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AKTYanbHOCTb VCCIIE0BAaHMS 0DYCI0BIEHA TEM, YTO B aTOMHOM SHEPreTvke TpebyeTcs SAEPHO-YUCTbIN UMPKOHWM, COREPXALLMI He
bonee 0,01-0,05 mac. % ragpHus, T. K. NOCNEAHWI MMEET BbICOKOE CEYEHME 3aXBaTa «TEMIOBbIX» HEUTPOHOB. «Cyxas» pTopuaHas Tex-
Honoruns nepepaboTky LMPKOHUM-COAEPXKALLETO CbIPbA COCTOUT U3 CTaamyi (PTOPUPOBAHISA NIEMEHTHBIM (TOPOM CbiPbS, O4UCTKM OT
npyMeces v pasaeneHus TeTpagTopuaoB LMPKOHUA U ragpHns, a Takxe MeTanoTepMUYecKoro noy4eHns UMPKOHNA, ragpHma v crnna-
BOB Ha 1Xx 0CHoBe. Hanboree TpyHOV onepaLmest SBSETCS 04MCTKa TeTpaghTopyaa LMPKOHWS OT TeTpagTopraa ragHus, T. K. UX CBOM-
CTBa BeCbMa bn3KM.

Llenb paboTbi: orpesenerme v nccnenoBanme Hanbonee 3hhekTvBHOro crnocoba 04ncTku TeTpagTopyaa LMPKOHNS OT ragHus, npu-
FoAHOro 4181 UCMONb30BaHWSA B MPOMBILLIEHHBIX YCIIOBUSX.

MeTopapl nccnefoBaHus: TeOPETNHECKUM PACHET U SKCepUMEHTabHOe OfpeaesieHve Ko3puumeHTa pasneneHus pTopyaos LUMpKo-
HUA Y rapHus B pacrinase hropuna Kamms.

Pesynbtartbl. [poBeneHb! pacyEThbl, KOTOPbIe M0Ka3au, Y70 UCMOob30BaHMe QTOpUAA Kams yBETNYMBAET KOIPULMEHT pasaeneHms
TeTPahTOPUAOB LUMPKOHUS 1 ragHMs MO CPABHEHMIO C BaKyyMHOW Cybnmmaumer 6e3 pa3faenmTesbHbIX areHToB, yYBendeHne Coaepxa-
HWA TOPUAA Kannsa B Pa3fensaeMor CMecv (hTopunos MPUBOAUT K YBENYeHUIO 3(HeKTUBHOCTM NpoLecca pasaeneHns 1 npy cogep-
XaHum Topuaa kamms 0,12 Mac. fonev KospuumeHT pasaeneHns JOCTUraeT MakCUMasbHOTO 3Ha4eHus, TeMnepatypa He3HaymTesb -
HO BIIVSIET Ha KO3(GDUUMEHT paaeneHus TeTpappTopuaoB LUMPKOHNS U raHUA. IKCepumMeHTbl MOATBEPAMIN PE3YIIbTaTbl PACYETa, 4TO
My HayvanbHOW KOHLEHTpaLmm Topuraa Kkanvs 12 Mac. % u creneHu cybmmanmm 68,0 %, KOIGULMEHT 04MCTKM cocTaBnseT 2,59.
HecmoTps Ha TO, YTO KO3(PUUMEHT 04nCTKI B MPUCYTCTBUM (pTOpYAA Kaimsi BOCTATOYHO BbICOKUM, OAHAKO 3a OfHY CTyneHb pa3jerne-
HIS CHU3UTb KOHLIEHTPALIMIO raghHus B TeTpagTopuae LmpkoHus ¢ 2 0 0,05 % v Hxe He yaaéTcs. [1o3Tomy Obiiv MpoBEAeHb! HECKOSb -
KO 10C/e0BaTENbHBIX MPOLECCOB CybmmaLmmn TeTpagTopuaa UMpKoHus. [ecybmimar, nonyqeHHbIN nocie AByKPAaTHOM BakyyMHOM
CybnmmaLmm TeTpagTopuaa LMPKOHUS ¢ conepxaquem ragHus 0,82 mac. %, cnekanm ¢ hTopuaoM Kaams v oABePram BakyyMHOM Cy-
bvmavn. MonyqeHHbIN AeCYOnMMaT NCCAEN0Bany Ha COLEPXaHNE B HEM ragHus, CMeLIMBa C (ITOPUAOM Kasvs, 1 Tak OnbIT MOBTO-
PAIN HECKOJIbKO Pa3. VI3 pe3ynbTaTtoB OMbITOB CNEAYET, YTO, XOTA 3HPEKTUBHOCTb OYUCTKM CHUXAEETCS M0 Mepe yMEHbLLIEHNS KOHLeH-
TPAaLMK ragHIsl, JOCTATOYHO LIECTY LIMKIIOB OYMCTKM AJTS MOMTYHEHIIs TETpagTopyaa UMPKOHMS PEaKTOPHON (SAEPHON) YUCTOTHI.
BbiBogbl. [TpeanoxeHs! v CCIEA0BaHbI METOAbI Pa3feneHus TeTpapToOPUA0B LUMPKOHIS M ragpHNSA 13 TOPULHBIX PaCrIaBoB C LU0y -
HbIMY MeTannamu. bbiio nokasaHo, 4To Ko3(PUUNEHT pasneneHvs TeTpagTopyaos AOCTUraeT 3HaveHms 2,59. 1ot meTos no3sossaer
MOJy4nTb TeTPaPTOPUL LUMPKOHNA PEAKTOPHOIO Ka4yecTsa.

Knroyesbie cnosa:
TeTpachTopual UMPKOHUSA, TeTpagTopums racpHus, hTopua Kamms, pacnnas, CopOLMOHHOE PasaeneHue, KOIMDULIMEHT Pa3AENeHNS.

BBepeHune

[upxonuit, conepsxaruit He 6oaee 0,01-0,05 mac. %
rayHua TpedyeTcs I IpUMeHeHus B aepHO sHep-
TeTuKe, T. K. MOCTEJHUN WMMEET BBICOKOE CEUueHUe
3aXBaTa «TeILTOBLIX» HelTpoHoB [1-3]. B CeBepckom
rexHosornueckoM uHctutyTe HUAY MUDU nposo-
IATCSA WCCJENOBAHUA 1O PaspaboTKe «CyXoi» (ro-
PUTHOWM TEXHOJOTMN TEePepabOTKN Pa3JIUYHOTO I[UD-
KOHUI-COJIEPIKAIIET0 CHIPhsA, KOTOPad BRJIOUYAET CJie-
IVIOIIYEe OCHOBHBIE CTaUU: (DTOPUPOBAHME DJIEMEHT-
HBIM )TOPOM, OYKCTKA OT IPUMECEH U Pas/ieJieHue Te-
TPa)TOPUIOB IMPKOHUA U ra(HUA ¥ METAJIOTePMHU-
YyecKoe BOCCTaHOBJIeHMe MerajuioB. Hambomee Tpyn-
HOW omepaluedl fABJIAETCA OUMCTKA TeTpadTopuma
nupronud (T®IL) or rerpadropuzpa rapuus (TDT),
T. K. UX CBOWCTBA BeCbMa OJIMBKHU.

B MupoBoii mpaKkTHKe DUPKOHUN TeXHUUECKOHN Un-
CTOTHI IIOJIYUAIOT B BUjIe TYOKU METOJaMyU MarHueTep-

MHUH, BOCCTAHABJINBAA MarHUEM TeTPAXJIOPU IIUPKO-
HHUS, U KaJbI[IEeTePMUHU, BOCCTAHABINBAA KAJIbIIEM
rerpadropun mupkouud. Comep:kaHue NUPKOHUS B
IIUPKOHUEBON T'y0Ke TEXHIUECKOHN YNCTOTHI COCTABIISA-
er 99,0-99,8 %.

Yianenue nmpuMeceil U3 METALIMUECKUX CIUTKOB
IIUPKOHUA JI0 IePHON YNCTOTHI IPOU3BOIAT CICLYIO-
IITIMHU METOJaMU:

+ TIIeperoHKa B BaKyyMe;

©  TEepPMHUYECKOe Pa3JIOKEHMe JIeTYUNX COeTMHEHNN Me-
TaJIJI0B KapOOHMILHBIM MM HOMUIHBIM CIIOCOO0M;

*+ B0HHAd IJIAaBKA;

*  BIIEKTPOXUMUYECKOEe PaQMHIPOBaHKE METAJLIOB [4].

OuucTky TeTpadTOpua IMPKOHUA OT TeTPaPTOPHU-
Ja raHIS MOKHO OCYIIECTBIATh KaK MHOTOKPATHON
BaKyyMHOH cyOamMarued TeTpad)TOpuioB, TaK U Cy-
OmMaIueii TeTpadTOPUIOB B IPUCYTCTBUY AKTUBHBIX
n00aBoK ((pTopuIOB iKeje3a, HUKEJA, K00aIbTa, Kalb-
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U ¥ IPYTHUX). B mepBoM ciryuae Ijid OUUCTKY IUPKO-

HUS 0T radHUS 10 SAePHOIN YUNCTOTHI TPeOyeTCs MpoBe-

nerre 10-12 mukaoB cybiuManuu, BO BTOPOM — IO

8 nukioB. [IpuMeHeHe YKa3aHHBIX aKTUBHBIX 100a-

BOK YBEJUUYMBAET KO3(DPUIMEHT pasfeseHnusa IUPKO-

HUA OT raQHUA ¥ COKPAIIAET YUCJIO IUKJIOB Cy0arMa-

I[UY, OFHAKO MX KOJMYECTBO OCTAETCSA JOCTATOUHO

OOJBIIIMM JIJIs MCIIOIb30BAHKS B TPOMBIIIJIEHHbIX MAaC-

mrabax [5]. Kpome Toro, ecTb TpyAHOCTH, CBABAHHbIE

C pereHepaIyel 9TUX aKTUBHBIX 100aBOK (COPOEHTOB)

TI0CJIE X UCTIOIb30BAHMS, TO3TOMY PabOTHI IO TOUCKY

OITUMAJBHBIX TI0 COCTABY U CBOWCTBAM aKTUBHBIX JI0-

0aBOK OCTAIOTCA AKTYAJIbHBIMH.

ITpu BEIOOpPE aKTUBHBIX 100aBOK (COPOEHTOB) Cie-

IyeT IPUAePKUBAThCSA CAeTYIONUX mTpaBui [6]:

1) oHU JOMKHBI YBETNUUBATH PASHOCTH OTHOCUTEb-
HBIX JIeTy4YecTell TeTpadTopuI0B IUPKOHUA 1 Tad)-
HUS;

2) CcOpOeHTBI MOKHBI OBITH MeHee JIeTYYHMMM, UeM
pasjesemMble KOMIIOHEHTHI, 0€30MACHBIME B 06pa-
[eHUH, TOCTYIHBIMA M HUMETh HUBKYIO CTOU-
MOCTb;

3) copOeHTHI HEe TOJKHBI KOPPOAMPOBATH ammapary-
DY ¥ pasjiaraThCs IPU TEMIIEPATYPaX PasieIeHud.
Hawnbouee moHO 3THM TPeOOBAHUAM YAOBJIETBO-

pdet propuz Kanuda. Bo-epBrIX, IPUCYTCTBYS B CMe-

CH pasfesideMbIX TeTpa()TOPUAOB IUPKOHUA W rad-

HUA B BUje (PTOPOIMPKOHAaTA u (proporad)HaTa Kajausd,

OH CIIOCOOCTBYET OYMCTKE IUPKOHUA OT raduu [7, 8].

Bo-BTOpPBIX, ABIAACH OTXOOM IIPY TONYUEHUH METAJI-

JITYECKOTO UPKOHUA 3JTEKTPOIUZ0M (HTOPOIMPKOHA-

Ta KaJaus, QTOPU] KajIus JOCTYIIeH U IEIIeB, a 10 TOK-

CHUYHOCTH ¥ KOPPO3MOHHOMY BO3JIEHCTBHUIO Ha 000py-

JOBaHUe OH He MPEBBIIIaeT TeTPad)TOPUIBI IUPKOHUS

u raduua. PTOPUL KA He pasiaraeTcs Ipy TeMIe-

parypax 70 1000 “C 1 npu 5ToM MMeeT HU3KYIO YIIPY-

TOCTb I1aPOB.

MeTopgb! MccnenoBaHuUs U XapaKTePUCTUKM
MCCNe0BaHHbIX BELLeCTB

Pacyém woappuyuenma paszdenenus ¢pmopudos
YUPKOHUA U 2aHUA 6 npucymcmeuu ¢pmopuda Ka-
aus. Ilpu cybmuManyuy BeImiecTB, UMEIOIINX PasJInud-
HbIEe TeMIIePaTypPhl BOSTOHKY, KOI((OULMEHT passee-
Hua K (Wi oTHOCHTEIbHAS JIeTYUeCTh) BRIPAIKAeTCs
KaK OTHOIIEHWE YIPYrocTedl IapoB HAJ UYUCTHIMU
romnouenTamu [9, 10] mo dopmyare (1)

PO
K= ﬁ, 1
2
rae P, Py — ynpyrocTu mapoB TeTpadTOpuI0B IUPKO-
HUA ¥ TaQHUA, COOTBETCTBEHHO.

Il peasibHOM OMHAPHOW CHCTEMBI, IyTEM BBeje-

HUA K03(()UIIIEHTOB aKTUBHOCTH, ITOJYUUM

0 0
— Pl e
0 0’
By,
0 0 _ -
rzie vy, ¥, — Koo UIUeHTH aKTUBHOCTY TeTpadTopu
JI0B IUPKOHUA U FaQ)HUA, COOTBETCTBEHHO.

Ilns pasbaBIeHHBIX PACTBOPOB C COZEPIKAHMEM
rauus B MupKoHUY MeHee 3 Mac. % [11] Koadduru-

)
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eHT akTuBHOCTH Mukpoxkommonenta (HfF,) 3’ mo:xHO
IPUHATH PaBHBIM 1 (HEOrpaHMUYEHHO CMEITHBAOIINX-
cA Mexnay coboit). IIpu sToM OTHOCHTENbHAS JIETY-
yecTh K, He 3aBUCUT OT cTemeHU pa30aBieHUsd, U eé
MOJKHO OIIpeieIuTh 10 (hopmy.re (3):
PO‘ 0

Ky =i 3)
rae K, — oTHOCHUTeNbHAS JIETYYeCThb A1 0eCKOHEUHO
pas3baBJIeHHBIX PACTBOPOB.

[Tpu BBegeHNY B CUCTEMY aKTHBHON [00aBKM 3HA-
YeHWUE OTHOCUTEJIbHOM JIETYUeCTH M3MEHUTCA. SaBH-
CHMOCTB MEKIY K03(Q(OUIMEeHTOM pasieeHus B IPH-
CYTCTBUM aKTHBHOH f06aBKu K, n KoaddunmerTOM
pasieneHus OMHAPHO cMecH BhIpaxKaeTcs GopMyIoit
4 [12]:

ﬂ _ Via® yg
1)
K }/f Y 2a
THE Yie Yoo — KOIDOUIUEHTHI aKTUBHOCTH TeTpadTo-
PUIOB IUPKOHUA U TaQHWUA B IPUCYTCTBUU AKTUBHON
00aBKH.
[ToxcTraBuB T0 BhIpaKeHue B (popMy.Iy (2), HOIyInM

P:L0 "V1a
B, (5)
2 Voa
Jlna pacuéra Kos(duiuerTa pasgenenus K, re-
Tpa)TOPUIOB MUPKOHUA W Ta()HUA B IPUCYTCTBUU
(ropuzma kanud, Korjga cogep:xanue Gropuga rapHUA
0osee 3 mac. %, cIeyeT UCI0ab30BaTh Gopmyny (5).
B Tom ke ciyuae, Korga comep:kanue gpropuna rad-
Hus MeHee 3 Mac. %, 4To coorBercTByeT cMecu TPI]
u TOT', nonryuenHO! myTéM (TOPUPOBAHUA IIPUPOL-
HBIX KOHIIEHTPATOB (IMPKOHA U OammesrenTa), popmy-
1y (5) MoskHO mpeoOpasoBaTh B hopmy.ry (6)

(4)

K, =

P:LO Via
R ©
T. e. KO3(QQUIueHT aKTUBHOCTU (ropuia raduua
(75,) MOJKHO IPUHATE PABHEIM 1.
Yupyroctu mapoB TeTpa@TOPHIOB IUPKOHUA U
raHUS MOKHO pacCUMTATh 110 ypaBHeHUAM [13, 14]:

IgR’=— 11597 +14,825, (7N
¢}
IgP’ =— 11?)95 +14,435, 8)

rae P Berpaskeno B I1a.

VYpaBuernue (7) IpUMEHNMO IPHM TeMIEpaTypax
889-1177 K, a ypaBuenue (8) — mpu 924-1229 K,
T. €. COOTBETCTBYIOT TEMIIEPATYPHOMY HHTEPBAIY CY-
ommmanuorHo# ouncTky TOIT or TPT (973-1123 K).

B nmreparype Her cBefeHUI 0 3HAUEHUAX K03(D-
(purueHTa aKTUBHOCTU TETPAPTOPUAOB LUPKOHUA U
rapHusA B OMHAPHOHN U B TPOIHOM cMecH ¢ (GTOPUIOM
KaJaus, M0ITOMY HCIojib3yeM (opmyay Miosnepa
[15], koTopas mo3BOJIAET MPUOMMIKEHHO PACCUUTATH
akTuBHOCTH T®I] B mpucyTcTBUM Propua Kanius 1Mo
umeromumca guarpammam cucrem KF — ZrF, u KF -
HfF,
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(1 1) [ T T—Tj
lga=AH| =—=1+AC. [23lge_ o= t]
ga=aflT ) M %87 ) O

I7le @ — aKTUBHOCTh KDPUCTAJIUBYIOIIETOCH KOMIIO-
uenta; Ty, T — TeMIepaTyphl KpUCTaLIM3anNH (TIaB-
JIEHUS) YHCTOTO KOMIIOHEHTA U CMeCH, COOTBETCTBEH-
o, K; AH — remora IIaBJIeHII YACTOTO KOMIIOHEH-
Ta, [l3/M07b; AC, — PA3HOCTD TeII0EMKOCTel YHCTO-
r0 KOMIIOHEHTA B TBEPJAOM M KUJKOM COCTOSHUH,
Iz /(Monb K).

ITepepacuét aKkTUBHOCTH C TeMIIEPATYPHI KPUCTAJ-
aquzanuu T 1o 060 TeMepaTypsl T'; MOMKHO IIPOBO-
IuTh 110 hopmyJe [16]:

Ll lg x

T tl
IJle X — MOJIbHAA 0JIA KOMIIOHEHTA B PACILIaBe.
Pesymbrare pacuéra KoapuiinenTa pasmpeaeHus
TeTpadTOPUIOB IUPKOHUA U raduus B cMecu ¢ KF,
mpoBenérnbie mo Gopmyaam (5)—(10), mpeacTaBaeHb
B Tabu. 1, a gy remmeparyp 973 u 1073 K rpaduue-

CKM IIpeJcTaBIeHbl Ha puc. 1 (kpussie 1, 2).

T
lga; =?|9a+ (10)
1

Tabnuuya 1. TepmonvHamMmyeckme XapakTepucTyki pasneneHns
cMecy TeTpagTopuaOB UMPKOHUA U ragHs B npu-
cyTCTBIM TOPMAA KaTNA

Table 1.  Thermodynamic characteristics of separation of a
mixture of zirconium and hafnium tetrafluorides in
the presence of potassium fluoride

© . L ! N

© = g5 2 Q = -

c& |3 _8g|gfsE|l s £ |g
5~ Oos=E90 |F22c| ¥ T [T w
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N IS 8083058 |k Ut ] [T
- = =0 |lg @5 2 I % 5 o
< O c a2 o HY = S 9 T S+ R
o £ 05 SsET |2~ =S58 W
= G+ TSSE|ag 2| To9 [z«
T © S £ x5838 |82 &5 T> |2 <
[ ] S © 28w laglc S £ | o
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c o = [}
SE| £& g &3 |gszs| 8 L g0
Q2 O <" 2 2 < | Z %
2 a

TOL | TOM [monb| mac. |TOL | TOM [TOL | TOT |8

ZTF | HTF [ mole |weight| ZTF | HTF | ZTF | HTF |2

0 0 100100100100 3,62
0,50 0,04 {1,00{1,00 | 111 | 11| 4,02
0,20 0,07 |1,00{0,991,25|1,24 | 4,52
0,30 0,11 |0,95{0,91 126|128 4,91
0,33| 0,12 {0,92(0,84| 137|126 | 4,96
0,40( 0,14 10,76 0,68 1,27 | 1,13 | 4,61

973 | 628 | 173

0,42| 0,15 |0,64(0,59| 1,11 | 1,02 | 4,02
0,50 0,18 |0,65[0,33|1,29|0,66| 4,67
0 0 {100(100(1,00]100| 3,64
0,10 | 0,04 [1,00{1,00| 1,11 | 1,11 | 4,04

0,20| 0,07 |0,99(0,98|1,26 | 1,22 | 4,51
0,30| 0,11 |0,93(0,80|134 1,38
0,33 0,12 {0,80(0,83[ 135|134 | 4,91
0,40| 0,14 [0,75|0,67|1,24 1112 | 4,52
0,42| 0,15 |0,63]0,58|1,08 (1,00 3,93
0,50| 0,18 |0,62|0,33|1,24 (0,66 4,53

1023 (2640|729

W3 pmamubIx, mpuBeneéHHBIX B Taba. 1 u pume. 1
(xpussle 1, 2), caenyer, UTO ¢ yBeIUUEHHEM KOHIEH-
tpanuu Gpropuga kaaud 1o 0,83 mac. goseit Koadhdu-
IIAEHT Pas3jeNeHnsa UPKOHUA OT raQHUS yBeJInYrnBa-
ercd. Ilpu nanbHeilmeM Ke PocTe KOHIIEHTPAIUU
(dropuzia Kanug oH yMeHbIIaeTcsa. Kpome Toro, Koad-
(uIMeHT pas3jeeHus 1jid OMHAPHON CUCTEMBI, COIED-

xamet TOILL u TOT, ¢ yBennyeHrEM TEMIIEPATYPHI B
unTepBase ot 973 go 1123 K npaxTuuecku He nsMe-
HseTCcsd W HAXOAWTCA B Ipefenax ot 3,62 mo 3,67.
B mpucyrerBuu propuma Kaiusd, ¢ yBeJInYeHHEM TeM-
nepaTypel KO3()QUUIUEHT pasfeseHus HECKOJIbKO
yMeHbIIIaeTcs, MPUUYEM, TeM CHJIbHee, ueM O0O0JIbIIe
KOHIIeHTpanud Qropuaa Kajaus.

3.0

=
=

G N

1 973K
2 123K

0.1 0.2 0.3 04 0.5
Maccosasn nong KF

1, 2 — pacyéTHBIC TaHHBIC; 3 — IKCICPHUMEHTAIIBHBIC TaHHBIC
1, 2 — calculation data; 3 — experimental data

KoodppumpeHT pasmenesust, K,
(¥ ¥
=

~
=)

f=1

Puc. 1. 3aBUCUMOCTb KO3(GuLMEHTa pa3peneHns oT coCcTaBa
pacriaBa v Temneparypbl
Fig. 1.  Dependence of the separation factor on melt composi-

tion and temperature

Ha ocuHoBanuu pe3ysabTaToOB IPOBEJEHHBIX Pacué-
TOB U IpauKOB, IIPeCTaBIEHHBIX HA puC. 1, MOKHO
clieJIaTh CIeAYIOI[re BRIBOIBI:

+ (propup Kanmmd yBelInunBaeT K0d9(PQUIMEHT pase-
JeHud TeTpaQTOPUAOB IUPKOHUA U Ta(HUA II0
CPaBHEHWUIO ¢ BAKYYMHOI cybnuMaIiueii 6es passie-
JINTEeNbHBIX areHTOB;

*+  yBeJUUEHMeE coJiep:KaHusA (PTopuaa Kaaus B pasje-
JIeMOii cMecu PTOPUIOB IPUBOJUT K YBEIUUEHUIO
3()(PeKTUBHOCTHU TIPOIECCa PA3JeJeHuA U IPHU CO-
nep:xanuu Gropuga kaaua 0,12 mac. goJeit Koad-
(pUIMEHT pasfefeHns TOCTUTaeT MaKCHMAJIbHOTO
3HAUEHNU;

¢ TeMIlepaTypa He3HAUUTEJbHO BIUAET HAa K0a(hpu-
IIUEeHT pasfeNeHns TeTpad)TOPUIO0B ITUPKOHUS U
rapHAA.
dKcnepumMernmanbHble UCCied08aHUS IO OUUCTKE

T®II or T®T B mpucyrerBuu copberTa (TOpUAA Ka-

i TPOBOJUJIM C IIOMOINBI0 YCTAHOBKHU, IpPEACTa-

BJIEHHOI Ha puc. 2.

B ompiTax MCIIONb30BANK (PTOPUABI IMUPKOHUA K
ra)HNA, CUHTE3UPOBAaHHbIE (DTOPUPOBAHUEM 3Je-
MeHTHBIM (ropoMm Oagmemeurta (ZrQ,) m mupKOHA
(ZrSi0,) B HUKeeBOM peakTope. [lasee PTOPUIBI OUK-
IaJd BaKyyMHOH cyOnmMaliuei, mecyOoaumaT ma-
Meapuanu no uyactul, Meree 0,5 mm. Comep:raHue
IpuMeceil B HCCAeYEMBIX TeTPad)TOPUIaX OMPeHes-
JIA CIHEKTPAJbHBIM, XHMUUECKHIM, HEATPOHHO-aKTH-
BaI[MOHHBIM U aTOMHO-a0COPOI[HOHEIM METOLAMM.
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10
6 M-
5 B xaHanusayuio
z 13
Boda s B ammocd.
. - =
N 1 4 ; A
|-220B¢—
2
1

Puc. 2. Cxema 3KCepuMeHTanbHoU yCTaHoBKu: 1~ aBToTpaHchopmarop, 2 = MydenbHas nedb, 3 — CTakaH ¢ MCXOAHBIM MPOAYKTOM,
4 ~ KOHAeHcaTop; 5 = X0NoANbHWK; 6 = KOPMyC cybmmatopa, 7 =~ MUANMBOALTMETP, 8 — basiNoH ¢ aproHom, 9 — NoByLUKa C
aKTUBUPOBAaHHbIM yrném; 10 — BeHTunb, 11 = nbineotboviHmk, 12 = U-006pa3Hbivi pTyTHbIV MaHOMETP, 13 — MaHOMeTpuyeckas

namna, 14 — pecusep, 15 = BaKyyMHbIN HacoOC
Fig. 2.

Design of the experimental apparatus: 1is the autotransformer, 2 is the muffle furnace, 3 is the glass with raw product; 4 is

the capacitor; 5 is the refrigerator; 6 is the frame of sublimator, 7 is the millivoltmeter, 8 is the argon container, 9 is the acti-
vated carbon trap; 10 is the valve; 11 is the dust separator, 12 is the U-shaped mercury manometer, 13 is the manometer bulb;

14 is the receiver; 15 is the vacuum pump

WccemoBaHus Mo OIpe/ieJIeHUI0 3aBUCUMOCTH KO-
a()(purmeHTa pasjeseHua 0T KOHIeHTpanuu (propuga
KaJus B Pa3fessgeMoil cMecu TeTpad)TOpuA0B IUPKO-
Hud ¥ raQHUA OPOBOAMIM CJIEAVIOIIUM 00pasoM.
B crakan — 2 sarpy:Kajy HCXOJHYIO CMech ()TOPHI0B
maccoit 20 r, comeparantyio 7 Mac. % (GTopuma Kaausa
10,62 mac. % radHAA 10 OTHOIIEHNIO K IIMPKOHMIO, 1
cnexanu npu temmneparype 1123 K B reuernne 20 mun
nox; faBienuem aprouna 0,12 MlIla. 3arem Temmnepary-
py cumxanu g0 1023 K, a ocraTouHoe faB/eHue J0BO-
mnn 1o 66—93 Ila u npoBoguiu cyoaumanuio TOIT u
T®I'. Yepes 3afaHHbI NHTEPBAJI BPeMEHU Cy0IMMa-

TeTpaQTOPUAOB MUPKOHUS U TaHUS MSBIEKATM U3
cybnumaTopa u B3BemuBasd. [locse aToro cybauma-
TOP € OCTaTKOM cMecH onATh Harpesasu n0 1023 K B
aTMoc(epe aproHa, 3aTeM BaKyyMUPOBAIM CUCTEMY 1
CyOMMMUPOBAIKM HOBYI MOPLHUIO TETPa()TOPUAOB U
r. 1. Kasknyro mopiuio necyOauMaTa aHATN3UPOBAIN
Ha comep:kanue radHud. KoiuuecTBo U KOHIEHTpA-
U0 radHUSA B OCTATKE PACCUMTHIBAIY TI0 MaTePHAb-
HoMYy OasaHcy. 3HAd cofep:KaHue TaQHUI B AeCyO0/IH-
mate (C;) u B ocratke (C5), KoaddunuenT paszese-
HUA PacCUUTHIBAIH 10 opmy.te (11) [17]:

N (00-C!')

ocT

M0 TeTPa)TOPUAOB MPEKPAIIAIY IYTEM YBETUUeHUT P T h o hr - (11
naBienud B cyosumarope g0 0,15 MIla. [lecyGammar C, (100-C.,)
Tabnuuya 2. [lokasarenm npoLecca cybammMaLnoHHON 04UCTKY TETpagTopuaa LMPKOHMS OT racpHums B npucyTcTaum copbeHta KF
Table 2.  Indices of zirconium tetrafluoride sublimation purification from hafnium in the presence of potassium fluoride

Bpems npoLiecca cybavmaumuu, ., MvH/Sublimation time, z,, min 1 2 4 6 9 14 44 134
CreneHb cybnumaumm, a., % /Sublimation degree, as, % 255 | 33,0 | 49,4 | 58,6 | 68,7 | 76,2 | 83,7 | 87,4
KoHueHTpauwmsa radHus 8 fecybnumate, G, mac. %
Hafnium concentration in desublimate, G, wt. % 02710271030 | 0301033 ]043 049054
KoHueHTpauwms radHus 8 octatke, Cif, Mac. %
Hafnium concentration in residue, Cris wt. % 0.74 1 078 | 0921 1,06 | 122 | 149 | 182 | 213
KoachpuumeHT paspeneHns, K,/Separation factor, F 2,74 1 2,89 | 3,07 | 3,56 | 3,16 | 3,50 | 3,76 | 4,13
Maccosas KON TETPAQTOPVAA UMPKOHMA B OCTaTKe 0,908 [ 0,899 | 0,871 | 0,846 | 0,806 | 0,760 | 0,684 | 0,626
Mass fraction of zirconium tetrafluoride in residue
Maccosas RONIA PropUAA KanA 8 ocratke 0,092 | 0,101 [ 0,129 | 0,154 | 0,194 | 0,240 | 0,316 | 0,374
Mass fraction of potassium fluoride in residue
MornbHast Aon (ropuna kanus 8 octarke 0,222 | 0,241 | 0,296 | 0,340 | 0,405 | 0,473 | 0,566 | 0,629
Mole fraction of potassium fluoride in residue

lpumeydarme. Maccosyio gonio TOL| B ocTatke paccynTbiBamm Kak CyMmy maccoBbix gonen TOL n TOr.

Note: Mass fraction of zirconium tetrafluoride in the residue was calculated as the sum of the mass fractions of zirconium tetrafluoride

and hafnium tetrafluoride.
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Koumenrpanuio (Gropua Kajausa B 0OCTaTKe MOCIe
cyosumariuu TOI] paccunThIBAIN 0 MATEPUATHLHOMY
0aJlaHCy ¢ yUETOM TOTO, UTO BeCh (PTOPUL Kalusd 0CTa-
BaJICA B OCTATKe, T. K. B lecy0JuMaTe CIIEKTPAILHBIM
apayusoMm KF me Obl1 oOHApy:KeH. PesyapTaThl mpo-
BeIEHHBIX HKCIIEPUMEHTOB IIPEACTaBICHEI B Ta0I. 2 1
rpaduuecKku n3o0paskens! Ha puc. 1 (Kpusasd 3).

U3 cpaBHeHuA Koadunuentos pasaenenud TOI]
u T®I' B 3aBUCHMOCTH OT cocTaBa MCXONHOH CMecH,
TONYYeHHBIX PACUETHBIM U 9KCIePUMEHTATbHBIM IIy-
TEM, CJIELYeT, YTO KPUBHIE UMEIOT AHATOTMYHBIH BUJ.
ITpuuém Koa(GGUIUEHTH pasaeneHud TeTpadTopuIa
IUPKOHUA OT ra(HUA B IPUCYTCTBUM (PTOPUIA KAIUA
B 1,3-1,5 pasa GoJiblile, UeM IIPX IPOCTOM BAKYYMHOI
CyOIUMAIAH,

Il BBIACHEHUSA BIAUSAHUSA YCIOBUH (TEeMIIEpaTyphI
1 HauaJbHOHU KoHIeHTpanuu KF) mpegBapuTenbHOTO
CIIEKaHUA cMecU PTOPU0B IUPKOHUA, rapHUA U PTO-
puja Kaaua Ha 3()()eKTUBHOCTD pasjieieHnsa TeTpad-
TOPUJIOB IUPKOHUSA ¥ TaHUS, a TaKIKe OIpe/ e eHns
ONTUMAJBHON TPOJOIIKUTEBHOCTH TIPOIlecca creKa-
HUS (PTOPUIOB MPOBEJIU CEPHUI0 IKCIEPUMEHTORB. B a1-
X 9KCIEPUMEHTAX IPOJOJIKUTENBHOCT IIPOIecca
CIIeKaHUA U3MeHaIM B mpefenax ot 0,5 o 60 muH.,
remneparypy 973 u 1073 K. Mcxoguas KOHIEHTpa-
mus rapuus B cMecu cocrasisia Ci=1,04 mac. %),
naBjeHue aproua mpu cuexanuu — 0,12 MIla, Ha-
yaJIbHAd KOHIEHTpanusa (ropuaa kaausd — 12 mac. %
(27,8 momb %), CKOpPOCTh HATPEBAHMSA THPHU CIIEKa-
mun — 20 'C/MuH, IPOAOJIKATENLHOCTD IIPOIEcta Cy-
oaumanuy — 16 mus. ITpu 5T0M 2()(eKTHBHOCTD pas-
JeJieHus TeTpadTopua UPKOHUSA OT raQHU OleHN-
BaJu He KOa()()UIIMEeHTOM pasjeieHusd, a Koa(puiu-
€HTOM 0uuCTKH 1m0 (hopmy.te (12)

CHf

Hot! = ﬁ’ (12)
A

e C27 — conepsxanue raduus B ucxogaom TOIT, mac. % .

Koapduruenr oumctku naér Gojiee HaTJALHOE
mpezcTaBiaeHre 00 3()(HeKTUBHOCTY Pas3jeseHus CpaB-
HUBAeMbIX METOJIOB: MO3BOJIAET PACCUUTATH KOJIMUe-
CTBO CTyIeHEeH (IMKJIOB) OYMCTKYU [JIA TIOJYYEHUS
TIPOAYKTA 3aJaHHON YMCTOTHI. Pe3ynbTaThl IpoBe e H-
HBIX KCIEPUMEHTOB IIPeJCTaBIeHbl B Ta0I. 3.

W3 pesyIbTaTOB OIBITOB, IPUBEAEHHBIX B Ta0. 3,
CJIefyeT, UTO C YBEJIWYEHWEM IPOJOJIKUTEIHLHOCTH
cmexanua go 20 muH, Kak npu 973 °C, Tak u mpu
1073 °C a(hpeKTMBHOCTS pasjieNeHys BHAYAIE BO3PA-
CTaeT, a 3aTeM OCTAETCA MPAKTUYECKU IOCTOSHHOM,
II03TOMY ONTHMAJBHBIM BpPeMeHEeM CIIeKaHUS MCXOJ-
HOM cMecu (propuaoB IpuHaau 20 MuH.

OTBITHL TI0 MBYUEHWIO BIUSAHUS HAYaNbHOM KOH-
IeHTpanuy Gropuaa Kaaiud U TeMIepaTyphl mpolecca
Cy0IMMAaIlU Ha IPOIeCC pasiesieHus TeTpaTopugoB
IIAPKOHUA U Ta()HUA MPOBOAUIN TIPU KOHIIEHTPAIIAT
dropuna kamus ot 3 1o 25,8 mac. % u Temmepartype
cyoaumarnuu ot 973 no 1123 K. PesynbraThl 9KcIIe-
PUMEHTOB IIPe/ICTABJIEHEI B Ta0JI. 4.

Tabnuuya 3. BavaHve NpoLoIXITENbHOCTY CrieKaHUs Ha dghghek-
TWBHOCTb OYUCTKM TETpagTopyaa LMpKOHUS OT rag-
HWSA B NPUCYTCTBIK (pTOpMAA Kalns

Table 3. Influence of agglomeration duration on efficiency of
zirconium tetrafluoride purification from hafnium in
the presence of potassium fluoride

Temnepartypa cybnmmaumm cnéka, K

ﬂn%?)i()ejz(amligi:s;;b Cake sublimation temperature, K
NCXOLHOW CMEeCH, MUH 973 1053

Duration of base mixture | K, G| a Ko G| a

agglomeration process, min | k., G| « K a | e

% %

0,5 2,2610,46(32,61,70| 0,61 | 53,7

5 2,3110,45(31,5(1,98| 0,53 | 53,3

10 2,4210,43(30,1|2,171 0,47 | 52,0

20 2,5410,41(32,412,31]1 0,45 | 54,7

30 2,5510,42|30,6(2,33| 0,43 | 53,5

40 2,5410,41(31,712,32| 0,44 | 541

60 2,48(0,42(130,9(2,31( 0,43 | 54,6

Tabnuuya 4. BavsHue HavasibHOM KOHLEHTPaLMY (hTopuaa Kaams
v TeMnepatypbl npouecca Cybmumaumn Ha 3gpgex-
TUBHOCTb O4UCTKM TETPATOPMAA LUMPKOHUSA OT rag-
HUA

Table 4.  Influence of the initial potassium fluoride concentra-
tion and sublimation temperature on efficiency of
zirconium tetrafluoride purification from hafnium

Temnepatypa cybnumaumm, K
KoHLueHTpaums Sublimation temperature, K
¢ropuaa kanA o3 [ w03 [ 1R
B CMecn z
. KOHLI,eHTpaLI,I/IFI ranva B CXOAHOWM CMeCH,
Potassium ;
; Cit, Mac. %
fluoride Hafni oninb .
concentration afnium concentratlonom ase mixture,
in mixture Chas, WL %
0,65 1,04 0,85
S SIS S 2
X .o XX | Ea s s | oo s s | o s >
Sl RS RS A N
g8 || ¥ |®|J|I¥|®|J|¥
s S | T S | T S
030 | 080 0,40|1,63|71,5(0,68(1,53|77,0| 0,5 1,70 {82,5
7(’) 17’5 0,36(1,81(68,0/0,51|1,70 {75,2]0,43(1,98 79,0
10’0 23’9 0,3012,16150,0(0,46(2,25|73,6|0,41(2,24176,6
12’0 27'8 0,2612,50(43,910,42|2,46(71,210,36(2,36|75,0
! "o 10,2312,83(47,810,40|2,59(68,0(0,32(2,66(72,5
14,8 | 32,9
- | - | - |o37|285]526] - | - | -
17,0 | 36,7
w2 lm7 | 17|~ 0,32(3,26|410( — | = | —
25'8 49’6 - | = | — [0,30(3,44|1242| - | - | —
: Pl - -] - |ow[39%|862 - | - |-

W3 pesyapTaToOB OMBITOB, TPUBEAEHHBIX B Ta0JI. 4,
cJIefyeT, 4To 3(p(PEeKTUBHOCTD OUUCTKH TeTpadTopuia
IUPKOHUA OT ra(HUA BO3PACTAET C YBEJUUEHUEM
KOHIIEHTPAuu (PTOpUAa Kaaus U He3HAUNTEIbHO 3a-
BHUCHUT OT TeMIIePaTyPHI IIPOIlecca B YKa3aHHOM HHTep-
BaJse Temmeparyp. IIpu Temmeparype 1073 K 3aBucu-
MOCTBb K0d(h(pUIIMeHTa OYMCTKY OT HAUAIBHOM KOH-
nenTpanuy Gpropuna Kanud (Cy) yIOBIETBOPUTEIHHO
(morperrocTs (+£6) %) ommchIBaeTCs ypaBHEHUEM
(13)

E,=1,50+0,096 Cl;. (13)
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Ilna ompenesneHNA ONTUMAJbHON KOHIIEHTPALUN
(dTopuma Kajus MCIONb30Baiu (GOPMYJIy IJA IIpe-
JeJbHOH cTemeHu cybnumanuu (o) TeTpadTopmia
IUPKOHUA U3 OMHAPHOM CHUCTEMBI ¢ ()TOPUAOM KaIns
[18, 19]

(C,-C,,)-10°
o =——">"——
™ C,(100-C,)

rae C, — HauaJbHAA KOHIGHTpAIUA (DTOpHAA ITUPKO-
Hud, Mac. %; C,, — npefelbHas KOHIEHTPANUA (TO-
pua uPKOHUs, Mac. %.

CpenHee 3HaUeHIe IPeIeIbHON KOHIIEHTPALIAH Te-
Tpad)Topuia IUPKOHUA B Aecy0iuMaTe B DKCIEPH-
MeHTax 0e3 mobaBaeHusa @ropuna xkaaud mpu 1073 K
cocrasmia 77,0 mac. % (rabm. 4). Torma dopmyry
(14) mo:xHO 3amucaTh B Bue GopmyJsl (15)

o - (C=77.0)10°
™ 31,2C,

Ilna HAXO:KAEHWA ONTUMAJLHON KOHIEHTPAINN
(ropuza Kanusd, T. €. KOT/a IPH JOCTATOUHO BEICOKOM
Berxozie T®IL B necybiumaT KOa()PUIMEHT OUUCTKI
OBbLT 3HAUUTENBHBIM, HCIOJb30BATIN KPUTEPUH OITH-
Musanuu — kpurepuit Xenkoka (Ey) mo gopmy.e (16)
u kpurepuit @omenkro (E,) mo popmyare (17):

(14)

(15)

(1)

Ex =% 1_ITJ’ (16)
wl. @ )

5o =100 1008 ) (an

I9THU KPUTEPUH CBASBIBAIOT BBIXO] IPOAYKTA (CX) C
sdexTuBHOCTBIO OuMCTRY (K,,) ¥ TPUMEHAIOTCA IS
pasjesuTeNbHBIX IpoeccoB [20-22].

Pacuér mokasan, uTO ONTMMAJbHAA HayalbHAS
KOHIeHTpanua (PTOpUAa Kaaud COCTABISAET OKOJIO
12 mac. %. Ilpm srom cremenb cyonumanuu TOI]
paBHa 70 %, a KoadduruenT ouncryu — 2,66.

IIpoBenéHHBIE DKCIEPUMEHTHI IIOATBEPAUIN De-
3yJbTaTHI pacuéra. Tak, Ipu HAUaJIbHON KOHIIEHTPA-
un propuga Kanug 12 mac. % cremneHs CyoIuMaIun
cocraBuia 68,0 %, a Kosddunument ouncTru — 2,59.
C manpHEHIIMM yBeJWUYeHUEM COIep:KaHua (ropuaa
Ka/ud B CUCTeMe U TeMIlepaTyphl Ipolecca Koahhu-
IIMEeHT DasleseHusa yMeHbIIaeTcd. Takoe CHUMKEHNE
K02 puUIIeHTa pasaeJeHns MOKHO 00bACHUTDL TEM,
YTO C yBeAUUEHWEM JTUX (aKTOPOB YMEHBINAETCS
PaBHUIIA B TEPMUUYECKON YCTONUMBOCTH (hPTOPOIUPKO-
HaTOB 1 (proporaduaros [18].

Hecmotpa Ha TO, 4TO K03(h(pUIMEHT OYMCTKU B
npucyTCTBUU (PTOpUAA KAJIUA JOCTATOYHO BBICOKUH,
3a OIHY CTYIIEHb Pas/ieJeHus CHIBUTh KOHIIEHTPAIII0
raduus B rerpadropume mupkonus ¢ 2 1o 0,05 % u
HIKe He yaaércd. I[loaToMy IpoBen HECKOJIBKO II0-
cJeoBaTeNbHBIX mpoieccoB cyomumaruu TPII. Ie-
cy0IMMAaT, TMONyUeHHBIH Oocae IBYKPATHON BaKyyM-
Ho#t cyonmumanuu TPI] ¢ comepranuem rapuus (CH)
0,82 mac. %, cnexayu ¢ (PTOPHUIOM KaJIusA U MOJBEP-
raju BakyyMHOU cyOaummanuu. IlonyueHHBIH fecy-
0IMMAaT uccaef0BANIY Ha COIEpIKaHue B HEM rahHUd,
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CMeNIuBaIy ¢ PTOPUAOM Kaausd, ¥ TaK OIBIT IOBTOPSA-
JIX HECKOJIBKO pas. PesynbraTsl 9KCIepUMEHTOB I'pa-
(hmuecKy IPUBEIEHBI HAa PUC. 3.

0,4

1-1023 K; CY, = 14,8 % wmac.
2-1073K;C. =12,0 % mac.

0,3

0,2+

Coneprxanue raduus,
Cir, % mac.

0,15

0 T T T T T T
1 2 3 4 5 6

Yucno 1uKIIoB CY6.]'II/IM8.I_II/II/I, n

Puc. 3. 3aBucMOCTb conepxaHus ragHus B gecybmmare TOL

OT KOJ1In4ecTBa U1KoB Cy6ﬂl/1MaLll/ll/l (n) ycnoew'r 3KC-
rneprMeHTa

Fig. 3. Dependence of hafnium content in zirconium tetrafluo-

ride desublimate on the number of sublimation cycles
(n) and experimental conditions

W3 pesynbTaToB ONBITOB, IPUBEIEHHBIX HA PUC. 3,
CJIenyerT, 4To, X0TA 3(EKTUBHOCTh OUUCTKU CHUMKA-
eTcd 10 Mepe YMeHbIeHUd KOHIeHTpanuu radHud,
JOCTATOUHO 6 MMKJIOB OUUCTKY I moayueHus TPI]
PeaKkTOpHOH (AePHOI) YMCTOTHI.

BbiBogbl

1. IIpoBegeHsl pacuéTsl, MOKA3LIBAIOIINE, UTO HC-
0JIb30BaHME ()TOPHUA KA YBEeJIUUUBaeT Koa(-
(uIueHT pasaeaeHusa TeTpapTOPUI0B IUPKOHUSA I
ra(pHUS 0 CPABHEHUIO C BAKYYMHOH CyOIuMAaIie
0e3 pasmeNuTeTbHBIX areHTOB, 4 YBEIMUEHUE CO-
Iep:KaHua (TOpUAA KAJIUS B PasfessdeMoil cMecH
(bTopumoB MPUBOAUT K yBeIUUeHUI0 9(PPEKTUBHO-
CTH TIPOIIecca Pas/ieieHus U IIPH COAEPIKAHUH (TO-
puga kaaug 0,12 mac. goseit KoaQQUIMEHT pasfe-
JIEHUSA TOCTUTaeT MAKCUMAJIbHOTO 3HAUEHN .

2. Temmepatypa mporecca pasiejaeHusa TeTpapTopu-
IOB IUPKOHUA U rapuud M3 pacimiaBa (propuzpa
KaJud He3HAUMWTeJbHO BIUAET HA KOA((OUIIUEHT
paszeseHus.

3. IlonTBep:KmeHO SKCIEPUMEHTAJIBHO, UTO IIPH Ha-
YaJIbHOM KOHIEHTpauy (propuaa Kanus 12 mac. %
u cremenu cyoaumanuu 68,0 % KoahdunmeHT
OYMCTKE cocTaBasger 2,59. HecmoTpsa Ha To, uTO
K03()()UIIEHT OUKUCTKHU B IPUCYTCTBUU (TOPHUIA
KaJusf JOCTATOUHO BBICOKWII, 3a OJHY CTYIEHb
paszesieHusA CHUBUTH KOHIIEHTPAIIUIO raHU B Te-
tpadropuse mupkonusd ¢ 2 10 0,05 % u HuKe He
ymaéres.

4. TIpoBemeHB! HECKOJBKO IIOCTEIOBATEIBHBIX IIPO-
1meccoB cyonumaruu T®II, mpu KOTOPHIX Hecyoiu-
MaT creKasau ¢ PTOPUAOM KaJjius 1 OBepraiy Ba-
KyyMHOHI cyOaumaiiuu. Ilo pesyapTaTaM OIBITOB
NIOJIYYEeHO, 4TO 3(P(PEeKTUBHOCTh OUUCTKU CHIUIKA-
eTcd 10 Mepe YMEHBIIEHWS KOHIEeHTpamum rad-
HUA; JOCTATOUHO IIECTH I[UKJIOB OUMCTKY JJIs TI0-
nyuerus TOI peakTopHO (AePHOIT) YHCTOTHI.
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The relevance of the study is conditioned by the fact that the nuclear-power engineering requires nuclear-pure zirconium with the con-
tent of hafnium not more than 0,01-0,05 wt. %, as hafnium has high capture cross-section of «thermal» neutrons. The «dry» fluoride
technology of treatment of zirconium-containing raw materials consists of the following stages: raw material fluorination with elemen-
tal fluorine, purification and separation of zirconium and hafnium tetrafluorides, metal-thermal production of zirconium, hafnium and
their alloys. Purification of zirconium tetrafluoride from hafnium tetrafluoride is the most difficult operation, because their properties
are very similar.

The aim of the work is to determine and study the most effective way of purification of zirconium tetrafluoride from hafnium, which
is suitable for use in industrial conditions.

Research methods: theoretical calculation and experimental determination of separation factor of zirconium and hafnium fluorides in
a melt of potassium fluoride.

Results. The calculations carried out show that potassium fluoride increases the separation factor of zirconium and hafnium tetrafluo-
rides as compared with vacuum sublimation without separation agents. The increase in the content of potassium fluoride in the fluoride
mixture to be separated leads to increase in the efficiency of separation, and the separation factor reaches a maximum value when the
potassium fluoride content of 0,12 wt. %. Temperature has an insignificant effect on the separation factor of zirconium and hafnium
tetrafluorides. The experiments confirm the following results of the calculation: the degree of sublimation is 68,0 % and the cleaning
factor is 2,59 at the initial concentration of potassium fluoride of 12 wt. %. Despite the fact that the purification coefficient in the pre-
sence of potassium fluoride is high enough, it is impossible to reduce the hafnium concentration in zirconium tetrafluoride from 2 to
0,05 % or below during one separation stage. Therefore, several successive sublimation processes of zirconium tetrafluoride were car-
ried out. The desublimate, obtained after a double vacuum sublimation of zirconium tetrafluoride with the hafnium content of
0,82 wt. %, was sintered with potassium fluoride and it was subjected to vacuum sublimation. The obtained desublimate was examined
for its hafnium content; it was mixed with potassium fluoride, the experiment was repeated several times. The experiment results de-
monstrate that although the purification efficiency decreases as the concentration of hafnium decreases, six decontamination cycles are
sufficient to obtain reactor-grade zirconium tetrafluoride.

Summary. The authors have proposed and studied the separation methods of zirconium and hafnium tetrafluorides from fluoride melts
with alkaline metals. It was shown that the separation factor of tetrafluorides reaches the value of 2,59, i. e. this technique makes it pos-
sible to obtain reactor-grade zirconium tetrafluoride.

Key words:
Zirconium tetrafluoride, hafnium tetrafluoride, potassium fluoride, melt, sorption separation, separation factor.
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