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Iocrynuna B pegaxkuuto 25 asrycra 2004 r.

MetonoM BaKyyMHOH IUCTHILIALNH, C IPHMEHEHHEM criocoba padhMHNPOBaHHMS ITyTeM KOHJICHCAIUHU ITapoB OepHILIHS Ha KOJIOHKE C
rPaJIMCHTOM TEMIIEPATYPhI, MOJNyYeH OepuiuInil YncToToit 6onee 99,999% macc. OOCYKICHBI HEKOTOPBIC OCOOCHHOCTH YIaJICHUS
npuMeceil B mpolecce AUCTHUTAINKA OSPHILINS, a TAKXKE BO3MOXKHOCTh €T0 NTyOOKOH OYMCTKH IyTeM MHOTOKPATHOM TUCTHILISIINH.
CrernaH BBIBOJ O TOM, 4TO IOBBIIICHHE d(PHEKTHBHOCTH mpoliecca padhHUHUPOBAHUS OSPHILIHS METOJOM BaKyyMHOH ITUCTHIULSILUH
MOXET OBITh TOCTUTHYTO MOJ00POM ONTUMAJTBHBIX PEKHMOB IPOBEICHUS IUCTUIUIALHUN B KOHTPOIUPYEMBIX YCIOBHUSX.
KJIFOYEBBIE CJIOBA: Gepwuinii, paduHUpOBaHHE, BaKyyMHas AWCTWULALMA, IUCTHUBILHOHHOE YCTPOWCTBO, TPagdCHT
TeMIIepPaTypPbl, ONTUMHU3ALINS, MACC-CIIEKTPOMETPUYCSCKUIT DIIEMEHTHBIH aHAIH3.

Bonee matuaecsatu ner B XapbKOBCKOM (DPH3UKO-TEXHUYECKOM HHCTHTYTE Pa3pabaThIBAIOTCS METOJBI TIOTYICHHUS
BBICOKOUHCTBIX METaLIOB, B ToM umncie Oepmwmmus [1 ¢.149-163; 2 ¢.5-121; 3 c.132-140; 4 c.2-22]. B 1952 r. Obn
HCCIIEIOBAH TPOIIECC KOHIACHCAIIMH MTapoB OCpWIIIHNS Ha IMOBEPXHOCTH, HATrpPeThIe O OMPENeIeHHBIX TeMiepaTyp [5].
AHanM3 KOHJEHCAaTa IOKasal, 4TO IPH HEKOTOophbix Temmeparypax (~1000°C) Ha MOBEPXHOCTH IUCTUILIALMOHHOM
KOJIOHKH KOHIICHCHPYETCS OepIUIHi, TPaKTHIeCKH CBOOOMHBIA OT MapraHiia, KpeMHUS U amfoMHUHUS. 3 mampHermmx
SKCIEPUMEHTOB BBIICHHIIOCH, YTO KPOME TEMIEepaTyphl IOBEPXHOCTH KOHIEHCALIWH, IPOIECC OYUCTKH MeTajuia
CYIICCTBEHHO 3aBHUCHUT OT IUIOTHOCTH IIOTOKAa Iapa W COOTHOIICHUS IUIOMIafeil IMOBEpXHOCTEH HCIapeHus |
KoHJeHcauuu. OTroHka MpUMeceld B OCHOBHOM OIIPEACIISAETCS MaplHalbHONW YINPYTrOoCThIO Mapa U KOI(PPHUIHEHTOM
KOHJICHCAIIUU, KOTOPBIN JJIT MHOTUX MPUMECcei NMell 3HaueHHe, MEeHbIIee eNUHUIBI [6,7,8]. B ykazaHHbIX paboTax ObLI
moJiyueH OepuiuThil ¢ oM conepxkanueMm npumecerd (kpome anementoB C, N, O) menee 0,015%. Ha ocHoBe 3THX
paboT OBUT CO37aH MPOMBINUICHHBIA METOJ pahUHUPOBAHUS OCPUIUTUS MOCPEICTBOM BAaKYyMHOHM AMCTHILISIUN |1
¢.156]. Cnemyer OTMETHTH, YTO C T€X MOP OCHOBHBIC IPUHIIMIBI IPOBEACHHUS BAKYYMHOW JUCTHILISAINU TMPAKTUICCKU
He u3MeHmWIHch. Kak um paHee, M ucHapeHus OCpWILIHS TPUMCHSIOTCS TUIIM W3 OKHUCH OCpHiuIvs, HarpeBacMbIC
MEYBI0 COTPOTUBIICHUS, a KOHACHCAIWMS MMapoB MeTajlula MPOM3BOIUTCA HAa MOJHOICHOBYIO KOJOHKY C T'PaHECHTOM
temnepatypsl [9,10]. [deranpHoe M3ydeHHWE W ONTHMH3AIMS IIEJIOTO Psla MapaMeTpOB, BIUSIOMIMX Ha TPOTEKAHHE
mporecca papUHUPOBAHUSA OCpWILIHA TPH IMPOBEACHHH BaKyyMHOW NHUCTHULILUHM, a TAaKkKe BOIUIOMICHHE HOBBIX
TEXHOJIOTHYECKUX pEIICHUH B co3maHue Ooiiee COBEpPIICHHBIX AWCTIUIAINOHHBIX YCTPONCTB, ITO3BOJIMINA YBEIUIHTH
3 PEeKTUBHOCTH OUYNCTKU OSPUILIHS HA TIOPSIOK BEITUIHHEI.

B paGote paccMaTpuBaIoOTCsl OCHOBHBIE (DAaKTOPHI, BIUSIOMINE HA IPOLECC Pa3/IeleHUs] OCHOBHOTO KOMITIOHEHTA U
MpUMECeH, BO3MOKHOCTH TMOBBIIICHUS 3(dekTuBHOCTH papuHUPOBaHMs, 3PPEKTHBHOCTD MHOTOKPATHBIX ITUKJIOB
JUCTUIIISAIMM U OCHOBHBIE 3KCIIEPUMEHTAIIBHBIC Pe3yJIbTaThl, OJYYCHHbIE B 3TOM HAIPaBJICHUH.

MATEPUAJIBI U METO/IbI
OOBeKTaMu HCCIeIOBaHMS CITY>KHIIN OepriuIneBble 00pa3ibl, OTAEIEHHbIE OT KOHJICHCATa B PA3JIMYHbBIX y4acTKax
10 JUIMHE JUCTHIUISILIMOHHON KOJIOHKH (cXxeMa oTOopa mpob mokazaHa Ha puc. 1).
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Puc. 1. Cxema ot60pa po06 HCCIIeyeMbIX KOHICHCATOB BIOJb TUCTULISIIMOHHON KOJOHKH.

Konnmencar monmydanum Ha BaKyyMHOH ycCTaHOBKE C oObeMoM pabouert kamepsr 500 mmrpos [11]. JlaBnenue
OCTATOYHBIX ra30B B MPOLECCE MPOBEICHHS AMCTHIUISIHY TOAIepXkuBatoch Ha yposre 10 - 107 ITa u cosnaBanocs
typOomorekynsipabiM Hacocom TMH-500 u nBymst marauTopaspsaubiMu Hacocamu HOPJI-100. JuctunnsunonHoe
YCTPOMCTBO (THIeNb, SKPaHBI, MOJIOKKH, HarpeBaTelb U T.J.) MPAKTHYECKH MOJTHOCTHIO BHINOJHEHB! U3 MOJIMOCHA U
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okcuaa OGepuyung. Ha puc. 2 mokazaHa cxema THUIJISI U KOHACHCAIIMOHHOW KOJoOHKU cTtaporo tuma [10]. Ha puc. 3
MPEJICTABIICHA CXeMa HOBOTO JUCTHIUISIIIMOHHOTO YCTPOUCTBA, MPEUMYIIECTBA KOTOPOTo OYIAYT 00CYKICHBI layee.
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Puc. 2. CxemaTuueckuil 4epTex KOHISHCAIIMOHHON KOJIOHKH U Puc. 3. Cxemaruveckuil 4epTe KOHICHCAIMOHHOW KOJIOHKH

THUTJIS CTApOTO THUTIA. Y TUTJIA HOBOTO THIIA.
1 — Turens, 2 — pacrias, 3 - Iedb CONPOTUBIICHUS, 4 — DIKPaHBI, 1 - turens, 2 — 1euyb CONPOTUBIICHUS, 3 — AUCTUILIAT,
5 — konyc u3 Al,Os, 6 — MONTHOICHOBAs KOJIOHKA, 7 - TUCTUILIST. 4 - KOHICHCAIIMOHHAS KOJIOHKA, 5 — MOJINO/ICHOBBIE DKPaHBI.

Temriepatypy paciuiaBa nojzepuaid Ha yposre 1330-1370°C, npu 3TOM CKOPOCTh HCIIAPEHHs BApbUPOBAJIACh
B mpemenax 0,16 — 0,32 r/(cm>uac). YIenbHYIO CKOPOCTb MCIAPEHHs ONMPEIESUIA PAacueTHBIM 00pasoM W3
COOTHOIIEHHSI Macchl NMPOU3BEICHHOIO KOHJAEHCAaTa BO BPEMEHM K IUIOIIA/IM MOBEPXHOCTH HcnapeHus. OTHoOLIeHHUE
TUTOIIAa I MCHAapeHus] M IUIOMAAN KOHAEHCAIMH B HCIOJIb3yEMOH YCTaHOBKE XapaKTEepHU30BaJIOCh BeaWYMHOW 1:15.
Konpencannio nmapa ocymecTBIsUIM Ha KOJIOHKAX M3 MOJIMOJEHOBOTO JIMCTA, MMEIOIUX (opMy LMIMHIpA. [ panueHt
TeMITepaTyphl BAOJIb KOHAEHCATa CO3aBaJICA 3@ CUET TEIUION3ITyUeHHS HCIIApUTEIIs, H, B IONIOJIHEHNE K 9TOMY, CPEAHSSA
YacThb KOHJECHCALMOHHOM KOJIOHKM TMOAOIpEBaJach HE3aBUCHMOM 3KPAaHUPOBAHHOM MOJIMOZIEHOBOH  TEYBIO
conpoTuBiieHHs. JlaHHOE TEXHOJOTMYECKOE PEIICHNE II03BOMSIET (DOPMHPOBATh JBE TEMIEpaTypHbIE OOIACTH
KOHJICHCAllUM BJOJb BBICOTHl KOJOHKHM. 3a CUET YCTAHOBKM B CpeJHEH 007acTH KOJOHKH IOMOJIHUTENBHOTO
SKpAaHUPOBAHHOTO HAarpeBaTeNs YIaloCh pPaCIIUPUTh BBICOKOTEMIEPATYpHYIO 30HY (HOPMHUPOBAHMS TUIOTHOTO
KOHJICHCATA 0 CEpelHHBI KOTOHKH. B 3Toil BhICOKOTeMItepatypHoii 30He (1150-950°C) koHzeHcupyercs Hambomee
qucThIf MeTaul. B oOnacTu BepxHEW, He YTEIJICHHOM YacTH KOJOHKH MPOMUCXOAMT CYILIECTBEHHOE MaJieHHe
temrepatypsl. KoHzneHcar, (GoOpMHUpYIONIMHCS B 3TOH 30HE, NMOPHUCTBIA, C BBICOKMM COJCPIKAaHHEM JIETKOJETYyYHX
npuMeceii, a ero macca He npesbimaer 10% oT Macchl BCcero KOHJEHcara. TeMiieparypsl UCIIApeHHsT M KOHJICHCALUU
M3MEpSUIH ¢ TIOMOIIBIO TepMortap. Pacpenenenne TemnepaTyphl O BHICOTE KOJIOHKH ITOKa3aHO Ha puc. 3.

AHaTUTHYECKHE HCCIIeIOBaHUS KOJIWYECTBEHHOTO COJIEPXAHUS METAUIMYECKHX NpuMecei OepHiuIneBbIX
00pa3I0B TEXHUYECKOH YHCTOTHI, a TAK)KE BEICOKOYHCTOIO METAIIA, II0J[yYeHHOTO METOI0M BaKyyMHOW ANCTHIUISLNY,
MIPOBEACHHI Ha POMBIITICHHOM JIa3epHOM Macc-criektpomerpe DMAJI-2 [12 c. 82-121]. Macc-cniektpomerp DMAJI-2
(3aBox m3roroBurens — HIIO “Dnextpon”, r. CymBl) BBINOJHEH IO KiIaccmdeckod cxeme Marrayxa-I'epmora c
(hOKYCHPOBKOW TO yIiIaM H DHEPIUsSM, C HCIIOIB30BAaHHEM JIa3epPHO-TDIA3MEHHOTO HWCTOYHWMKAa HOoHOB [13]. Jlns
HOHU3AIUU 00BEKTOB HCCIICIOBAHUS, IPUMEHEH CEpUIHBIN KBaHTOBBIN reHepaTrop MJITHU-203, paboTatomniuii B pexxume
MOIYJSAIMH JAOOPOTHOCTH C UIMHON BonHBI m3nydeHus 1060 Hm u sueprumerr B ummynbce 20 MJ/Dx. Yacrtora
cnenoBanus umiynbcoB 50 I'm mpu amurensHoctr uMiyiasca 10 He. KoHTposb BBIXOIHONW MOIIHOCTH H3TYYEHHUS B
Tpolecce aHajIu3a OCYIIECTBISIN U3MEPUTENEM MOIIHOCTU U sHepruu usnydeHus UMO-2H. Nonsl peructpuponanu
Ha doromrenky Y®-4 mpu BakyyMe B Kamepe HOHHOTO HCTOuHHKA - 5x107 Ila u B Kamepe Macc-aHaIM3aTopa Ha
ypore 1x107 ITa. MeTo/mka onpeie/IeH s 3MEMEHTHOTO COCTaBa GEPHILTHEBBIX 00PA3II0B METOIOM JIa3ePHOi Macc-
CIIEKTPOMETPUH MOAPOOHO onucaHa B padbote [14].

PE3YJBTATHBI DKCIEPUMEHTOB
B kauecTBe HMCXOIHOTrO Marepualia CIIy>KHJI TTOPOLIKOBBIH TOPSYEIIPECCOBAHHBIN OCpHIUINIA, NpenBapUTEIbHO
TNIepeTIaBJICHHBIN B CIMTKU B M€YN JUCTHUILIMOHHOTO yCTpoiicTBa. IleperuiaBieHHble CIUTKH UMETH MacCy MOpsiIKa
2,5 xr u cpeaHiolo ynctoTy 99,8% Macc. (6e3 ydera ra3000pa3yromuxX KOMIIOHEHTOB). KOHIEHTpaluy MPHUMECHBIX
3JIEMEHTOB TI0 TPEM CIMTKaM OTPaXXEHBI B Ta0. 1.
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IIJ'IH OIMPCACIICHNUA ONTHUMAJIbHBIX PEKUMOB IMPOBCACHUA AUCTUUIAONU C HEJIBIO MOBBIMNICHUA CTCICHU OYUCTKH
MOJTy4aeMOro JUCTHIUISTA Oblila IPOBEJICHA CEPUs SKCIIEPUMEHTOB M0 U3YUYEHHIO BIMSHUS CIIEIYIONIUX [TapaMeTPOB:
- yZieJibHast CKOPOCTh MCIIapeHUsT METajla;
- pacmpeseneHre TeMIepaTypsl BIIOJIb KOJOHKH;
- 3¢ peKTHBHOCTH MHOTOKPATHON ITHCTHIUISLIUH.
B Tabi1. 1 npuBeneHo coxepikaHue NPUMECHBIX 3JIEMEHTOB B IIEPBUYHOM AUCTUILIATE, KOTOPBIH OBLT OIyYeH MPU
Pa3IHYHBIX YACTBHBIX CKOPOCTAX Hcmapenus meramia [0,16; 0,2 u 0,25 r/(cm*uac)]. OT6op mpo6 s BBIIOTHEHHS
KOJIMYECTBEHHOT'O JIEMEHTHOTI'0 aHaIM3a OCYIIECTBILIICS 110 CXeMe pHC. 1.

Tabauma 1. ComeprkaHue 3JIEMEHTOB B IEPBUYHOM TUCTUIUIATE B 3aBUCHMOCTH OT IIOTHOCTH MOTOKA mapa (macc. %).

SEMeHT Hcxon. 0,16 r/(cM*-gac) Hcxon. 0,2 r/(cm*uac) Hcxon. 0,25 r/(cm’-uac)
metail  |O6pazen 1 |O0pazer; 2 | Meramn  |O6pasen 1 | O6pazen2 | Metamn  |O6paszen 1 | Odpazen2
Na 0,0005 <0,000008| 0,00001 0,001  [<0,000004| 0,000043 | 0,001 [<0,000004| 0,00001
Mg 0,0002 | <0,00001 | 0,00008 | 0,0003 |<0,00001 | 0,0001 0,0003 |<0,000005| 0,00005
Al 0,022 0,00024 0,008 0,035 0,0001 0,002 0,07 0,00026 0,003
Si 0,014 0,001 0,0024 0,01 0,0005 0,001 0,04 0,001 0,003
P 0,006 | <0,00001 | 0,00005 | 0,0022 |<0,000006| 0,00006 0,003 |<0,000006| 0,00006
Cl 0,0025 | <0,00002 | 0,00015 | 0,0005 |<0,00001 | 0,00007 0,002 | <0,00001 | 0,0002
K 0,0024 | <0,00002 | 0,0002 0,0005 | <0,00001 | 0,0001 0,001 | <0,00001 | 0,0002
Ca 0,0025 | <0,00002 | 0,0003 0,0007 | <0,00001 | 0,0001 0,001 0,0002 0,0001
Ti 0,0014 | <0,00002 | <0,00002 | 0,0055 |<0,00002 | 0,00017 0,005 0,00005 | 0,0001
Cr 0,012 0,001 0,0015 0,006 0,0008 0,0006 0,03 0,001 0,0016
Mn 0,0035 0,001 0,01 0,002 0,0004 0,0021 0,009 0,001 0,0045
Fe 0,05 0,01 0,001 0,02 0,005 0,0016 0,036 0,01 0,007
Ni 0,006 0,00014 | 0,0001 0,001 0,0001 | 0,00004 0,005 0,0002 0,0001
Cu 0,0075 0,001 0,0002 0,004 0,0008 | 0,00016 0,01 0,0026 0,0005
Zn 0,007 | <0,00003 | 0,0018 0,0055 | <0,00003 | 0,001 0,0005 | <0,00003 | 0,0001
Be 99,85 99,984 99,974 99,90 99,992 99,991 99,79 99,989 99,984

[To uToram NMpoBeNCHHBIX AHATUTUYECKHX HCCIIEAOBAHUI M3 MCXOJHOTO MeTaila Ioy4eH OepyiuIMi YUCTOTOU
99,98 — 99,99% wmacc., Mo BCeM IIECTH MPOAHATU3UPOBAHHBEIM OO0pa3laM 3a OJWH LUK JHCTHUISIIHOHHOTO
padbuHUpOBaHUS. 3aciy)KUBAaeT BHUMaHHUS XapakKTep PaclpeAesiCHUs] HEKOTOPBIX IPUMeECeii, TaBlIeHHe Mapa KOTOPBIX
Onmu3KO0 K JaBJeHMIo mapa oepmumsa. Ha puc. 4 moka3aHo pacrpeneneHne KonneHTpanuii npumeceit Fe, Cu, Al, Mn B
30HE KOHJICHCAITNH HanOoJIee YUCTOr0 MEeTajlla B 3aBUCUMOCTH OT YAETIbHOH ckopocTH ucnaperus (C/Cy — oTHOIIeHNE
cpelHell KOHIIEHTPALK COOTBETCTBYIOLIETO 3IEMEHTa B KOHACHCATE 110 JBYM N3MEPEHMAM K KOHIIEHTPALUN JIEMEHTa
B UCXOJTHOM METaJie).
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Puc. 4. VI3MeHeHrne KOHLCHTpALM IpuMeceil B 30He KOHCHCAlMH HanboJiee YUCTOro MeTalia B 3aBUCHMOCTH OT yIEJIbHON
CKOPOCTH HCIIApECHHUSL.
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Kaxk Bugno u3 puc. 4, npu ckopocty ucnapenus amwke 0,16 F/(CMZ"-IaC) B 30HE¢ (POPMUPOBAHUS HANOOJIEE YHCTOTO
KOHJICHCAaTa 10 OTHOIIEHHI0 K Mn mpouecc paduHUpPOBaHMS HOCHT XapakTep HE OYMCTKH, a HAKOIUICHHs IaHHOMN
npumecu. C pOCTOM CKOPOCTH HCHapeHHs HaOJofaeTcs TEeHACHIMS YBEJIMYEHHs KOHICHTpAllMM B KOHJEHCaTe
MIPUMECH JKeJie3a U, B MEHbBILIEH CTeleH!, Mear. JJaHHoe 00CTOATENBCTBO MTO3BOIISIET CAEIATh IIPEAIIOJIOKEHUE, YTO MIPU
CKOPOCTSIX MCIIAPEHHs HE3HAUUTEIBHO MPEBOCXOAANMX 3Hauenue 0,32 r/(cM’-uac) KOHIEHTpAIs PUMECH JKejle3a B
KOHJIEHCATe MOXKET JOCTUTHYTh €r0 KOHIEHTPALHUIO B HCXOAHOM MeTaiuie. [IpoBeleHHbIE HCCIe0BaHuUs YKa3bIBAIOT Ha
TO, YTO IWCTWULIIHA CJIEeOyeT NPOBOIWTH C VYACITBHOW CKOPOCTBRIO WCIApeHus, Jiexameid B obOmactu 0,18-
0,32 r/(cM*uac). AHANN3 JAHHBIX MO COJACPYKAHMIO MPHMECHBIX 3JIEMEHTOB B 3aBUCHMOCTH OT CKOPOCTH HMCIAPEHHS
TTOKa3aJI, YTO UL AOCTIKEHHUS HanOOJbIIero KodQuineHTa pazaeeHus, CYMMapHOTO 110 BCEM NPHMECSM, CKOPOCTh
VMICTIAPEHHs TOJDKHA H3MEHSThes B mpeaenax 0,22-0,27 r/(cm*-uac).

B Tabmn. 2-3 oTpaskeHB! pe3ysbTaThl aHANNW3a MPUMECHBIX 3JIEMEHTOB B OCPHJUIMH BAONb BBICOTHI KOJOHKH II0
UTOTaM JABYX LUKJIOB AUCTIJUISALUH.

Tabmuua 2. Pacnipenenenne KOHIEHTPAIUY 3JIEMEHTOB B/IOJIb KOJIOHKH [IEPBUYHOIO KOHJIEHCATA.

IepBuunas Onement, ppm_Macc. (1 ppm macc. = 0,0001% )
mactuin-ua | Na | Mg | Al Si P Cl K Ca Ti Cr [ Mn | Fe | Ni | Cu | Zn
O6pazen 1 |<0,04 |<0,05| 2,6 | 10 |<0,06|<0,1 |<0,1 | 2 0,5 10 10 | 100 2 26 | <04
Oopaszen 2 |<0,04 [<0,05] 30 30 | 0,6 2 2 1 1 16 45 70 1 5 1
O6pazenn3 | 0,1 | 0,8 | 660 | 30 | 230 8 10 | 64 | <02 | 1 230 | 0,8 [<0,3 <03 0,8
O6pazen 4 | 3 10 {6900 | 310 | 370 | 25 50 | 630 | <0,2 |<0,2 | 670 | <0,3 |<0,3 <03 ]| 10

Ta6m/1ua 3. Pacr[pez(eneHHe KOHIOCHTPAHWU 3JICMCHTOB BJA0JIb KOJIOHKHW BTOPUYHOI'O KOH/JCHCATA.

Bropuunas Onement, ppm macc. (1 ppm = 0,0001% )
guctui-usi | Na | Mg | Al Si P Cl K Ca Ti Cr | Mn | Fe Ni | Cu | Zn
O6paszen 1 [<0,021<0,04<0,02| 3 |<0,02|<0,04<0,03|<0,03]<0,04| 0,5 | 0,5 | 10 | 0,1 2 [<0,05
O6pazen 2 [<0,02<0,04| 0,5 | 10 | 0,02 |<0,04| 1 3 10,06 0,6 8 2,5 102 | 0,7 |[<0,05
O6pazen 3 [<0,02<0,04| 2,3 | 12 |<0,02|<0,04| 2 4,2 1<0,04] 0,1 | 26 |<0,05]|<0,06]| <0,1 |<0,05
O6pazen 4 [<0,02<0,04| 4 84 | 0,1 [<0,04] 6,7 | 29 |<0,04[<0,04] 33 |<0,05]<0,06] <0,1 |<0,05

YcnoBust mpoBeAeHUS JUCTUIIIIIMOHHBIX IIUKIOB CXOAHBIC. JJUCTHIIIAT, MOTYYCHHBIH IPH CKOPOCTH HCIIApEHUS
0,25 r/(cM*gac), GbLT IOABEPKEH MOBTOPHOMY AHCTHILUTHPOBAHHIO PH cKopocTh ucraperus 0,22 r/(cm*uac). Ha puc.
5, 6 moKa3aHO U3MEHEHHE KOHIIEHTPAIUI XapaKTepHBIX MPUMeceil BIOIb IMHBI KOJIOHKH.
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Puc. 5. N3menenne xonuentpanun npumeceii Fe, Cu, Mn, Al, Puc. 6. I3smenenne koHneHTpanuu mpumeceit Si, Ti, Cr, B
Ca B IepBUYHOM JUCTHILISATE BIOJb [UTHHBI KOJIOHKH. MEPBUYHOM JUCTHILISTE BIOJb JUTMHBI KOJOHKH.

Kak BumHO M3 puc. 5, B caMOil BepXHEH 4acTH KOJOHKH HaOIIOJAarOTCSl BBICOKME KOHIICHTPAIWH JIETKOJICTYUHX
npuMeceil. 30Hy KOHIEHCAWH HamboJiee YHCTOr0 MeTayria (HWKHAA TOJIOBMHA KOJIOHKH) MOYKHO pa3felTh Ha J1Ba
ydacTKa M0 XapakTepy pacmpeneneHus koHmnentpauuii npumeceir Fe, Cu, Al, Mn. Konnentpamuu Ti, Cr, Ni mocie
MIPOBEJCHUSI OJHOTO LIUKJIA JUCTIILIALUKA yMeHbInatoTcs B 20-50 pa3 ¥ mpu MOBTOPHBIX LUKJIAX AUCTWIIIIUN 3TH
MPUMECH HE OTPEACIISIOT YHUCTOTY MOIyYaeMOro AUCTHILIATA. XapaKTePHOU ABJSICTCS KPUBast pacipeaesicHust Si BI0Jb
JUTMHBI KOJIOHKH (puc. 6). KoHneHTpalus KpeMHHUs BAOJIb AIUHBI KOJJOHKH HEU3MEHHA U JIUIIh B CaMOU HID)KHEW 4acTH
(pu Temmepatypax konaexcaruu 1150-1100°C) ero koHIeHTpawys B 3 pa3a HIKe, a B CAMO# BEPXHEH TOUKE KOTOHKH
€ro KOHIICHTpaIXs Ha TOPSJOK BBIIIE, YeM BJIOJb KOJIOHKH. B cpeHeM KoHLEHTpaust Si OT nepBOd JUCTHIUISILMN KO
BTOpPOI1 yMeHbIaercs B 3 pasa. [Io ntoram npoBeieHHBIX HccliefoBaHui (Tadi. 2, 3) MOXKHO 3aKIIIOUUTD, YTO XapaKTep
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NOBE/ICHHSI KPUBBIX KOHIIGHTpALXi IpUMecel 1 YMEHbILICHNE UX KOHIIEHTpaluii B OEpHUIUIMEBOM KOH/IGHCATE OT OJIHOM
JUCTHULILUN K IpyTroi COXpaHSIOTCS.

YPpoBeHb YUCTOTHI MOIYYaEMOro KOHJEHCaTa BO MHOI'OM OIPEeNsieTCsl COCTaBOM MCXOAHOro Merayuia. JlanHoe
00CTOSATENLCTBO YKa3bIBACT HA BO3MOXKHOCTH IOJIyYCHHS! OCPHIUTHSI BBICOKOW YHMCTOTHI MOBTOPHOW IHCTHIUISAIMEH.
HenocrarouHoe COBEpIICHCTBO METOMOB KOJIWYECTBEHHOTO OIPEACIEHHS HU3KMX KOHLIEHTpPAaLWi IpuMeceldl B
OepWUTMH  CHOCOOCTBOBAJIO YTBEP)KACHHIO MHEHHS O TOM, YTO YHCJIO NWKIOB JAUCTWILINMN BBIIE JABYX
HepanuoHaNbHO. B Tabm. 4 oTpaXeHbl JaHHBIE N0 MCCIEIOBAHNIO YPPEKTUBHOCTH OYMCTKU OCPHILIHS MHOTOKPAaTHON
ITUCTULISILIAEH.

Tabnuna 4. Coneprkanue mpuMecel B OEpUILINN TIOCTIE OJHO-, IBYX- U TPEXKPATHOH nucTmisAiuu (Mace. %).

DJeMeHT WcxoaHpiii MeTasl Ne mpricna AT IH
1 1K 2 IHKI 3 UK
Na 0,001 0,00001 0,000003 <0,000001
Mg 0,0003 0,00005 0,000004 <0,000002
Al 0,07 0,003 0,00005 <0,000001
Si 0,04 0,003 0,001 0,0003
P 0,003 0,00006 <0,000002 <0,000002
Cl 0,002 0,0002 <0,000003 <0,000003
K 0,001 0,0002 0,00001 <0,000003
Ca 0,001 0,0001 0,00003 <0,000003
Ti 0,005 0,0001 0,000006 <0,000004
Cr 0,03 0,0016 0,00006 <0,000004
Mn 0,009 0,0045 0,0008 0,00007
Fe 0,036 0,007 0,00025 0,00005
Ni 0,005 0,0001 0,00002 <0,000006
Cu 0,01 0,0005 0,00007 0,00002
/n 0,0005 0,0001 <0,000009 <0,000009
Cymma npumeceit 0,21 0,0155 0,0023 0,000478
Be, He MeHee 99,79 99,98 99,997 99,9995

JlMcTHiuIMyM  IPOBOAMJIMCH B ONMMCAHHBIX BHINIE YCIOBUSIX B JIMana3oHe YJENbHBIX ckopocreit 0,2 —
0,25 r/(cm*uac). Kak BHmHO M3 Tabiu. 4, myTeM NPOBENEHHS TPeX LHMKIOB ANCTHIUIIME M3 MCXOAHOTO MATepHaia
yucToTol 99,8% wMacc. mosydeH MeTamnm 4ucToTol 99,9995% wmacc. (6e3 ydera razoo0pas3ylomMX KOMIIOHEHTOB).
VYuuTeiBas TOT (hakT, YTO UCIIONB3yEMBbIH MCXOAHBINA MaTepuall yke ToABeprajcs rnpoueccaM paguHupoBaHus (HU3KHE
KkoHueHTpauuu Jerkoneryunx (Na, Mg, K, Ca) u TpyaHoneTydnx HpuMeced WM HX OTCYTCTBHE), NMOIyYEHHBIC
pe3yibTaThl TOKA3bIBAIOT JOCTATOYHO BBICOKYIO CTEHNEHb 3((EKTHBHOCTH IPOBEACHHS MHOTOKPATHBIX IMKIIOB
JucTuninud. Yncrora OEpiuIneBOro KOHASHCATa, MOMYYEHHOTO MOCIE YeTBEPTOTO M IISITOTO IIMKIIOB TUCTHILIALIUH,
ompenensercss Tpems snemeHTamu — Si, Fe, Mn. TeHmeHIusS yMEHBIIEHHS KOHIICHTPALMU OSTHX IPHUMECEH C
KOJIMYECTBOM IIMKJIIOB IIO3BOJISAET IPEANOIOKUTh, YTO IOCIE ISATUKPATHOM AMCTHULIIMM YHCTOTa IOIYyYCHHOTO
KOHJIeHCaTa MOXKET JOCTUYh YPOBHA 99,9999% macc.

OBCYXIEHUE PE3YJbTATOB

OurcTka OepwUIHs B MpPOIECCEe BaKYYMHOW TUCTWULAIMM OT JIETKOJCTYYHMX W TPYIHOJCTYYUX IpPUMECEH He
BBI3BIBACT OCOOBIX TPYAHOCTEH. MHTepec MpeACTaBIISICT MPOLECC OYMCTKU METala OT MPHMECeH ¢ ONU3KUMHU K
oepmtmio gapneHusMu mapos (Al, Mn, Si, Fe, Cr, Ni, Cu). [Ipu rimy06okoii odncTKe OSpHILIHS UMCHHO STH MPUMECH
OIPEICISIIOT YUCTOTY AUCTHLIMPOBAHHOrO Mertaiuia. [1o3ToMy oOCyIuM XapakTep MOBEACHHs JAaHHBIX MpPUMEcCed B
mpotiecce GOPMUPOBAHUSI KOHJICHCATA HA KOJIOHKE C TPaJUEHTOM TeMIepaTyphl.

[Tpu HaNMMYMKM rpaUeHTa TEeMIepaTyphl Ha MOBEPXHOCTU KOHJCHCAIMU paclipe/iejieHue NpuMecell B KOHIeHcaTe
3aBUCHT OT TEMIIEpaTypbl HarpeBa ydyacTKa IMOBEPXHOCTU. [lojHAas OTrOHKAa NPUMECH BO3MOXKHA TIPH TaKOH
TeMIlepaType MOBEPXHOCTH, KOTJa CKOPOCTH OC&XKICHHS M BO3TOHKHM Ul 3TOi mpuMecu OyAyT paBHbL. Merton
BaKyyMHOH IUCTWIUIALMK C KOHACHCAIMeW Mapa Ha HAarpeToil MOBEpXHOCTH TEOPETHUYECKH O0ECIHeYMBAaeT MOJIHOE
yAaJCHUE KaXKIOM MPUMECH MNPH ONPEISICHHONW TeMmIreparype MOBepxHOCcTH KouaeHcanmu [5]. Konmentparus
OpUMECH B KOHJIEHCAaTe OyneT ONpeAesaThCs JHIIb (DakTopamu, BEAYIIUMH K HApYIICHUIO YCJIOBHH paBHOBECHS
mporecca. Ecnu temmeparypHbIid TpaJMeHT HA TOBEPXHOCTH KOHJCHCAIIMU YJIOBJICTBOPSET YKa3aHHBIM YCIIOBHSM, TO
caM METOJI MOXKET PaCCMATPHUBAThHCS KaK BTOPHYHOE MCHAPEHUE MPUMECH M3 TBepnou ¢asel (peucmnapenue). B To xe
BpEeMsI TaHHBIC YCIIOBHS OTHOCHTEIIEHO PacCMaTPUBACMON TEMIICPATYPHOM 30HBI HE BHIIOTHSFOTCS JJIS1 BCEX TIPUMECEH.
[Ipu popMupoBaHHM KOHIIEHCATA HA KOJOHKE C TPAJAUCHTOM TEMIICPATyphl B HEKOTOPOH TeMIIepaTypHOI 30HE OyaeT
OCaXIaThCsl HamboJiee YHCTHIM MeTall. MeCTO KOHIEHCAMd Haubojiee YUCTOro Merauia (HIDKHSS II0JOBHHA
KOJIOHKH) MOXHO Pa3JelIUTh Ha JIBE 30HBI. BbIcOKOTeMIeparypHas 30Ha (HU3 KOJOHKH) OTJIMYACTCS MOBBIIICHHBIM
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couepkanneM Fe u Cu, y KOTOpBIX AaBJEeHHUE Mapa HEMHOTO HWXKE, YeM JaBlieHue rapa Ooepwuins. Bo Bropoit 30He
KOHJICHCAllUM HanboJjiee YUCTOro Metajula (CpeaHssl YacTh KOJIOHKH) HAOJFOIA0TCs TOBBIILICHHBIE KOHIIEHTpauuu Al,
Mg, Mn, naBneHMe napa KOTOPbIX HE3HAUYMTEJIbHO TIIpEeBBIMIAECT JaBieHHEe mapa Oepwumus. [IpoBeneHHbIC
9KCIIEPUMEHTHI TIOKa3aJli, YTO Ha pachpesiesieHue MprMecel B KOH/GHCATe TaKkKe BIMSIET M IUIOTHOCTH MOTOKA I1apa,
MAJA0MIET0 HAa TOBEPXHOCTh KOHAEHCAnuHu. [Ipu yBEeNMWYEHUN CKOPOCTH HCIApEHHUs, OOYCIOBICHHON YBEIMICHUEM
TEMIIepaTypbl paciuiaBa, B 30HE KOHICHCAIMM YHCTOTO METallla KOHIEHTPAMU TPYIHOJNETYYHX IpUMeceit
YBENWYUBAIOTCS C OJHOBPEMEHHBIM YMEHBIICHHEM KOHIICHTPAILMi JIETKOJNEeTydnXx mpuMecei, u Haobopot. [lpm
OTIPEeNIeNIEHHBIX CKOPOCTSAX WCIApPeHHs B HEKOTOPHIX TEMIIEPAaTypHBIX 30HaX KOHICHCAIIMM YHCTOTO MeTaia
MIPOUCXOIUT HAKOIUICHHE IIpUMeceid ¢ Om3Koi k Be ynpyrocTsio mapa, KOHIIEHTPAIH KOTOPBIX MOKET TOCTUTATh FITH
MPEBOCXOJUTh HUX KOHHLCHTPALHWIO B HWCXOAHOM MaTepuajc, YTO BIIOCICACTBUH ACIaCT HOHy‘IaeMBIﬁ JAUCTUILIAT
HEMPUTO/IHBIM JUIsl TIoclenytoueid ouncTku. [lostomy anst JgocTmkeHus HauOounblied 3((GEKTUBHOCTH OYHCTKH
cleyeT IMPOBOJIUTH JUCTWIIIAIMIO B Y3KOH OOJACTH BEJIMYMH YIENbHBIX CKopocTeil mcmapenus metamia (0,22 -
0,27 r/(cM*-gac)).

Temneparypa MOBEepXHOCTH KOHJEHCALIMU M CKOPOCTh POCTa KOHJIEHCATa ONpPEIEISIOT Ipouece GopMUpOBaHHMs
CTPYKTYpBI pacTyIIero KOHAeHcaTa, KOTopast ABJISIETCSl HEMaJIOBaKHBIM (pakTOpPOM, BIIMSIOIINM Ha BO3TOHKY NpUMeECEH
13 30HBI KPHCTAJUIN3AMK 00paTHO B mapoByio (a3y. Pazmepsl aToMOB npuMecell 3HAUNTEIHHO TPEBBIIAIOT pa3Mephl
atomoB Oepwmus. [loaToMy pacTymiell TOBEpXHOCThIO OSPHILUIMEBOTO KOH/ICHCATa BHAYale 3aXBATHIBAIOTCS, a 3aTeM
3aMypOBBIBAIOTCS B €T0 00BEME TOIBKO T€ aTOMBI IPUMECEH, KOTOPHIE MOMAaroT Ha (POHTE OCAXKICHHS B IOCTATOYHO
rryOOKHMe TOTEHIMAIbHEIE IMBI. TaKUMH MECTaMH MOTYT OBITh Je(EeKTHl KPUCTAJUIMIECKOTO CTPOCHHS KOHICHCATa, a
TaK)Ke TOPBI, TPEIIUHBI U MTOJIOCTH MEXIY chopMupoBaBIIMMUCS KpucTamutamMu. M3BectrHo [15], 9to mpu Temmeparype
koHnencanun Meree 950°C KOHIEGHCAT COCTOMT M3 KPUCTAIIOB, KOTOPBIE OTPAHEHBI ¢ TOPLOB MIOCKOCTBIO Gasuca
00pa3yloT XapakTepHbIe IIACTUHYAThIE CPOCTKH C OJIN3KOW B3aMMHOW OPUEHTHUPOBKOH OTIENbHBIX KPUCTAIUIOB (PHUC.
7). Kpome miacTHHUATBIX KPUCTAUIOB NMPH TaKUX TEMIIEpaTypax KOHAEHCAlMHM U ONpEIENICHHBIX CKOPOCTSAX POCTa
KOHJICHCaTa MOTYT 00pa30BbIBaThCSI PABHOOCHBIE, ACHIPUIHBIC, 8 TAKIKE UTOJIbUaThle KPUCTAILIBI.

AHanu3 NPUMECHOTO  COCTaBa  OJHOTO  KpHCTaula |
OKpYXKaIOIIeH ero 30HBI, METOAOM JIa3epHOH Macc-CHEKTPOMETPHUHU
MOKa3al, 4YTO KPUCTAI YHIIE MO CyMME KOHTPOJIHMPYEMbIX
mpuMeceit 0oilee 4eM Ha MOPSIOK. ATOMBI IPUMECEH, MOTMABIINE B
MTOJIOCTH MEXAY KPHUCTAUIAMH, HAaKAIUIMBAIOTCS TaM, ITOCKOJBKY
peucrapeHne U3 TaKuX MecT Oolee 3aTpyaHUTeIbHO. [loaToMy OBLITO
MPUHATO pemieHne o (OPMHUPOBAHMH IBYX TEeMIIEPATypHBIX
oOnacTel KOHACHCAIIMH BIIOJb BBICOTHI KOJIOHKM HOBOTO THIA. 3a
CYeT JOTMOJHHUTEIHLHOTO HarpeBarels, a Takke OSKpaHoB (puc. 3)
yIAJIOCh PACIIUPUTh BBICOKOTEMIEPATypHYIO 30HY (OpMHpOBaHHMS
IUIOTHOTO KOHJIEHCaTa IMPaKTHYECKH 0 CPEIUHBI KOJIOHKU. Bblie
9TO# 00JIaCTH MPOMUCXOIUT CYIIECTBEHHOE CHM)KEHHE TEMIIEPaTypBI,
YTO NMPHUBOJIUT K 00pa3oBaHUIO Ne(EKTHOU CTPYKTYpbl KOHJAEHCATa,
XapaKTepu3youelcst BBICOKOI CTENEeHbI0 3axBaTa IPHMECHBIX

aTOMOB.
Usyuenne 3()GEKTHUBHOCTH MHOTOKPATHOM  JIUCTHIUIAIINH
Puc. 7. IlnacTuH4aras CTPyKTypa KOHIEHCATa. (Tabm. 4) mpu OOWHAKOBBHIX YCIIOBHSIX (POPMHPOBAaHHS KOHJACHCATa

TI03BOJIJIO, BBISIBUTH HEKOTOPHIE 3aKOHOMEPHOCTH paMHUPOBAHMS,
a UMEHHO, TOT (aKT, 4YTO KO3(D(UIMEHTHl OYUCTKH MO KaXXJOMY NPHUMECHOMY 3JIEMEHTY OT OJHON IUCTHIUIALMU K
Ipyroi coxpanstorcs. IIpu 3ToM, ¢ OIHON CTOPOHBI, IPOLIECC OUUCTKY HOCUT IIPOTHO3UPYEMBIH XapaKTep U MO3BOJISET
JOCTHYb JKETaeMyl0 YHCTOTY IOJIy4aeMOro KOHJEHcaTa, a, ¢ APYroil CTOpOHBI, MOAOOPOM 0Oojee ONTUMAJIBHBIX H
KOHTPOJIMPYEMBIX YCIOBUI KOHJCHCAIMM MOXHO JOCTHYb BBICOKHX PE3YJIbTATOB OYHMCTKH. XOTs 3((EKTHBHOCTDH
OUUCTKM C YBEJIMUEHHEM KOJIMUYECTBA AUCTWUIALUN HECKOJIBKO CHMXKAETCS, a MpOIlecC OYUCTKU B OCHOBHOM
OIIpeIessieTCsl IPUMECHBIMHU JIEMEHTaMH, Y KOTOPhIX Koo((UIMEeHT pa3aeneHus 3a OJ1H LUK PaBeH WK Ooliee yem
0,1, Tem He MeHee, AMHAMUKA OYHCTKM COXPAHSAETCS W IOBTOPHBIC JUCTWILUIALMH JOCTAaTOYHO 3(QPEKTUBHEIL.
KonnuecTBO MOBTOPHBIX JUCTHIULLMNA ONpPEENsieTCs] YUCTOTOW MeTajlla, KOTOPYI0 B KOHEYHOM HTOre HeoOX0IMMO
MIOJTyYUTb.

IIpu momydeHun MeTasla BBICOKOM YHCTOTBI OCHOBOIIOJIATAIOIIUM YCIOBHEM SIBISETCS NPOBEACHUE IPOLECCOB
paduHUpOBaHUS B “CTEPHIBHBIX yCIOBWAX. McmapeHne MarepranoB IUCTHIUIAIMOHHOTO YCTPOMCTBA, a Takke
B3aMMOJAEHCTBUE 3THUX MATEPUANIOB C OCPHIUIMEM MOXKET MPHUBECTH K 3arpsA3HCHUIO IUCTHIUIMPYEMOTO MeTallia.
[TosTomMy wucmoONB3yeMOe AMCTHUISIAOHHOE YCTPOWCTBO TPAKTHYECKH TONHOCTBIO BBIMOIHEHO W3 Mo u BeO,
TIOCKOJIbKY JaHHBIC MaT€puajibl HaAUMCHLIIUM 06p8.30M BHOCAT 3arpsA3HCHUA B HOHy‘{aeMBIﬁ KOHJCHCAT. Hepen
MMpOBEACHUEM IUCTUILUIALIMNU, 0COOCHHO Ha 3aKJIIOYUTEIbHBIX OUKJIaX OYMCTKH, THUICIIb HGO6XOI[I/IMO MoABEpraTb
TCPMHUUYCCKOMY OTXKUTY IIPpU TEMIIEpATypax BBIUIC, YEM IIPpU MPOBCACHUN AUCTUILIALMNU. DTO BBI3BAHO TEM, 4YTO IIpH
JUTUTENBHON paboTe THIrellb HACHIACTCS Pa3IMYHOrO POJia 3arpsS3HEHUSMH U TIPU TPOBEICHUN AUCTHUISAINU BBIXOJ
MIPUMECHBIX IEMEHTOB U3 TUTJIS MOXKET IIPEBOCXOAMUTH UX BBIXOJ U3 PACILIaBa.
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B 3akmtoueHue CJICAYCT OTMCTUTD, YTO BBIIICOINMMUCAHHBIC YCJIOBHSA KOHACHCAIUU I1apOB 6ep1/mnml Ha KOJIOHKC C
TpaAuCHTOM TEMIIEPATYPbI JOJI’KHBI OBITH TECHO YBA3aHbI MCKIAY CO6OI7[, MO3TOMY IJIsd MOJYyUCHUS 6ep1/mm/1${ BBICOKOU
HYUCTOThI H€06XOI[I/IM KOMILJICKCHEIN noaxona, y‘lHTLIBaIOHII/Iﬁ BCC YIHNOMSIHYTBIC HapaMETPbL q)OpMHpOBaHI/IH
KOHJACHCAaTa.
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STUDY BY THE METHOD OF LAZER MASS- SPECTROMERY OF PROCESS REFINEMENT
OF BERYLLIUM AT VACUUM DISTILLATION

V.M. Azhazha, V.D. Virich , K.V. Kovtun, [N.S. Pugachov,, I.V. Shpagin

National Science Center «Kharkov institute of physics and technology»,
Institute of solid state physics, material science and technology,
61108, Kharkov, Ukraine, Academicheskaya str.1

The method of a vacuum distillation with application of an expedient refinement by condensation of steams beryllium on a surface
heated to particular temperatures, receives beryllium by cleanliness more than 99,999 % of masses. Some features of erasion of
impurities are discussed during a distillation beryllium, and also opportunity of severe clearing beryllium by a nonsingle distillation.
The deduction is made that the rising of efficiency of processes refinement beryllium by a method of a vacuum distillation is caused
by detailed selection of optimum regimens of realization of a distillation in checked requirements.

KEY WORDS: beryllium, refinement, vacuum distillation, distillation device, particular temperatures, optimization, mass -
spectrometer ultimate analysis.
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