh oo & 2 A 85 2% &
%,
) SRS B
MY vERhD R0, &8ICE T fiHERIL B2
7%, Kola #;, Morocco FET1X92—93% , Florida
SLTIR0L D ER I D L5,
V) KB I CBR TR,

Vi) VYRR Y IS VEEY — F RS 5 BT
AT = AHBEED DI THEARHEN TH D,

vil) F5 v FEENRS D,

TH 50, AR S B S W B L b2 2
N%%@ﬁmkb@éiﬁmﬁiéo%®v<0#%ﬂ
BLTHD L

i) FOREg MR (P,0s 50% L 1) TIRIFRE X
Nz,

i) BRAEREY S HVTh, -PrOH 24 B¥94 2 0
T, AF - L2 HEBENKTHD,

i) VUBEA T » DB IOTMY VY — £ 3EnsEl
ETDOCHYERTHLERHS, &< IZNERHR
Pl &aNEL 42,

V) HHRITITFBY M RETHS 5,

V) A A EBREIR B R E BRIV, ooy
VIRREA S TERVREN DS,

vi) WRIBF TR 5, OREODEET S D TEEIHE L
Bk hnde b TN E2,

tEThs,

Ui LARERILIK & SEA WS BRI 0 B 2 S BLp i 38 A L
RRT==2—7 S FLAHES b~ E 4 0 & Bibh,
SGHROBRBMEI LG,

(3] Phorex process (A.P.C. #F:1A)

(1) BIRE

A.P. C. #: (Azotes et Produits Chemiques S. A) o
PR A a5 s & &, BN AERS 2> fergi B 3 5
YOBE R REML ) VERE TR Lo nhes
FLTWAHDT, BHHC Ca(NO,), ZHEtLicob
WAIT HyPOs adtili 32 /5329 % 7 WIREBKIE LTH
BALT 3 2 v FBIZEC TFARA7 4 %o 1)
REL, V) VBRIREREO S X HIERE L BE L
Tdo TORMARMREIZX LT50—60% DRSS 24
DD LKKRBREE (1 V757 —-1) %h b5
MR DRESH TR, & WA o 5
(Phorex process) D447 LT 2%,

A P.C. Hi2 1970 R0 #)  Toulouse THEANIE,
HEE 1t DA my 75 v b R B USRS R DX
BABE Licn', FCebimay@mmicaus L, ro%
3 r FOMERA T UM TR LI e 5, L
L Commercial plant B L1 &\ 5 EHIL 0V,

(2) Phorex process (iffa

PR TR Extraction (V) vEgHit), Washing

(Pt , Stripping GflitH) 3 Battery s 67 b 37
2 TWde THILMA Y m w2 CTL EAWICEFE —-ThH
%o 7m—% Fig. 5 &R L7:,

BRIELTRA Y 727 = bbus, 485

C7)
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FI-—\' Extract
5
Z [so-butanol
o
a1 e
— 3l A |5=
i &l
z 1] <]
zIl = &) g :'5.':‘”
=T z =l | [E |
2l . B [+ S 15
o = = = Steam ng
=T I =T = )
> a 1%} 2] Pure acid
=== a =
i Res. acid IPure acid
Raw- Wash Residual Water Pure acid
acid  solution acid

Fig. 5 TFlowsheet of the Phorex azid plant

(total) & #MAMKERLE: (partial) 23 b, FoMREEIELIR
BHROBRECBIER7e < fhHIRILT70—85% TH B 15, 4k
BREO MR BRSO BRI L > T B T5. P05
34—A452 DIFEAIEX0—96 % DINE Tl b |, FEEES P,0s
BHLTOEEE, HOrULDERGTLILEN B 5,
(Table 5 £R)

M TROWET50% P,0s Y vED & X3 4 :
1, 30% POs B & 243 10: 1CTh b, MPEELZ

Table 5 Process Parameters of Phorex process

Crude ac1d ‘ Extent of Yleld of Product ac1d
/ P,0s ' Extraction i P 05 % ; P 05 /o
>45 . Partial 70—85 j 04—25
35—45 | 7 | 7085 | 2223
<35 | p 70—85 | 21—22
>45 | Total 9%6—97 | 21—24
35—45 i ” [ 09% 91_6 ! 20—22

nly atter
<85 | ”_ — __|__ - preconcentratlon

Table § Product quality, industrial grade

Crucle acid !Product acid P;I(\)I(all!lJCthj)]l

POs % | 536 60 | 6

|
Fe | 0.35 | 0.0012 0.0005
Al | 0.84 ! 0.0005 0.0002
Mg | 0.85 |  0.0005 |  0.0002
Ca ‘ 0.013 | 0.0015 |  0.0006
S04 j 2.11 1 0.12 1 0.50
F [ 0.3¢ | !

0. 0060 | 0.15

¢ 8)

DRHHEET2— 58, 2BENETRUBERBRSNETH
%o

Dilute product acid % P,0s 21—24% DEET, #*
FIENERIZ SO F DBRFED 1D OLFNPE T3 L 8
Bits, &0 LRI T60% P.Os il 35,
F o= TYPEFER L7355 DM ED 3% Table g
R Lico Bl ) vIEBCEINS & o b Riditph %
Vo
EREMETIHEERY BT 2100 TEIANETH 2
B, EOHEMILRTRITI . TERBRIROKYEHEY
WA S THBHY VLB X, K SEHIHEN
o H,O oBfTHFIH LT rafinate WEaEHd Xehh
HE L[ L33 FEPZHRA LTS L Bbh s,
DL TIEI0% DL E DR % T2 ol W &

Iso-butanol
| STRIPPING AND
NEUTRALIZATION
Steam
Extract nJu | = _—
Ziilad ]] ‘ =

o O

Alkall solution Phosphate solution

Fig. 6 Partial flowsheet of the Phorex
salt plant
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HIcfbhdo
P e Bin b 2T R ORI,
1) BEIDA V757 —ATHD I &,
i) REARNKyOBRFEZLLLWTHEEY HJ 25 &
Eo

i) FhHHRE & UMM E A R L =
Eo

wHH LV LD,

OB WCERY VESEYIUG Lo E &, TaAd
VKB THERET 5, COHPEXTILRL, ¢ F
-t 7—HOMEEY L HV-S, (Fig. 6)

Az Consumption data % Table 7 iR L7,

Table 7 Consumption data of Phorex process

(per ton P,0s of the product)

‘ Acid ‘E\IaHzPO%

Raw acid (ton P,0s) 1.03 1.03
Sodium Hydroxide (ton Na) 0.33
Isobutanol (ton) 0.010 0.010
Auxiliary Materials ($U.S.) 10 6
Activated Carbon (ton) 0.004

Heating Steam (ton) 3.0 0.20
Electricity (KWH) | 100 52
Cooling Water (cum) | 185 20
Process Water (cu. m) 4.0 1.2

(41 A & W process (Albright & Wilson %t :
%)
(1) B

A & W R B LO%RE ) vBOWR L E
L4 DY) VEEFEAOREL LTV 5, 1970%(K0%)
% J b Marchon Div. TIBR Y vEEOWEEICH b HlA T
B, ERBROREL LCRERREBR Y VIO PR
7 v — FR BRI DRI LT e SHWEHR] 2 L — F
TR ks le (R LT X ek replace
T b 0k Bibhb,

BRSO AR A D BH] (BlZE7 £ b v ik
i-PrOH) # ¥ .\ % Solvent precipitation ##i5t LT
WA, Tlob bR Y VERICKIEEERIARA L,
DVWTHER Y v (Bl STPP) % ¥in LT R ifidy
DEAFKMEHEE®TT « + v-H;POy 35 —H% M
MGt L2 4 v i R ET 50 DLTHEBETT +
M ESEET B, Z DJjEEL Budenheim # X b By oBE
MCHERIh T 5, «

TOBHEHIE LT Cs~Co D ¥ b v d b i
HE™, IBrZOFETERLY vEhb HPO0.1/2

H,O Offfha dhh I8 TR E230 5 5 ol
FAMGE T b Z0rn A & W process D ALA
MisbhDTHs,

IOBRILICA Y Fee=—F b HPOy 0

Ak (m. p. 28—29°C) H FIF L7-K5 829 %>, raffinate

DIEBHEICEE L TH B U ) VERIEK R & 86 X ¢
SEVTNR CHHIOBME %2 T ot LARIEN Y B S
T 5 FEOHBEFFOVBHEIR TV,

R A & W 2t MIBK %% & 32 Bl g
BERXHAL 1t/d o231 vy FHEET1976 5 P,0s
40,000 t/y O ¥EHEL S 5 ~ | %2 Whitehaven - J3Yy L2
IES5T\Wh,

(2) A & W process (D=

A & W X8R 165,000t/y i D 75 v F &K
LTkbh, 205 40,000ty A#¥ERERE U, Bl
% 20,000 t/y ORI (raffinate) (2RO K
TP THERHLC VA, 2D X 5 I AREZ IR o5
HREBEcH v, IMI Cleaning process & 4: PEFREIHS
HLTw3,

MIBK (Methyl iso-butyl Ketone) % o HiEig2"
MBI T P05 304 ED filter acid it H X3 P,0s
54—57% DEMILY vEECREIh 5,

W bOHE” v —% Fig. 7 1R L, FELTR

Crude Acid(77.4% as H,PO.)

J268v/d
F’:&ZB—t};d Extraction Battery 124:/d
| HOY4 [ solvent Recovery |
i Erification IB.':xttery I
| 4,1146‘/ d To fertilizer plant
L

___l Washing Battery I

ZGOt/t]I_

3051/d

l Solvent Recovery ]

228t/d

Technical grade phosphoric acid (75%H,P0,)

|

| Concentration |

!

| Crystallization '——bimpure mother liq.

!

Food grade phosphoric acid
Fig. 7 Flow Diagram of A & W process

(base: 100t/d as P,05)
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Table § Composition of stream in A

& W process
— — .
Crude Pure Pure
acid Extract Raffinate Extract| acid
e — |
S.G 1.66 1.07 ' 1.49| 1.07 | 1.40
H,PO4(%)| 77.4| 35 | 56 36 56

S0, # | 16| 0.5 1.65| 0.4  0.65
Fe ~ | 0.23 0.04| 0.55! 0.0015 0.0025

Mg #» | 0.25 0.02‘ 0.60 | 0.0005/ 0.0005

MIBK~ | | 52.0 | 1.6 |51.0 | 1.6

WOMBL%D Table § % Lz,

) vEEDTHEB T 1~2 BT X<, MY vE: MIBK
OB 5.8 (FEI) THr, Hidom< MIBK
VLRI NS O BRI TR I BB A o D TR By A 1
ML THIHLRER DA Z LT TE o,

Extract #lx/bBE OV vEE reflux CHET 5, iE
5.5 (BREH) T4 b5,

B pure-Extract K -Ciiitl4 5, ML
Wil 7 v — VRICENRD LB i BB T
tro FHHEOEERE L 35—40°C ¢AH b, IMI process
O X 5 &Rl TR R L 5 BED L,

WD v VBT 56% H,PO4 (P,0s 40.6%) Th
bo BfELTW2% MIBK (#1.6%) %R TREIULT %,
HFA VAR I BREZ hs b, HyS04, HF 42
BrELIZL Wy

food grade %% %Wt B T X 7 % 85%
H,PO, Ll hiciEfa L, H,PO41/2H,0 X2 E
BREHUTEYEMTZEDOZLETHLY, £S5V T
FEHLT B0 EIDITRPTHE, —J raffinate 13
P,05 40—A47% <& b EHIEINERR - LTHAT5,
MHERIL60—65% ThH 5o

A & W process O¥F T2 &,

i) MIBK #&#|& 1. technical grade #4H - 7o
SREEEOMBF L D TH H AEN 7w v ALK
vz X5,

i) FRHTIEME Y vERNE-C, flter acid (P,0s
28—35%) iXERT&E ov,

i) raffinate {3 P,0540—47% This b EIBEETH S
fed 0% MRl cE s,

iv) PHEIIES S RE L Bbh b,

v) fhil TEOBEREII e THT,

(2+4+2=8)

vi) 77 Vv P RENR DD,

vii) MIBK o K~DERREI /PN T BFIEILIT
BETHDo

viii) IMI @ Cleaning process @ X 5 12 jnig, &3
YEREE N LT—2 DB Th b,
ThHad,

FlZ DT e e ADEATE VS RERTIID, F5
FAMI S FHYRICHT 5,

i) K7 v A s B BEE o T, 1B

TIVEEDREENRBEAEATES,
i) SEER CRIHBRET 2 D ML & < i i
MeEET50TEr 5 —BRIAE LS,

i) food grade # %2 % & LIXAHETH L,

B bR EEE LT, Y vEEE O
Bl TINERY S s 2L, X—ED
FHD X TIHEERA o+ v A S RACBRET 5
EUXEED L,

Ufehs» TARMBEL food grade #H - 72 Toyo process,
Budenheim process LITJHV-ZFEICLTkbH, TrLA
IMI Cleaning process & [[lEE, BRI C technical
grade I @LIc 7rm R E LT ElichAXETHA
50

[5] Cleaning process (Israel Mining Indus-

tries : {f X5 T)L)
(1) BAREE

IMI 3 @50 ) v ERD KRBT Bl LTl d I
$1ad 5Tl b, 1950 Ethigae X 5 @8R
YEB OB R OPFEEABRA LTV 5,

WMENLY v ARERTOHR LT bhs ) BBk X
G v >y AaOBREKEBER DY B EINT S H
I CHIER IR, CORBIMH OB ESRICEH
Ly vBoBE» Bfg Lic,

IMI DBF Ui 2 B RIEC 5 &, v v
UEAXER T LIBHR A2 -1, 73 FE%
BTSN CHER Y VB R 25 . UV vEAY
Hifg - HR OB CTHME L, B o 5 7580,
mEFo Si, F % Nat B2\ 0k KY 28 LCkk<
FHE, HY vEEL D Fe RS JTEY, Hibr vy
AEFER L - THIHER, BRRALHET 2 5EY,
HyPO4 36% LLLTV vEEORILEEIIY b OBHIC LS
SR, BRI X - TR YR L & & 5 )
B9, REATFIMN UIHBEEY, =—Fa 71z
—VORGEF T b bW, Thob,

IMI O BRLICER e 21X 201 KBl X h,
Standard process, Cleaning process & FERRI NS,

Standard process (LU VIO ERE TORELIELR
V) vEERFERELTLBL VD HETHY, Whws [
Bkl LMER T\ B, K7 e AT1960FERIEH T
HENEATEA Uico FhT food grade ~o> 55K

(10)
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Vv R BB oo B o (3] 85

B, THORITHEERM TR S 81962 A TR
MOEERMBIC LD BMEY vBOME S 5 v r B
Lico 2O F 5V MT1969EE THEI L1h, TOHA
HE O BB R % FORE - 35 I BRI BT Lok
DEIEH LT

Copebras #: (75 o) L EMER IMI L b REAHE
A LTS, il b 5 T AR RcE Y, S5
FEABEOIE DI ERE S T b,

A 7 » x| Haifa Chemicals, Arad-Chemical
Industries (A A F =) O 2 i CRHEHRE OEIEN T
febh T b EWw5h, food grade ¥ CTHRETETW
B E S BLI T,

—77 Cleaning process /X¥RREEL, PeHl, RIS
DTN EMELER LW H~o ) vEoa* H
Bz BisE S htc, W% Ubn-grading technology —©
Hh, 1971 F.F. M & (Fert‘ilizants Fosfatados Mex-
icanos 4 1 £ & v a) TAEIhBEMEEEL T
T b,

IMI #3220 & Hiz Cleaning process D%
&, 19755 v F v o Bk E4c 55\ T New Cleaning
process IR LT 53,

(2) Cleaning process (DHfE

Cleaning process » 7 = —% Fig. § 1272 L

P,0s 50% DA EoBEfER Y BT, $Fv—tw)r5—
RHRCHAIh, co T Iy Frer=—51 L
BT, =—7E~ND ) vEEOMBERBRTHY,
oA v Fa vz —F ok 1 KR H,PO,

AN T OTAEEL L b L THIBBROBRE 410
°C BIRICRFEFET 2. BESERT2 L) voREER
PMETL, REXTBE D L BHAR, WEOKEM
WINT % 7o, HHBRHOBREHMIAS r A Ci3E
BETHD,

U VEEORHERILIZIFEC0S D RATH Y, BRI
P,Os 40 CTHERAH & LTHIB X h 5,

Z bR EIERA & LT +5Th
HDT, WELTICEEY VI LEBHIONEETIR~ES
TENTESD. L LB, M busrat, 3%
P LA BEO » 54 v Ry X i e it h
EEbleve S OBEMBEZ AT 2— 5 ROPEE TR
(Extraction-backwash) 125% v 815 0% 10% 1w %3 2
BEORKHY VB EPEEMRT . & & ThtEb O R
WoKIMMIKBCBIT T2, ATRLD2bh5 Y v
FEH IR O TRABRT 22, WHEIREH & LCFIA
T5

FRCKC X aMMBI ks T=—F 4805 ) ik
MEE NS, O TRLNCREYEO CERES R,
HE 30—40°C THBH, FHT L KOBI T+ Lis
Fudie bich T b il ) vEEoEIA 5
FL 0T, EhEERO P05 BEAFEL A0 b
Thbo

Y v, WMEREDCAOER 1% o=—50
YL TR Y, =—F AEIND f-dicFRFRFHRD
steam stripper {Zk%, # 70°C T=—F /3BT
%o

EXTRACTION EXTRACTION-BACKWASH ACID-RELEASE CLEAN-ACID  Sieam Steam RESIDUAIL -ACID
MIXER-SETTLER MIXER- SETTLER MIXER-SETTLER STRIPPER STRIPPER
] ] Solvent Cooling
—> anI *:L-| Jul mly =Jv:| water
feed acid
T d

— T wl = —

Recycle acid

(to extraction or Water -

Refrigerant liguid- fertilizer “ e |

product) R

Solvent
Refrigerant|Refrigerant
4 l4—Steam ,L"_'L —S team

Purified extract

— —

Cold extract

DECANTER

Solvent

Clean acid(to storage)

Water

Residual acd

Water

Clean acid

Residual acidfto storage)
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e
r r l r
Residual acid Released solvent] Clean acid
‘ - <

L

.
L

Fig. 8 Flow Diagram of Cleaning process
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86 MBS H20% W25 (1919)

Table § Product quality (Cleaning process)

I Clean acid

' Crude acid* ;
P,0s % 53 ; 49
S04 % 3.2 | 0.83
F ppm 3500 | 370
Fe ppm | 9600 | 46
Al ppm | 3300 |
Ca ppm ; 100 |
Mg  ppm i 5100 | 2.5

* Using calcined North Carolina phosphate rock.

Table 1) Typical utilities,
Basis : 100 t/d P,0s as clean product.

— ——
Cleaning Clee‘gning
process

_ process

WPA feed : P,0s % "o54 | 50
Cleaning yield ' 60 i 80
Utilities : per ton P,Os in product

Steam : ton 0.65 | 0.7
Power : KWH 70 ‘ 65
Cooling Water : m3 40 1 45

Process Water : m?3 I 0.55

WEMEIEEE Y, X3y s AdfEmms) =2 7
ADER I THR b, stainless steel 134 v 7, Bosm
& HEREEZCbbubBRTVv 3,

A7 e ATz bRBETL P,0s 48—49% & Sisps
THRBTELOMEHT, TOMEY Table 9 i, i
HAYIeHEE T — 2% Table 10 iR Lo

(3) New Cleaning process (DifE

Cleaning process DY [PECx—F AP ED n-7
£ —NERELICREEEZ bbb, Zhidko
OHRFEANTH S,

1) B8 YBONEERED S, (50%—80%)

i) FCFREHELFIATE 5, (P,0s54% —P,0543%)

-7 %, —AOFE K IRV VEREET KR
e X b KELSBT 2P, BARHIL=—7 L5 L
DHENY VERRE TS L &b, BRSO Y
VEBRREDNZE—ETHD LD = —F AROE MY b
FRLIEZ Tw5bo (Table 11 )

) VRO ST RECR By 5 s 2 &
i, =—TABMOLELE ST A—Tho,

Cleaning process DHBIA*HEH T2 L,

i) A & W process & [@# technical grade % ¥ -

Table 11 H;PO4 Concentration on solvent free basis,
In the system:i{-Pr,0-H,PO,~H,0 and
i-Pr,0-nBuOH-H,P0O,-H,0

‘Aqueous phase|Organic phase
‘ % H,PO,

1% H,PO, (solvent free)
i-Pr,0 (5°C) 73.5 f 86.4
| 72.2 85.9
j 71.7 ! 84.8
69.7 ; 84.6
‘ 64.5 |  84.8
i-Pr,0 (30°C) \ 72.8 . 84.2
' 70.1 i 85.4
Modified solvent 64.4 |[ 84.7
15% nBuoH) GO 165 1 g3
859% i-Pr,0 ) 60.5 ‘ 84.8
58.2 . 82.6
56.3 [ 80.7

T REREOREN L S e w2 Thy, RO
INEKIL60%, BRE TR0 TH S,

i) FAERETHD 0 HYRO 2 L iehi b Aty o
%\~ residual acid @442 0T, JEHF5 v+
EDOREEPRVETHS,

ii ) product acid, residual acid & HizEBETH
Dy AF— AEBRED D T TR OB
THhbo, (product 40—50% P,0s residual acid
40% P,0s) 3

W) $FY— b 7 -BEIImS T Thuy,

(hiH 1, e 2—s5, dti2)

V) EEOSL T r A THE,

vi) HHEEDREIC L o TE LS LT D 2 L% F
RLTw%. Lo LKIE, B3, dihiix
B U7 MU T e B & 5 5T G B 5,

7. 8 v |(C

WY VERORE 7 e ¢ AXBERT 1B LT, 3%
DTDODN— DY Ebbi BT 2000 KK 7
5o Thbb

i) HsPOs HEFIRICHI LT ARM % KB T
peiz,

i) THERAMCER LT bemlT 50, BE

TH LT HyPOy, v &Biehici+,
MTH%, _

BEEAE, Q) Bo1 o+ VHHES @ 1 4 sk
RS CO 54 VRSO BE ¢ B BB
ERPRDHG LD,

(12)
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V) v B R R B0 B rmi3) 87

g A IR L LT AL 7 + VDY B
p, ERERcgEo HY BAEET 2 0T R0, D4
HR L T O Te ) EEh Luee UEIRIC LD
S A Y, BEBBENNE VO TEEOBEY LE
Bz b, BIUEBEEREL Licdhdiabirve
WA REERETH. & DICTLERE CIREARE THIIRY 5
dn L, SRS EGRETLCEVRETHL, Y EOR
i b grade up BETHIULL b EHE Y VERA
BTV 5 Th B, Lo UEEMOIRERIIS
LA FIEIE A D, BEE TRRESA TV HFEROA
i, cor— MIREBOLFERIPETE VL O
Hhhbo L1856 EROTNLETED HPOs Bio i
s r— P CBRESAERTL LD,

HERAETebh T3 7 e e ARFKOKREL T hic
N5, MY s b HiPOs & BRANCHLD g i
13, 7o b B R RE T B MBI AR TR 4 O
FRADHB, KFITIEHHEE BEErH D, RHE
EEBIED L HSCHDTEL 5

(A) HhHE

[(B] AhHiE

(1) H;P04:1/2H,0 # fH ST A a BRI
o

2) v vEE (¥ CaH,POu),-H,0) % rhfElfk
ELTRM E i Licoy, 20 YRR
Y vEBEERE S,

(3) HyPOs & IcA LBy B S8 TR
TorEET %o

COBEEL T b i, oy
S5 Py, 5B (Total purification process) #*JH 5
mEns o ke, BHEE LT food grade 7> technical
grade (Z OEZHIBHTHY, WHIERA, FAEH,
STPP Hl, $BEEMEAL ity RELCbbHULHh
L)MDELBIERXKHNTH S,

MAREREDOB AT, BHEBLINCFRBR L O RO,
DEGARMY VDB THOT, COREEEZXTT
A ARSI T D UEN DD, T DTl raffinate

B AEACER SRR e H X B K 2 Ve (i
ChEREERY VERCIGR T 2 ORHMcREE T, k
FH{BoBERDZ LRV EBbRD, QEBNLER
LHBDBBGD E Vo ln T 5, BT A v
AHH L e L2 2 Bfx B LT\V5 0T, HEHIE
LOMAEVRHEAVE S TH D,

MAREEE L B SRR, HiffclmE I v E
RE¥Nb, ARBUGEHELMBERETHRT2ESHTH
b, MRS TS EREY B TE LD,
BRI A R T & B 4TI SR Mo Al & DR
FEE T T 50 & MIIZRRBECRICLY ST, M
FEL L T p DINEAME T $TH L EHA—TH%,

LREBIEC L food grade OB iV 5 b TS
T B kA TEMIC T Ltonid Toyo process TH
% . Budenheim process (L& RgEBBE 23, R05 &
Y vERE L LCILRERET 510, IER192—93% R
RbsL5THb.

SEERIAITIE S5 v b EOREAENEE Lo
Fu e AN B B DY, IR R BB AR
BOETH ) FFE 15 DIt Tediei, SHITLD
7 a e A DEML & BB O BRI HEE I e S hT
WS D EBbhg,

WORER S B A LR S o e DT v A JED
BEH TS o ik, A EKROLVZLT, Th
175 v+ situation 12 L ABIROMETHH o

B E LT, WEEFTHRA LIS REEDD
DIERINTETC Do 2D EKHE, HPOs &b
L3, Lok Riifo EBREN?S L < T, B2
H,PO, % T, #ific, BeL\dTROEHIN
o C EREWR LTS, AREEHIO MBS BRI
T2 X b, bR LW SIEbhE, L
A7 e A DBREEC L - THEHIZRIRL, TOBH
DEMAIENTRETH S 5o BlliTle> TEEA 4 V&

Table 12 Comparative Energy Consumption for
Furnace-process & Wet-purification

process

(residual acid X% reject acid & {FELTV5,) D S S
; . . Furnace] Wet |Exchange rate

P,0; A E NS 5 A3FIH L3\, Cleaning process o | o

I A & W B > 5 ‘.
weo s o mm§$&ﬁ<msz§ mw%?ﬁvbpo) 1.92 | 0.16 [0.267ke/KWH
raffinate DEFEEA 409 P05 L@ HERFL TV D3 oil 2Us
ZTOBITHD, 1 ” 0.21

BEOBENE 54% P,0s BEAFHL LT product,  Coke 4 0.53 0.875ke/t
raffinate DEEH T, Lo dRHAIERE Y 4 — Steam v 0.01 0.35 |0.08k¢/t
8 By b LT eqlife kit © technical grade # %% 1- B
CERBHOBE DA DR, Total — » | 2.67 | 0.5

(13)
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Fig. 9 Assumption of preduction cost
of U.S.A

T b OBANC LB BEBIL Z N2 0T, S50 R
B IR U

AANY 3y VHBO =2 V¥ — il 0BT, B
B, HAEO 22 b ERREMCL, Hriies —r
v ATHEBRIRC X 2 ) VERRERE L 0 BRI -
v%%wkiﬁoTww12KW&@x*w¥~%§§
%blﬂ%‘i?"% 7oz Oil consumption T Ut-4 D%
RLie CRADBSHB L 5 icm ik A — R
RIEADRI 1/ CHE Z Lieis s, =5 A¥ — [0 &
bECKETHMEED = 2+ B4 i 5 T,
180 R BB RE~ OB AL b0 L F
Hahz, (Fig. § £MR)

LIcio TR Y vEE B 500 ) v LT st s
5, V) VOFERIGRENS L5 X 5, K
il owaa: il 3 el S R A ) L%z b, Black acid
DEBIRE, BB+ v O, SRELAEEE o
TRBEREDBIFEIC X SIcE A 00 Th S 5,
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