VY cTaTTi po3rsSHYTO TEXHONOT1] padiHyBaHHs METaJIeBUX BiIXOIiB HI00iI0 3 BUKOPUCTAHHSAM
METO/1iB KUCJIIOTHOTO BUIYTOBYBaHHS 1 padyiHyBaHHS B iOHHMX po3IuiaBax. [lokazaHo mepeBaru
enexTpopadinyBaHHs B COTEOBOMY PO3ILIaBi, IO JO3BOJISE OTPUMYBATH METAJIEBUHA HI001H y BUTIISAI
MOPOIIKY.

Kurouosi ciioBa: Hi001, mepepoOKa BTOpUHHOI CHPOBUHH, padiHyBaHHs, IOHHUN PO3ILIaB.

The technology of refining scrap metal niobium using the methods of acid leaching and refining in
ionic melts are represented. The benefits of a salt electrolytic refining melt, allowing to obtain niobium
metal in powder form, are showed.

Keywords: niobium, recycling of secondary raw materials, refining, ionic melt.
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N3YYEHUE TEXHOJIOI'MYECKUX ITAPAMETPOB ITPOLHECCA
MN3BJEYEHUSA ®TOPUCTOI'O BOJAOPOJA U3 PACTBOPOB
HNO;3; - N,O4— H;0 — HF - HsPO, METOZIOM OTAYBKHA

B crathe paccMoTpeH Iporiecc U3BJICUEHUsT PTOPHCTOTO BOIOPOIa METOIOM OTJTYBKH BO3JyXOM M3 CHUC-
tembl HNO3; — N,O4— H,O — HF — H3PO,. PaccMoTtpena 3aBUCHMOCTE CTEIEHU U3BJICUEHHS OT PSAJIa TEX-
HOJIOTMYECKHUX TMapaMeTpoB (JIMHEHHOW CKOPOCTH TMOTOKA, KOHIEHTPAIUU KUCIIOTHI, TUIOTHOCTH OpOIIie-
HUS, YUCTIa SUHUIL IepeHOCa U T. JI.)

KaroueBsble c10Ba: HUTpaTHAS KUCIIOTA, YTHIIM3ANUs, GTOPUCTHIA BOJOPOJI, OKCHJIBI a30Ta, BhIJIE-
JICHUE.

Berynienune. Hexonmumumonusie pactBopel HNO3; — N,O4 — H,O — HF —
H3PO, skOHOMHYECKH BBITOJHO IepepadaThIBaTh HA JICHCTBYIOIIEM arperare mpo-
M3BOJICTBA HEKOHLUECHTPUPOBAHHOW HUTPATHOM KHUCIOTHI. OAHAKO MPH 3TOM BO3-
HUKaeT MpoOjeMa MCIOJIb30BaHUS MPOIYKIIMOHHOM KHUCIIOTHI, CoAepkKaiien ¢ro-
PUCTBIM BOJIOPOJI, a TakXKe B IpoIlecce pa3daBlIeHHMH pacTBOpa OYEHb PE3KO BO3-
pacTaeT Koppo3usi KOHCTPYKIIMOHHOTO MaTepuraia abcopOIMOHHON KOJIOHHBI.

OIHUM M3 peIICHUM MOCTABJICHHOW 3aJlauM SIBJISICTCSl MPEABAPUTEIBHOE U3-
BJIeUeHHE (DTOPUCTOTO BOJIOPOA B MPOIyBAEMOM BO3IyXOM KOJIOHHE, YTO MO3BO-
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JUT MOJYYUTH BOJHBIA paCTBOP HUTPATHOU U POCHOPHOM KUCIOT, KOTOPHIA MOXK-
HO TIepepaboTaTh B MUHEPAIbHBIE YIOOPECHHS WIH JUKBUAUPOBATh TEPMUUECKUM
METOIOM.

Cocrosinue npoodJiembl. M3yueHnto GU3NKO-XUMHUECKIUX CBOWCTB CHCTEMBI
HNO3;— N,O4— H,O — HF — H3PO,4 ocBsimién nensiii psa padot. Tak B [1, 2] mpu-
BEJICHBI JaHHBIC IO PACHPEEIICHUIO JTaBICHUI MapoB KOMIIOHEHTOB B IIUPOKOM
Jrana3oHe KOHIEHTPAIMI U TeMITepaTyp.

B HacTosmuii MOMEHT yCTaHOBIIEHO, YTO TPU BHICOKOM COJCPKaHHUH TIJIaBU-
KOBOW KHCJIOTHI B CHCTEMe razoBas (pa3a MPaKTUIECKH TMOJTHOCTHIO COMCPKHUT
JIMIIG TTaphl BOABI U PTOpUCTOrO Bojopona [3 — 7]. OgHako, OTMETHM, YTO B BOJ-
HOM pacTBOpe HUTpaTHOU U (PocPopHON KUCIOT pacTBOPUMOCTH (YTOPUCTOTO BO-
nopona mipu temmeparypax ot 313 K go 333 K moctatodHo BhICOKa BCIIEACTBHE
€ro CrocoOHOCTU K 00pa30BaHHUIO0 KOMIUIEKCHBIX COCIMHEHUH.

[Toeimenue Temmepatypsl oT 333 K 10 353 K, a ocobenno m0 383 K cmoco6-
CTBYET YBEJIMYCHHIO JIaBJICHUS MapoB (PTOPUCTOrO BOJOpOaa OT 5 1o 8 pa3 u pas-
PYIICHUIO, 00Pa3yIOMIMXCS MPU OTHOCHTEIBHO HU3KOW TeMIepaType COSTUHEHUN
B a30THOPOCHOPHOKHUCIBIX PACTBOPAX.

B 1O e BpeMs naBliecHHE MAapOB HUTPATHON KHUCIOTHI M BOJBI BO3PACTACT
auub B 4 — 5 pas.

Takum 00pazoM, W3 MPUBEIECHHBIX JAHHBIX BUHO, 9TO (PTOPUCTHIN BOIOPOT
MIPY TIOBBIIIIEHHBIX TEMIIEpaTypax U3 BOIHBIX pacTBOPOB HUTPATHOU U (PochopHoit
KHCIIOT JIETKO TIEPEXOJIUT B Ta30BYIO (pa3y.

Heab uccienoBanmnii. YCTaHOBJICHUE 3aBUCUMOCTH CTENEHU yaalieHus: (To-
pucroro Bojgopoaa u3 cucteM HNO3z — N,O4— H,0O — HF — H3PO,4 meTogom oTmyB-
KH OT TEXHOJIOTHYECKUX U THAPOANHAMUYCCKUX TTapaMeTPOB TpoIecca.

Marepuajibl U pe3yJbTaThl HcCaeR0BaHuii. VccienoBanrue mpoBoauian Ha
YCTaHOBKE, U3TOTOBJIECHHON U3 (TOoporiacta u JsaboparopHoro crekna. Ha puc. 1
MPEICTaBIICHA MPUHITUTTHATBHAS CXeMa YCTAaHOBKH.

[TpoxyBKY pacTBOPOB OCYIIECTBIISUIH MPU aTMOCHEPHOM JaBIICHUU B Haca-
nounoi kononue 2 quamerpom 0,03 m u BoicoToit 0,8 M. Hacankoit cmyxunu ¢ro-
pOIUIACTOBBIE KOJIbIa Parmmra pasmepom (5 x 5 x 2)-10™ M. BbicoTa cl10st Hacaaku
B KoJIoHHE cocTaBisuia ot 0,25 1o 0,62 M, uro coorBeTcTBOBasiO OT 4 10 10, SKBH-
BaJICHTHBIM TEOPETUYCCKUM TapeikaMm (enuHuIaM nepeHoca) ¢ Bbicoroit 0,062 M.
Yucio TeopeTHIecKuX Tapesiok (eIUHUI] TepeHoca) ObUIO OTPE/IeICHO Ha OCHOBA-
HUW JTaHHBIX TI0 ()a30BOMY PaBHOBECHIO JKHUJIKOCTh-Ta3 TICEBAOOMHAPHON CHCTEMBI
(HF — xonnentpupoBannas HNOs; HF — Bo3nyx), koTopoe ObUTO YTOYHEHO MPH
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ucnbITaHUU 3PHEKTUBHOCTH PaOOTHI KOJIOHHBI ITPU PA3IUYHON BHICOTE HACAJKH HA

STaJIOHHOH cMmecH [8, 9].

%{ P-P Ha OYUCTKY

Bo3myXx+HF+NOx
1/
H,0
BO3AYX OUHILIECHHBIN
H,0
I— HO
S |
2 H,O | }
OYMLIEHHBIH p-p ﬁ% 4
Ca(OH),

Puc. 1 — IlpuHiunuanbHas cxeMa YCTaHOBKH JUISI U3Y4EHHS Mpollecca M3BICUYCHUS (PTO-
puctoro Bogopoaa u3 pactBopoB HNO3z — N,O4 — H,O — HF — H3PO4: 1 — HanopHasi eMKOCTb;
2 — IPOyBOYHAs! KOJIOHHA; 3 — IPUEMHHUK; 4 — CAaHUTApHAs EMKOCTb.

Hccnenyempblil pacTBOp U3 HAIOPHOM €MKOCTH 1 mojaBanu B BEPXHIOIO 4acTh
MPOYBOYHON KOJIOHHBI 2, CHAOKEHHOU pyOaIiKkoi, 4epe3 KOTOPYI IMHUPKYIHPO-
Bajla TEPMOCTATHPYIOMIAS KUIKOCTh. B HIKHIOIO 9acTh MPOYBOYHON KOJOHHBI 2
nojgaBanu Bo3ayx. [lo mepe nBUMKEHUSI pacTBOpa CBEPXY BHU3 MPOUCXOJUIIO BBI-
JIEJICHHE U3 HEero (PTOpUCTOro BOJAOPOJA, OKCHUIOB a30Ta, HEOONBIINX KOJUYECTB
HUTPATHON KHUCIIOTHI U BOAbL. BomHblll pacTBOp HUTpaTHOU U (HochOpHOI KUCIOT
cobupamu B mpuemHuke 3. Temmepatypa B kKoioHHe 2 cocTtaBimsia oT 303 1o
323 K. I'a3sl U3 BepxHEH YacTH MPOITYBOYHON KOJIOHHBI 2 MOCTYIA B CAHHUTAP-
HYIO KOJIOHHY, 3aIlOJIHCHHYIO CYCIIEH3UEN TMAPOKCUIa Kanblus. B xone skcnepu-
MEHTA 3aMEPSUIN TEMIIEPATYPY B HUKHEU M BEPXHEN YACTAX MPOJTYBOUYHOU KOJIOH-
Hel 2. [lo okOHYaHWM TIpoIlecca YCTaHABIMBAIN KOJIWYECTBO M3PACXOTOBAHHOTO
pacTBOpa U 00pa30BaBIIErOCs OTIYTOrO MPOAYKTA.

Pe3ynbTaThl MPOBEIEHHBIX HCCIEIOBAHUN MPEACTABICHbl B TalOlMile M Ha

puc. 2 — 4.
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Tabnuia — 3aBucuMocTs U3BIeUeHus Gropucroro Bogopoaa u3z pactBopoB HNO3z — No,O4 —
H,0 — HF — H3PO,4 ipu nuneitHol ckopocTu razos 0,3 m/c u temneparype 313 K

N, Mac. MaccoBoe coaepxanue HF, %
grcno enuuul] nepeHoca | HNOs, IInotHOCTS Opourerus I1.0., kr/(mM°4)
% 1360 | 2040 | 2720 | 3400 | 4080 | 4760 | 5440
90 0,10 | 0,23 | 0,18 | 0,23 | 0,29 | 0,36 | 0,44
4 94 0,07 | 0,20 | 0,15 | 0,20 | 0,26 | 0,33 | 0,41
98 0,04 | 007 | 0,12 | 0,26 | 0,22 | 0,29 | 0,37
90 orc. | 0,02 | 0,05 | 0,08 | 0,12 | 0,16 | 0,21
6 94 - - orc. | 0,03 | 0,06 | 0,10 | 0,16
98 - - - orc. | 0,03 | 0,05 | 0,08
90 - orc. | 0,03 | 0,06 | 0,09 | 0,23 | 0,18
8 94 - - - orc. | 0,02 | 0,06 | 0,10
98 - - - - orc. | 0,03 | 0,07
90 - - - orc. | 0,03 | 0,07 | 0,13
10 94 - - - - orc. | 0,04 | 0,08
98 - - - - - oTC. 0,05
HF.,%0,5 i
0,4 -3}
{La l-“'. 3 ',
0,2 AV N
0,1 fone ) L F
0 e NS o Sy
0 02 04 06 08 1,0
W.M/c

Puc. 2 — 3aBucumocts MaccoBoro conepkanuss HF B pacTBope OT JTHMHEHHOW CKOPOCTH
razoB B mnponayBouHoil kosonne npu T = 313 K Ha 6 ex. nepeHoca mpu pa3iMyHbIX MIIOTHOCTSX
opomienus, Kr/(m -4) u mMaccoBbix KoHieHTpauusx HNOs (% cootBerctBenHo): 1 — 4080, 98;
2 — 5440, 98; 3 — 4080, 90; 4 — 5440, 90

Ha »¢ddextuBHOCTS pabOTHI MPOYBOYHOM KOJIOHHBI CYIIECTBEHHOE BIUSHUE
OKa3bIBaCT, MPEXKJE BCEro, JMHEHHAs CKOPOCTh Ta3oB. M3 3kcmepuMeHTaIbHBIX
JAHHBIX, MPEICTABICHHBIX HA PHC. 2 BUIHO, YTO MPH MOCTOSHHBIX TEXHOJIOTHYC-
CKHMX TapameTpax Mpolecca MpoayBKU pacTBOPa BO3AYyXOM YBEIUYEHUE CKOPOCTH
ra3oB BeJET K CHIDKECHHUIO B HEM KOHIICHTpaluu (PTOPUCTOrO BOJOpOaA, T.€. d(-
(heKTUBHOCTH Pa0OTHI KOJOHHBI BO3pacTaeT. Tak, HampuMep, MpH IJIOTHOCTH OPO-

weHnst, paBHoit 5440 kr/(M°4), Ha 6 eXMHULAX [EpPEHOCA TIPU YBETHICHHUH JTHHET-
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Hol ckopoctr Tra3zoB oT 0,1 mo 1,0 M/c maccoBoe conepkanue HF B pacTBOpe ¢
MaccoBoii koHneHTpaieir HNOjz, paBuoit 90 %, nonmxkaercs ot 0,48 mo 0,12 %.

HF.%0,5 .
o3
u‘4 I T T 1+ -‘--/ 4 1
_z‘ F
0.3 | | L
[}-2 . | . |, - f._,-‘,... . ..'3 |
0,1 | e—=T T = 2
- I - ™ :_ t lEI
ﬂ -

- : : - i 1
1000 2000 3000 4000 35000 6000
I1.0., kr/{m*u)
Puc. 3 — 3aBucumoctb MaccoBoro cozepxkanust HF B pactBope OT IJIOTHOCTH OpOIICHHS

npoayBouHoi kojoHHBI ipu W = 0,3 mM/c, T = 313K, pa3nuuHbIX yucliaX €JUHHUIL NIEPeHOCca U
MmaccoBbix koHneHTpamnusx HNOsz, %: 1-8; 98; 2-5; 98; 3-6; 90; 4-4; 98; 5-4; 90.

HF,% 0.5
041 i et
b - 1 - ‘?
03 10
' : 3
ﬂ,z * - s = T
R e e e
bWl — 3=l
* L 3 L ] 3
0 e ._l 12
90 92 94 05 9% 100
C HNO3.%

Puc. 4 — 3aBucumocTh MaccoBoro conepkanus HF B pacTBope 0T MaccoBO KOHIEHTpa-
u HNOj3 B mpoayBounoit kononne npu W = 0,3m/c, wiotHoctu opotienus 5440kr/(m -u),
pa3NMYHBIX YMCIAaX eIUHMII MepeHoca W Temreparypax cooTBerctBeHHo: 1-10;323; 2-10;313;
3-6;323; 4-4,313; 5-6;303; 6-4,323; 7-4;313; 8-4,303

Cyns no xapakTepy KpUBBIX MOXHO OTMETHUTh, YTO ONTHUMAJIbHOU JIMHEWHOU
CKOPOCTBIO Ta30B ABISIIOTCS € 3HadueHus B mpenenax ot 0,2 mo 0,4 m/c.

3ameTHOoe BiIUsiHUE Ha 3(P(EKTUBHOCTh pabOThI KOJOHKH OKa3bIBA€T TaKXKE
IJIOTHOCTH OPOIIICHHS. DKCIIEPUMEHTAIbHEBIC JaHHBIC, MPEACTABICHHBIC HA PUC. 3
MOKA3bIBAIOT, YTO C MOHWKEHUEM TUIOTHOCTH OPOILIECHUSI TPOUCXOIUT YMEHBIIICHUE
KoHueHTpauu HF B mponyBaemom pactBope. Hampumep, ¢ ymMeHbIIIEHHEM IJIOT-
HOCTH opomeHust oT 5444 o 1360 kr/(M%-4) Ipu MpoxyBKe PacTBOPa, COAEpIKALIC-
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ro 90 %-10 HUTPATHYIO KUCTIOTY, Ha 4 eUHUIIAX TIEPEHOCA MACCOBOE COJICPKAHUE
dbropuctoro Bogopoaa cumwkaercs ot 0,44 mo 0,10 %.

CylecTBeHHOE BIIMSIHHE Ha Tpoiiecc m3BiedeHuss HF Oka3bIBalOT KOHIICH-
TpaIus HUTPATHON KHUCJIOTHI B UCXOJHOM PacTBOPE, TEMIIEpaTypa M YUCIIO €AWHHIL
nepenoca. U3 puc. 4 BumHO, 4TO Ha 4 eIUHUIAX TIEPEHOCA MPHU IMOCTOSHHON TeM-
neparype 303 K, mwroraoctr opomenust 5440 xr/(M%4) u nuHEHHOI CKOpPOCTH ra-
30B 0,3 M/c MmaccoBas konuenrpanus HF B pactBope mis 90 %-it HNO;3; coctaBis-
et 0,48 %, a ms 98 %-it HNO; — 0,41 %.

[Tpu yBemuuenun Temmepatypsl npu ycinoBusx ot 303 mo 323 K maccoBas
koHrenTpanusax HF mormxkaercs ot 0,48 mo 0,40 %. C pocToMm 4ymcia eUHMUIL Tie-
peroca ot 4 10 10 mpoucXoauT CHMXKEHHE MaccoBOro conepkanus HF B mpony-
BaemoM pactBope i 90 %-it HNO; ot 0,48 no 0,08 %, 94 %-it HNO;3 ot 0,45 no
0,03 % u 98 %-it HNO3 ot 0,41 % no moyiHOTO M3BJIEUEHUS (PTOPUCTOTO BOJOPO-
na.

M3 1oy4YeHHBIX SKCIIEPUMEHTAIBHBIX TAHHBIX BHJIHO, YTO HauboJiee MpueM-
JEMBIMU TIapaMETPaMH IPOIEecca W3BJICUCHUN (TOPUCTOTO BOAOPOJA SBIISIOTCS:
auHeHas ckopocTh razoB — ot 0,2 mo 0,4 m/c; totHOCTH opomienus — ot 3000 1o
4000 kr/(M%u4); uncno exuHUL MepeHoca — ot 6 10 8; Temmeparypa — ot 313 1o

323 K 1 maccoBasi KOHIICHTpAIUsI HUTPATHON KUCIOTHI B UCXOJHOM PAacTBOpPE — OT
96 no 98 %.

BriBoJbI.

OrnpezneneHsl YCI0BUS MOJHOTO BhIAEIECHUS (HTOPUCTOTO BOJAOPOJA U3 BOA-
HBIX PACTBOPOB HUTPATHON KUCIIOTHI U OKCHJIOB a30Ta, coaepkamux HF u HzPO,,
METOJIOM MPOJYBKH BO3JLyXOM U YCTAHOBIICHO, YTO 3(hPEKTUBHOCTH pabOTHI KO-
JIOHHBI 3aBUCUT OT JIMHEHHON CKOPOCTH ra3oB, MIIOTHOCTU OPOUIEHUS, YUCTIA €/IH-
HUII IEPEHOCA, TEMIIEPATYPHI, COJEPKAaHUS BOJIbI B UCXOJHOM PacTBOPE.

Pe3ynbTaThl HCClIeI0BAaHUI PEKOMEHIOBAHBI JI pa3pabOTKU YKOHOMUYECKHU
U DKOJIOTUYECKH OOOCHOBAHHOM TEXHOJIOTUM YTUIM3AIMKU CUCTEM HA OCHOBE KOH-
LEHTPUPOBAHHOW HUTPATHOU KUCIIOTHI.
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H3ydenne TeXHOJOTHYECKUX MApPaMeTPOB Mpolecca u3BJedeHUs: (PTOPUCTOrO BOJOPOAA W3
pacrBopoB  HNO; - N,O, - H,O - HF - H3PO, meromom ornyskm / I .H. I'PHHD,
B.A. IOHOMAPEB, A.A.JIOBOHKO, H.B. KOHIOBEI] /| Bicaux HTY «XIII». — 2012.
— Ne 63 (969). — (Cepist: Ximist, ximiuHa TexHomorist Ta ekonoris). — C. 81 — 87. — bubnuorp.: 12 Hass.

VY cTarTi po3risSHYTO MPOLEC BUIYYCHHS (DTOPUCTOrO BOIHIO METOAOM OTAYBKH TOBITPSIM 3 CHC-
temu HNO3-N,0,4-H,0-HF-H3PO,. PosrisiHyTa 3aeXHICTh CTYIIEHS BUIIYYIEHHS Bifl pSAY TEXHOIOTIYHHIX
napamerpiB (JIiHIMHIA MIBUIKOCTI MOTOKY, KOHIICHTPALIii KUCIOTH, TYCTHHHU 3DPOIIYBaHHS, YACIIA OJUHHIIb
MePEHECCHHS 1 T. 11.)

Kuaro4oBi cjioBa: HiTpaTHa KUCIIOTa, YTHII3AMiA, (PTOPUCTHIA BOJIEH, OKCUAM a30TY, BUIUICHHS

In the article the process of extraction a ftorovodoroda method is considered by otduvki air from
the system of HNO3z-N,04-H,O-HF-H3PO,. Dependence of degree of extraction from the row of
technological parameters is considered (to the linear flowrate, concentration of acid, closeness of
irrigation, number of units of transfer and t. of d.)

Keywords: hydrogen nitrate, utilization, hydrogen fluoride, nitrogen oxides, excrete
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