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MNEPKOJIAIIMOHHOE BBIIIEJTAYMBAHHUE
CYNIBb@®ATU3UPOBAHHOMN 30JbI TUKTUOHEMOBOI'O CJTAHITA

E. MAREMAE, I. JOHANNES, V. AHELIK

THE PERCOLATIVE LEACHING OF ALUM SHALE’S
SULPHATED ASHES

B 1960—1975 rr. B Uucturyre xumun AH DcToHuM moja pPYyKOBOACTBOM
O. Kuppera u P. Koxa 0bBIJI0 IIpOBELEHO AETANLHOE HCCIEJOBAHHE BO3-
MOYKHOCTEH WMCIIOJh30BAHUS AUKTUOHEMOBOI'O CJIaHUA ([Jajee IO TEKCTy —
cJIaHeI]) B KAYEeCTBEe KOMILJIEKCHOT'O CRIPhSA AJISi METAJIJIyPTrUuu. 9acTh Pe3yiib-
TaTOB 3TO¥ paboTel omybiukoBana B [1—5].

B Hacrodie# craTee mMpomosiikeHo 0600IIeHne pe3yibTaTOB Ha3BAHHOIO
uccaegoBanud. Ilenbo maHHOTO paszena paboThl 6BIIO M3ydYeHHE BO3MOXK-
HOCTU 3aMEHHUTh TPYJO0EMKOEe MHOTOCTYIIeHUATOe BhIIeIaduBaHue CyJsibda-
TU3MPOBAHHON 30JIbI, KOTOPOE OCYIIECTBISAETCS B PEAKTOpaX, I'le MyJbIia
IepeMeIlIuBaeTcsa, a 3aTeM (PUIABTPYeTCs uYepe3 HAMOPHBIE (DUIBTPHL MOJ
JaBJeHuEeM (IIPOIecc OMMCAH B [5]), IePKOIAIMOHHEIM BEIIETaYNBAHUEM —
METO/I0OM, IIPH KOTOPOM CYII[ECTBEHHO YIIPOIIAEeTCS pacTBOpPEHHe CcyJyboda-
TOB WM YyJelleBJsAeTCA pasfiesieHue TBEePAOd M KHIAKON a3, MMOCKOJBKY
B 3TOM cJiy4ae (PHUIBTPOBAHKME CBOAUTCH K MUHMMYMY — OHO HCIIOJIb3YETCs
TOJIBKO [AJIA OTJAEJNIeHWS OT HACBIIIEHHOIO0 KBACIAMH pacTBOpa HE00Jb-
1I0¥ YacTu 3axXBadeHHOro ToHkKoro (—0,25 mM) TBepmoro MmatepuaJa (Ima-
Ma), B TO BpeMs KaK HEHACHIIIEHHBIH BTOPDMYHBLIA DACTBOD HAIpaBJISeTCH
Ha JaJIbHeNlee BHIIIEIAUYNBAHNE HEOTHUILTPOBAHHEBIM.

Me'ro,umca H yCJHOBHA NMPOBENEHUA IKCIEePHMEHTA

B xayecTBe HMCXOZHOI'0 MaTepHaia HCIOJIb30BaHA CyinbdaTH3UpOBaHHAHA
3ona (MeToxuka omnucaHa B [5]), koTopad Gwlna mosydeHa mpu obpaboTke
CEePHOM KHCJIOTOM 30JIBI OT CIKUTaHUS (KPYyIHOCTE —2,5 MM) ClIaHI[a MeCTO-
poxxpenus Toosce B Tomke ¢ KumAmmMm ciaoem mpu Temmepatype 800 °C.
Macca mnoaydeHHOH CyJabGaTH3MPOBAHHON 30JIbI, COAepIKallei, Kr/T:
Ti 3,10; Mo 0,262; V 0,561; U 0,114; Fe 55; Al 45; K 40; HySO, 35, 6611a
B 1,3 pasa Gosplne MacChl HCXOAHOM 30JIBI.

st BhIeIaYWBAHUSA OBIIIM HCIOJH30BAHBI KBapIleBble KOJIOHHBI JJIH-
Ho#t 1000 u guamerpom 38 MM, OKpyIKeHHEIe ropAdel BOAAHON pybanIkoi
(puc. 1). BeienaunBaHue NPoOBOAUJIHM B 8 crymenei, mo 1 xr cyasdaTu-
3MPOBAHHON 30JIBI B KaXA0#. Ilopuuio 30JIkI, HATPETYIO IO TeMIlepaTyphl
cynsdaTusamuu (250—300 °C), cmemmBanun Ha I cTymeHu c BOZO#, a Ha
MOCHEAYIOIIUX — C PACTBOPOM OT MpeAbiAyineit crymenu. O6pasyromadcs
Tekydasl macta, Kotopad umena TemmepaTypy okosio 100 °C, zamommsana
kosiouny. Ilacra BeimesnaumBanack ropsueit (95 °C) Bogoit (ra I crymenn)
MJIM CHAYaJIa PACTBOPOM OT IpEeABIAYIIel CTyIIeHH W 3aTeM BOAOM (HA BCexX
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Puc. 1. Cxema mepBBIX OBYX CTyYIeHEd MHOTOCTYIIEHYATOH IIEPKOJISI-
nuu B 1a00paTOPHBIX ycJoBuAX: I — kBapleBasd KoloHHA (d = 38 mm,
{ = 1000 mm), 2 — cynabdaTU3UpOBaAHHAS 30J1a, 3 — CETYATOE AHHUIIE,
4 — KamnJeyJoOBUTeJIb, 5 — BogAHadA pybamika, 6 — cocyn c BhIIIeJa-
YyuBaIOLIed JKHUAKOCTBIO, 7 — yJbTpaTepMocTaT, 8 — KOMIIDEccop,
9 — IpUEeMHHKH

Fig. 1. Scheme of the first two stages of multistage percolative
leaching process in laboratory conditions: I — quartz tube (column)
(d =38 mm, I = 1000 mm), 2 — sulphated ashes, 3 — perforated
bottom, 4 — drop catcher, 5 — water-jacket, 6 — container with
leaching liquid, 7 — ultrathermostat, 8 — compressor, 9 — receiver

OCTAJIbHBIX CTYIIEHAX) A0 IIOJHOM OTMBEIBKH CyJib(aTOB OT macThI, TO €CTh
IO TeX IOp, IOKA PACTBOP M3 TEMHO-3€JI€HOT0 HE CTAHOBUJICS OEeCIIBETHBIM
1 He mpuobGperan mmoTHocTH okoxo 1,000 T/m°. IIpumyguTenpHOE IpO-
IMyCKaHWEe BOABI CHH3Y BBEPX 4Yepe3 3alOJHEHHYIO MMAacTOH KOJIOHHY OCy-
IIECTBJISIJIA IIPH IOMOINY KOMIIPECCOPA, CKOPOCTH JKHUAKOCTH B KOJIOHHE
2,6—3,5 cm’/c (0,23—0,35 cm/c). '

PacTBop, mosiy4aeMblii IpHW BHIIIEIAYMBAHUM, COOMpaIu MO GpPaKIUaM
B MepHBIe IMIHHAPH BMecTuMocThio 0,5—1,0 a1m’. BaxBadeHHHIH pacTBoO-
poM muIaM OT(UILTPOBEIBAIM B ropsiuem suze (70—95°C) ma HyTY-
¢dunsTpe, mMOCJIe YEro OIPEAEeNsiJid IJOTHOCTH PACTBOPA M €ro COCTaB
(tabi. 1). CaMble KOHIIEHTPHUPOBAaHHEIE NTEPBEIE PPaKIUuKU pacTBopa (C IIoT-
HOCThIO > 1,3 T/ m°) HampaBAANM Ha BhIZEJICHHE AJIOMHHHEBO-KAJIHEBBIX
KBacimoB. MaTOYHBIE PACTBOPHI OT KPHCTAJIIM3ANUM KBACIIOB HCIIOJIb30-
BajJM JJIg CMEIIMBAHUSA HOBOH MOPIUH CYyIbMATU3UPOBAHHOH 30JIBI B
TeKy4yl0 IIacTy, KOTOPOH 3alOJHAJMA KOJIOHHY CJeAYIOIIeH CTyIeHH.
Bosee cnaénie dpakmum pactBopa (¢ muoTHocteio << 1,3 T/m°) Hampas-
JISIIM B BTy KOJIOHHY Ha BHINIEJIaYUBaHUE.
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Brigenennnifi u3 pacrBopa IIJaM IIPOMEIBAJNH BOJZOH, KOTOPYIO 3aTeM
TOK€e HalpaBJIAJIYM Ha BhILIEeTaYWBaHUE Ha cienyouieid crynmenu. OTMBITHIN
LIIJIaAM M HEPacCTBOPHMEIA OCTATOK BHINIEIAYWBAHUSA, H3BJICYEHHBIH u3
KBapLEeBOX KOJIOHHEI, CyIIMJU B TepMocTaTe npu 110 °C u aHa IM3HPOBaJIH.
Meroauka XMMHYECKHX aHAJIM30B NpHUBeleHa B [2, 5].

Ofcyskaenne pe3yabTaTOB

Ha nmosrHoe BeINenaynBaHue 1 Kr cyab(aTU3upOBaHHOM 30JIkI IPH BEIOpaH-
HOM HaMHU CKODOCTH Ha Ka’KAOH CTYIEeHH pacXoj0BajoCch OKOJI0 4—5 i
KHUJIKOCTH, 4TO cooTBeTcTByeT cooTHomenuio T : 3 or 1:4 go 1: 5. Us
IepBOHAYAJIbHO B3ATHIX 8 Kr Cyab(daTU3UPOBAHHOW 30JbI B KOJIOHHAX
B BHJIe HEPACTBOPHMOIO OCTaTKa ocTajioch 3,84 kr, uau 43,5 %, a 1,69 kr,
nnu 21,1 %, 6BIJI0 BEIHECEHO W3 KOJIOHH PACTBOPOM B BHJeE IIJJaMa — B 00-
med cioxHOocTH 64,6 9% oT HCXOomHON Cynb(QaTU3UPOBAHHON 30JIBI.

Bamanc TBepmoro MarTepuasia B IPOIECCE BEHINIEIAYUBAHUS CIEIYIO-
LIU#, Kr:

CynbsdaTusanus: BrimenayuBanue:
Hcxoxnas 3oia 1,0 HepacTBopuMEBI# 0CTaTOK
CynbgaTusupoBansas zona 1,3 U3 KOJIOHOK 0,57
Ilnam 0,27
Hroro 0,84

Crenesp W3BJIEYEHHUSI METAJIJIOB B PAaCTBOP, PACCUHMTAHHASA IO HAHHBIM
00 UX COZEP’KaHUM B MCXOAHOH CyIb(aTU3UPOBAHHOHN 30JI€ ¥ B HEPACTBO-
PUMEIX OCTaTKaX, cocraBuwia, %: Ti 62,2; Mo 70,6; V 89,0; U 84,2;
Fe 73,6; Al 45,4; K 25,8; cpenuee comepkaHue CBOOOLHON KHCJIOTHI B He-
PaCTBOPHUMEIX OCTATKaxX paBHANOCH 1,8 Kr/T. OTH [gaHHBIE COBIAZAIOT
C pesyJibTaTaMu, MMOJYyYEeHHBIMU MPU MHOTOCTYIIEHYATOM BBIIIEJIaYUBAHUNA
B peakTopax C mepeMemmuBaHueMm [5], u cBumeTessCTBYIOT 00 3dderTus-
HOCTHU TMEPKOJISIUN.

OCHOBHBIE XaPAKTEPUCTUKHU IMEPKOJIAINOHHOIO BBIIIENaYUBAHUA aHAJO-
THUYHBI JJIS BCeX ero crymeHei (tabxn. 1). BappupoBajia TOJIBKO IJIOTHOCTH
1-# ppakmuu: or 1,310 7/m° gua I crynenu mo 1,502 (55 °C) — 1,593 (75 °C)
nas nocaepyomux. C MOBEIIIEHHEM IIJIOTHOCTH PacTBOpPAa B HEM HapacTaja
¥ KOHIIEHTpalusA MeTaJIJIOB. PacTBOp ¢ MaKCHMAaJIbHON IIJIOTHOCTHIO, IIOJIY-
yenHslit Ha VI crymenm (VI-1P, 1,593 1/m°%), comepxan, kr/m’: Ti 6,10;
Mo 0,760; V 1,750; U 0,271; Fe 104; Al 40,4; H,SO, 135,0.

Cuukenue KoHumeHTpauuu C; 060ro BHIIEIAYUBAEMOr0 KOMIIOHEHTA
i (MeTasn0B M CEpHON KHCJIOTHI) B BEIXOJHOM PaCTBOpE, a TaKyKe CHHIKe-
HUe IJIOTHOCTH pPacTBOpa IO Mepe BO3pacTaHWs CyMMapHOro obomema V
IIPOIYIIEHHOT0 PACTBOPA IMOAYUHAETCS CJEAYIOIIEH 3aBUCHUMOCTH :

—dC;/dV = k,C;; (1)
—dAg/dV = kg, (2)

rpe k; u k, — KoHCTaHTEI; AQ — pasHMIA MeX/Jy IUIOTHOCTAMHU PacTBOpA
U BOJBI.

Wurerpupys ypasHenus (1) u (2), mosydaem saBucumoctu ln C; u In Ag
or V B BuJe NUHEHHOU perpeccuu y = by + bV

InC;,=1InCy — k,V; (3)
In Ag =1In Agy — &,V, (4)
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rge Co; ¥ App — COOTBETCTBEHHO KOHIEHTPAIlMd KOMIIOHEHTa U Pas3HUIa
IJIOTHOCTEM, AOCTHUraeMbie MPU NMPUOIHKEHHU oOBbeMa pacTBopa K HYJII.

Kosdbdbunuenter ypaBHenuit (3) u (4), BbluMciieHHBle njsi 1 crynenn,
npezncraBieHsl B Tabia. 2. Ilonyyenusle Benudunbl Co; u Aog; (exXp. bo) 3aBu-
CAT OT COXEep)KaHUA B CyJb(haTH3MPOBAHHOM 30Jie MeTajlla B BHJAE pac-
TBOPUMOI'O COEIUHEHHS, OT CKOPOCTH €ro pacCTBOPEHUS, CKOPOCTH IIPO-
IIyCKaHUA pacTBOpa ¥ AJUHBI KOJOHHHBI.

Tabauuya 2. Koapdunuenrs: ypasaenni (3) u (4) nuaa I crynenn nepkoisnnoOHHOr0
BHILIEAYA BAHUSA
Table 2. Equations (3) and (4) coefficients for the 1st stage of percolative leaching

Iloxasarens KoadbduueHTs Koabduuuenr CranmaprHOe
= KOpPeJsiAn OTKJIOHEHHE
bo b z Y
Ti 1,95 + 0,27 2,18 + 0,20 0,992 0,22
Mo —0,26 + 0,18 2,21 + 0,13 0,996 0,15
v 0,58 + 0,16 1,94 + 0,12 0,996 0,13
U —1,39 + 0,15 1,82 + 0,11 0,996 0,12
Fe 4,81 + 0,08 2,09 + 0,06 0,999 0,07
Al 3,89 + 0,32 1,83 + 0,23 0,984 0,26
H»S0, 4,70+ 0,27 1,92 + 0,20 0,989 0,22
Ao 6,71 + 0,20 1,89 + 0,15 0,994 0,16

Tabruya 3. Koaddunuentsr ypapHenus (3) s KOHUEHTPALMHE Kee3a |
ypaBHeHHusA (4) NI NJOTHOCTH PAcTBOPa Ha PasHBIX CTYNEHIX

Table 3. Equation (3) coefficients for the concentration of iron and equation (4)
coefficients for the density of the solution in different stages

Crynenb Koadbduuuenrsr Koasdbdummenr CrangaprHOe
— ——— KOPPeJIAIH OTKJIOHEHUE
bo by r Yy

KonmenrTpanusa xKenmesa

1 4,81 + 0,08 2,09 + 0,06 0,999 0,07

11 4,97 + 0,11 1,23 + 0,05 0,998 0,08

111 4,63 + 0,10 0,89 + 0,04 0,997 0,10

v 5,43 + 0,28 1,12 + 0,12 0,976 0,42

v 4,91 + 0,09 0,71 + 0,03 0,996 0,10

VI 5,34 + 0,29 0,92 + 0,10 0,973 0,33

VII 5,25 + 0,59 0,80 + 0,16 0,962 0,36

VIII 5,20 + 0,16 0,81 + 0,05 0,992 0,18

IInorHOCTE pacTBOpaA

1 6,71 + 0,20 1,89 + 0,15 0,994 0,16

1I 7,06 -+ 0,08 1,23 + 0,03 0,999 0,07

111 6,73 + 0,11 0,90 + 0,04 0,997 0,10

v 6,90 + 0,12 0,84 + 0,04 0,996 0,13

v 6,68 + 0,08 0,60 + 0,03 0,996 0,09

VI 7,04 + 0,31 0,78 + 0,10 0,969 0,34

VII 6,81 + 0,21 0,64 + 0,07 0,978 0,23

VIII 6,95 -+ 0,26 0,72 + 0,08 0,973 0,29

BhisiBJIeHHOE HAa OCHOBE 3KCIEPHUMEHTAJIbHBIX NAHHBIX PaBEHCTBO KO3(-
dumuenTa b; i Bcex H3ydYaeMBIX IIOKasartened (k; = k9= 2,0 + 0,2)
CBHUIETEJIBCTBYET O TOM, YUTO IIPU MEPKOJSANHU CYJb(HaTU3UPOBAHHON B30JIBI
He IMIPOMUCXOAHUT O0OralleHusA (PPAKIUN KAKUM-JIHO0 OLJHUM KOMIIOHEHTOM,
TO €CTh B IIpPOIlecCe OTCYTCTBYET CeJEeKTHUBHOCTh. Cyasi mo OJZMHAKOBOH
CKOPOCTHM BHIL[eJJAYMBAHUS BCEX KOMIIOHEHTOB, MOXXHO IIPEAIOJOXKHUTH,
YTO B JaHHBIX ONbITaX BeJUYHMHA k; U K, OIperesIAeTCs CKOPOCTHIO IIPO-

' XOXKIEHUs pacTBopa.
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3aKOHOMEPHOCTH, YCTAHOBJIEHHBIe nJsi | CTymeHH, NIPUMEHHUTEIbHO
K OCTaAJIbHBIM HECKOJBKO H3MEHSIOTCSH, YTO OO0YCJIOBJIEHO IIpUOaBIeHUEM
K cyJabdpaTusnupoBaHHOM 3oJsie Ha 11—VIl crynmerHsix HeompeeieHHOI'O
KOJIMYeCTBa MaTOYHOI'O0 pacTBOpPa KPHCTAJIJIM3aLMHU OT INpesBIAyIed CTy-
meHu. PaccMoTpuM 3TO HA MaTepuaje TabOJ. 3, TAe LIS BCeX CTYIeHEeH
NpUBEAEHBl KO3 (UIHeHTHI ypaBHeHUU (3) u (4) masg ABYX U3 H3Mepsie-
MBIX IIOKa3aTeJiel — KOHIEHTpalui JKejiesa M IJIOTHOCTH pacTBopa.
BupHo, uTO H3-3a npubaBileHHWsS K HCXOJHOMY MaTepuayy Bce 0oJiee
KOHIIEHTPHPOBAHHOT'O MAaTOYHOIO pacTBOpa k; CYIIEeCTBEHHO CHHMKaeTcsHd.
OrMeruM, OZHAKO, YTO BBUAY HebOoublIOro ymuciaa (n = 5—7) dpaknuii,
MMOJIYYEHHBIX Ha KaXJA0W CTYIEHH, TOYHOCTHb OINPEHeJIEHUsI BTOr'0 KOoad du-
IIMeHTa He CJMIUKOM BejuKa. VI TeM He MeHee M3 paBeHCTBA 3HAYEHUU
koo unueHTa k; 41 BCeX KOMIIOHEHTOB Ha KaJOW OTHEJIbHOH CTyII€HU
BBISIBJISIETCH, YTO COOTHOIIEHHE KOHIEHTPAI[Ui JII0O0W ITapbl KOMIIOHEHTOB
HE 3aBHCUT OT oObeMa pacTBOpa W [JId KaKAOW KOHKDPETHOW cyJybhaTu-
3UPOBAHHOM 30JIBI ABJISETCS ITOCTOAHHOW BeJIMuuHOW. Ha OCHOBaAaHHUM 3TOTO
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Puc. 2. Cxema nepBBIX [ABYX CTYIEHEH MHOIOCTYIIEHYATON MMEPKOJIS-
MY, KOTZa U3 CUCTEMEI BEIBOASATCH TOJBKO (QUIBTPATHI IIEPBUYHOTO
pacTBopa ¢ MmJIoTHOCTBIO ~1,4 T/M°

{‘ig. 2. Scheme of the first two stages of multistage percolative
eaching process where only the filtrate from primary solution with
density ~1.4 t/m”® is lead out of the system
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MOXKHO CeJIaTh BBIBOJA O TOM, YTO IIPOIECC II€PKOJISAIUN SOCTATOUYHO KOHT-
POJIMPOBATH TOJIBKO 110 OJHOMY IIOKAa3aTeJl0, a KOHIEHTPAIlUH OCTAJJIbHBIX
KOMIIOHEHTOB JIETKO HAWTH NpPH NOMOILY KO3GGDUUHUEHTOB k;, WM ki IO
dbopmyie

Comdudtnlinls (5)
Q

rae kig — C()i/ AQO; kij — COi/COj'

B Tab:n. 4 npuBefieHB! BeJMYUHBI R, AJIA HCIOIL30BAHHOTO HCXOILHOTO
MaTepuaJia, yCTaHOBJIEHHBbIe II0O pe3yJbTaTaM aHAaJu3a BCeX QpaKIui,
B KOTOPBLIX He NPOMCXOAHUJIO BBEIAesleHUA KpuctayyioB (n or 40 go 50).

Tabauya 4. KoaddunueaTsH 32 BACHMOCT M KOHIIEHT DAl ¥ KOMIIOHEHTA B PacTBOpPE
(xr/m%) T ero maornocTH (1 /M°), ypasuenue (5)

Table 4. Coefficients of the dependence of component concentration in solution
(kg /m®) on density of the solution (t/m?®), equation (5)

KomnoneHT kig Koadpdunuent CranpgapTHaoe
KODPPEeJIA IHH I oTkJosenue C;

Ti 7,62 + 0,10 0,998 0,05

Mo 0,811 + 0,020 0,991 0,011

v 2,16 + 0,02 0,999 0,010

U 0,318 + 0,003 0,999 0,002

Fe 130,8 + 1,4 0,998 0,8

Al 66,00 + 0,65 0,998 0,36

H>S04 138,3 + 1,7 0,997 1,0

Honyqenue AJIIOMHH HEBO-KAJIHEeBbIX KBAaCI(OB

@unbTpaThl MEPBBIX () PaKI[Uii PACTBOPOB BHIIIEIAYMBAHUA C NJIOTHOCTHIO
ot 1,502 (65 °C) mo 1,593 (75 °C) mpu oxJjia’XJJeHUH pacTBOpa 3acCTHIBAaJIH,
IpeBpallasick B TPYAHODUIBTPYEMYIO CyIb(daTHYIO Maccy, COAEepKallyio
B cpegHeM 4—9 9% FesO3 u 4—8 9%, Alx0s. ITocie ofHOKPATHON IIepEeKpUC-
TaJNU3alUU U3 Hee ObLIO mosiydeHO 710 r GecuBEeTHBIX KPHUCTAJIJIOB AJIIO-
MUHHEBO-KAJUEBBIX KBACIOB, B KOTOPHIX 6b10 1—3 9% FeO3 u 8—9 %
Al)O3. I3 puasTpaToB BTOPHIX M TPETHUX (PPAKIHA PACTBOPOB C IIJIOT-
Hoctbio oT 1,290 (25°C) mo 1,405 (60 °C) mocye oxXnmakgeHUS U OTCTAMBa-
HHUSI BBIKDHCTAJIJIN30BBIBAJIUCH OECI[BETHBIE KPHCTAJJIBI KBACIOB C aHa-
JOoruYHBIM comepxkanueM FesO3 u AlyO3. CyMmapHEIH BEIXOJ TAKUX CHIPBIX
KBAaCIIOB IIDH BBIIIEJAYUBAHHUU 7 KI CyJab(daTU3HUDPOBAHHON 304bI (5,4 Kr
MCXOAHOM 30ibI) cocTaBua 1,053 kr, unu 19,5 % oT Maccsl HCXOLHOMN 30JBI.
Konaunuonubsle KBacubl, orBeualomue TpeboBanusim I'OCTa, moryr GBITH
MOJIYYEeHBI TOJIBKO IIOCJIE MHOTOKDATHOH IIE€PEKPHCTAJIIU3AIHH CHIPBIX
KBacCI[OB.

O6pas3oBaHHs TPYAHODHUIBTPYEMOM, 3arpA3HEHHOW IIPUMECAMH MaCChI
cysnbdaToB MOXXHO M36eXaTh, €CJIH B CaAaMOM HauaJjie Ipoliecca NepKOJIs-
nuu obecreyuTh OTAeJieHHe B 2—3 pas3a OOJbIIEro KOJHYECTBA BBIXOIA-
mero pacreopa (Ha II—III crynensx dpakuuu 1P + 2P, wa IV—VII cry-
neHsx ¢ppaxkuuu 1P + 2P + 3P).

Ilo npex0okKeHHOM cXeMe IepKOJANUM (pHC. 2) B BHE NEePBUYHOrO IIPO-
AYKTa M3 CHCTEMBI BBIBOLUTCS TOJBKO DPacTBOP € IUJIOTHOCTHIO ~ 1,4 T/mM°,
ONTHMAJNBHOM AJIA BHIKPHUCTAJIJIM3ALHUY aAJIIOMHHHEBO-KAJUEBBIX KBAacCI[OB,
a 0GoJiee cja0OBI BTOPUUYHBLIN pacTBOp 6e3 (HILTPOBAHHUSA HAIPaBISAETCS
Ha CJEAYIOIIYI0 CTYIEHb IEePKOJSIMH B KadyecTBe BHIIEJIAYUBAOIIETO
aresra.
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BeiBOaBI

1. Ilony4YeHE ypaBHEHHUHA, OIHUCHIBAIOIIWE 3aBHCHMOCTH KOHIIEHTpalluu
HM3BJE€KaeMBIX 3JIEMEHTOB B pAaCTBOpPE BBIXOAANIEM M3 KOJOHHBEI M €ro
IJIOTHOCTH OT CyMMapHOro 00beMa MNepKOJSAIUOHHOrO pacTBopa. ¥YcTa-
HOBJIEHO, YTO BCe KOMIIOHEHThI BBIIIEJIAUYMBAIOTCA C OLUHAKOBOH CKO-
pocTho. OTCYTCTBHE CEJIEKTUBHOCTHU IIO3BOJIAET KOHTPOJIHMPOBATH IIPOIECC
NEepKOJANMK TOJBKO II0 OJHOMY IIOKaszaTesjio. HaljgeHbl K03(pdUIHEeHTHI
IJis ompejesieHus KoHueHTpauuu Ti, Mo, V, U, Fe, Al u H»SO4 mo nor-
HOCTH pacTBOpa.

2. C menplo IOJYYEHHUs IO BO3MOXKHOCTH 0oOJiee YHCTBIX aJIl0MHHKEBO-
KaJHMeBBbIX KBACIOB M PACTBOPOB C IMOBBIIIEHHBIM COJEPXXaHHEM OCTalb-
HBIX METAJIJIOB INPEAJIOKEHO BBIJEJSATh U3 CHUCTEMBI MEPKOJALUU TOJBKO
pacTBop ¢ miaoTrHocThio ~1,4 T/m° (45°C). Takoiri pacTBOp B CpegHEM
cogepxur, kr/m’: Ti 3,9; Mo 0,4; V 1,0; U 0,2; Fe 65; Al 29; HoSO4 75.

3. MakcuManbHas CTeNeHb U3BJEYEHUS METAJJIOB B PACTBOD NP MHOIO-
cTymeH4aToi meprousnmu cocraBuiua, %: Ti 66, Mo 73, V 90, U 85, Fe 74,
Al 48, K 26. 9Ty 3HaYeHUs He YCTYIAIOT Pe3yabTaTaM, IMOJY4YeHHBIM IIpU
TPYAOEMKOM MHOTOCTYIIEHYaTOM BBIMIEJIaYUBAHUMA C IIepeMelluBaHUEM
B peakropax [5]. Takum oO6pasoM, mpH HEOGXOLMMOCTU INepepabaThIBATHL
IUKTHOHEMOBEIM CJIaHel] CEePHOKHCIOTHBIM MeTozoMm [1] memecoobpasHo
BMECTO BEIIIEJAUYUBAHUA U (DUIBTPOBAHUSA BOCIIOJb30BaThCca 00Jiee pamuo-
HAJIBHBIM CIIOCOO0M — TEPKOJIAIUEeH.

SUMMARY

In the paper, the percolative leaching of alum shale’s sulphated ashes has been
discussed. Ashes received by means of Toolse deposit (Estonia) alum-shale
fluidized-bed ashing at 800 °C were used as basic material. The ashes were
sulphated using sulphate roasting process [5]. The content of metals and sulphu-
ric acid in sulphated ashes was, kg/t: Ti 3.10; Mo 0.262; V 0.561; U 0.114;
Fe 55; Al 45; K 40; Ho,SO,4 35.

For leaching experiments quartz tubes (columns) provided with hot water-
jackets were used (Fig. 1). Leaching was carried out in 8 stages using 1 kg of sul-
phated ashes in every stage. A portion of these ashes, heated up to the sulphate
roasting temperature (250—300 °C), was mixed in the 1st stage with water but
in all following stages — with the most concentrated acid solution received
from previous stage. The formed fluid paste with the temperature of about
100 °C filled up the column. Leaching of the paste took place with hot (95°C)
water (in 1st stage only) or at first with more concentrated solutions from
previous stage and then additionally with water (in all other stages) until all
sulphates were washed out from the paste, i. e. the process was continued until
the dark green solution changed colourless and reached the density of about
1.000 t/m°.

The leaching solution was collected by fractions in-graduated cylinders. Fine-
grained fixed residue (slurry) carried along with solution was filtered in thermo-
stat (95 °C) using suction filters. After that the density and chemical compo-
sition of the solution were determined (Table 1). The most concentrated primary
fractions of the solution were used for segregation of aluminium-potassium
sulphate (alum). The alum crystallization mother solutions were used for mixing
the sulphated ashes in the next stage. Weaker solution was sent there for pri-
mary leaching. A percolative leaching scheme is suggested (Fig. 2) where only
the solution with density ~1.4 t/m® (45 °C) (which turned out to be optimum
for alum crystallization) will be separated from the system. This final solution
contained, on average, kg/m?®: Ti 3.9; Mo 0.4; V 1.0; U 0.2; Fe 65; Al 29; H,S0, 75.
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In the process of multistage percolative leaching the extraction of metals
into the solution was, %: Ti 66, Mo 73, V 90, U 85, Fe 74, Al 48, K 26. The yield
of raw alum (with the content of 1—3 9% Fe;03) made up 195 kg /t per starting
ashes. Up to standard alum is received after multiple recristallization of raw
alum. The results obtained coincide with the outcome of the experiments of
multistage leaching in reactors (mixing applied) carried out earlier [5]. If alum
shale complex processing with sulphuric acid [1] is needed, we may effectively
replace the leaching and filtration with more rational percolation.

For the above-mentioned multistage percolative leaching process, the equa-
tions describing the dependence of extractive elements concentration C;in output
solution and its density ¢ on the summary quantity of percolatlve solution V
were formulated:

InCi=—InCoi— k¥,
and
In Ao =InAgo— kY,

where Ag is the difference between the densities of the solution and water. The
values of constants In Cg; In Ago, k; and k, are found (Table 2). Equality of any
kiand k,in every separate stage indicates that percolative leaching lacks selecti-
vity and allows us to find the concentration of each element in output solution
by measuring only one parameter:

Ci= kmAQ e kljcp

where k;,— Co./AQo and kij= Coi/Cos
The coefficients k;, by i = Ti, Mo, V, U, Fe, Al and H,SO, have been found
(Table 4).
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