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[IpencrasneHo niTepaTypHH OIIA CIIOCOOIB OJCPKAHHSA MOMIKPUCTATIYHOTO Ta MOHOKPHCTAIIIYHOTO TEPMAHII0 Ta
BU3HAYCHHS B HUX BMICTIB OKCUTEHY, HITpOreHy, TifporeHy. OCHOBHUM METOJIOM BU3HAYCHHS BMIiCTy OKCHICHY B rep-
MaHii € [Y crekTpocKortis, a TiIporeHy — BiJHOBIIOBAIbHE TUIABICHHS B TOTOIII Ta3y—HOCIs (HiTporeHy). ['epmaniit
HE B3a€MOIi€ 3 BYIVICIIEM Ta Ta30MOAiOHUM HITPOTeHOM B yMOBaX aHamizyBaHHS (Temmeparypa 750...2500 °C, tuck
ra3onoaioHoro HiTporeny ~1...3 atm). Merogom [Y criekrpockomii MokHa BU3HAYATH TLUTBKH BMICT OKCHTEHY, PO34H-
HEHOro (ONTHYHO aKTHBHOIO) Y MaTpUII repMaHito. BMicT okcureny, 38°s3anoro y GeO,, [MM METOIOM BU3HAYHTH
HEMOXKJIHBO. BrupoOneHHs 3pa3ka aist mporo meroxy ~1,5...2,0 ron. Yac ananizyBanns ~30 xB. Po3pobneno excrmpec-
HUIl MEeTOJ] BU3HAYCHHS BMICTYy OKCHTCHY B repMaHil BiJTHOBIIOBAILHIM IUIABICHHSM B rpadiTOBOMY TUTII B OTOI
TeJito 3 TIONePEeIHIM YCYHEHHSIM BIUIMBY 3a0pyIHEHb Ha TIOBEPXHI 3pa3Kka: OKCHI'CH, PO3UHHEHHI y MaTpHULi (ONTHIHO
aKTUBHUM); OKCUTeH, 3B’ 13aHui y GeO,; OKCHIeH, ONTUYHO aKTHBHUH Ta 3B’ a3anuii y GeO,, 10 BU3HAYAIOTh POTS-
TOM aHaJli3yBaHHS OJJHOTO 3pa3ka. BupoOmeHHs 3pa3ka s boro Metony ~5...10 xB. Yac anamizyBanus — Bix 40 1o
120 c. HaBeneno nopiBHsAHHS Hamoro Metoxny 3 4 criekrpockomieto. Po3pobiieHo MeTon BU3HAYCHHS BMICTY TiAPOTeHY
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Beryn. MoHo- Ta momikpucTanmiuHUE repMmaHiil BH-
KOPHCTOBYIOTh Y HaHOTEXHOJIOTISIX, SIIEPHIN eHepre-
TULI (IETEKTOPU Y — BUIPOMIHIOBAHHS, BUCOKOOMHI
OIIOpH, Y — CIIEKTPOMETPH), a6POKOCMIUHIN TeXHill
(mepeTBOpIOBadl COHSYHOI €HEpril B €JICKTPUYHY 3
koedinientom xKopucHoi aii 1o 40 %), pagapHux mnpu-
crposx (tonki muisku Ge ta GeO,), y BUPOOHULTBI
MIKPOCKOIIiB, IIMPOKOKYTOBUX (OTO-KIHOKamep Ta
cKina, 1o npomyckae [Y BUMpOMiHEHHS, Y TPOTHUIIO-
KEXKHIM (UyTIMBlI TEIUIOBI JATYMKH), IOBENIpHINA Ta
3ybonpote3Hiit (cruiaBu Au—Ag—Ge) npakruii [ 1-8].

MerasneBuil TepMaHiii OTPUMAIOTh BiJHOBJICHHSM
GeO, no meTtaiy rigporeHom. EQeKTUBHUM METOI0M
OZICP’)KaHHSI BHUCOKOYMCTOTO TE€pPMaHilo € TepMiuHe
posknajanns repmany (GeH,). Mono- ta nonikpucra-
JYHUI TepMaHiil BUPOILYIOTh 30HHUM IUIaBICHHIM
Ta MeTosioM Yoxpanbcbkoro B arMocdepi iHepTHOrO
razy (Ar, He) abo rigporeny. B ocranHboMy BUNaAKy
riIporeH mpatroe 1 K po3kuciosad [ 1-8].

OcHOBHI JpKepelia 3a0pyJHeHHS MOHO- Ta IOJi-
KPHUCTaJIIYHOTO FepMaHil0 JTOMIlIKaMH — 1€ TepMaH
1 MOYaTKOBUH repMaHiii B mpolieci HOro BiJIHOBIICHHS,
napora3osa (asza Ta rpadiToBi JeTali y mIaBUIbHOMY
rpocropi [5-9].

OxcureH y repMmaHii € OJIHIEIO 3 OCHOBHHUX JIOMi-
LIOK, SIKi BU3HAYAIOTh MOTO SIKICTh (CTBOPEHHS BKIIIO-
uenb GeO, y po3IiaBi, 4ac )KUTTS HEPIBHOBAKECHHMX
HOCIiB 3apsiliB, TeMIeparypHa CTaOlIbHICTh, CTBO-
peHHsT MiKpo ne(eKTiB, eneKTpodi3uyHi Ta eKcrya-
TaliiiHi XapakTepucTuku) [2, 5-8].

OKcHreH icHye B repMaHii B aTOMapHOMY Ta 3B’sI-
3anomy (y Bursai GeO ) cranax.

Bromouenns GeO_ cTBOPrOIOTECS ab0 B MpoLeci
3pOCTaHHS KPUCTaliB, a00 MOXYTh OyTH 3aXOIUICHI
3 TIOBEPXHI PO3IUIaBy KpUCTalaMH, ado B pe3ynbTarTi
PO3KIIaIaHHsI TIEPECHYSHOTO TBEPOT0 PO3UNHY OKCH-
reHy B MpOIEC sl BiAMAJICHHS Ta OXOJIOIKCHHSI.
UYepe3 QuykTyanii KOHLEHTpALiil Ta TeMIepaTryp
MOXJIBE ()OPMYBaHHSI B KpUCTajaxX BTOPHHHUX (a3
na ocnoBi GeO, . Li da3u npencrassoTh cO6010 Cy-
mim GeO, ta amopgnoro repmaniro [1, 2, 5,7, 8, 10].

VY repmadii, JIErOBAHOMY OKCHI'€HOM, MI>KBY3€Jb-
HUU OKCUTEH BUITAJIA€ B 0CAJI IPU TEPMIiuHil 00pooOii
y mianasoni remmeparyp 450...650 °C. Lle# nporec
IPUBOAUTH 110 BUALIEHHs OKCHAiB repManito (GeO ).
Bucoki konuenrpauii oxcureny (10'-10' at/cm?)
(~0,0005...0,0015 % wmac.) 3HaxXOmsTh TUIBKH B
KpHUCTaJIaX, sKi BUPOIIEHI B arMocdepi, 1110 BMIIIy€E
okcureH [2]. Jlns omepxkanHst MoHOkpuctanie Ge 3
HHU3bKHM BMICTOM OKCHCEHY MeHIue Hix 10" ar/cm’
(~0,0003 % wmac.) Ha erami BUPOLIYBAaHHS METOAOM
YoxpaJibChbKOTO HEOOXITHO BHKJIFOYMTU IOTAIaHHS
OKCHUTEHY 3 mapora3oBoi ¢a3u Ta rpaditoBux aeranei
y posmiaB Ge [5-8].

Y MeranypriiiHOMy CEHCI repMaHiii He pearye 3
rpagitom Ta HiTporeHoM. Lle mosicHIoE BUKOPHUCTAHHS
rpaiTOBUX THUIJIB ISl TUIABJICHHS Ta BUPOIILYBaHHS
KpHUCTaJIiB TepManito. KomepuiiiHi kpucrany repManiro
THKOJIM BUPOILYIOTh B aTMOC(Epi HITPOreHy, o poOUTh
OCTaHHIN BaXJIMBUM KOMITOHEHTOM Tipouiecy| 1, 2, 6].
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B3aemogist repmanito 3 TiAPOreHOM IPEICTaBIISE
BEIHMKUI iHTEepec, Ockuibku GE€ OTPUMYIOTH BiJIHOB-
nennam repmany (GeH,) [1, 3]. Ocranniii mpu Harpi-
BaHHI 10 Temmeparyp, Bumux 3a 370 °C, aucouiroe
3 YTBOPEHHSIM METajleBOro repmaito. Boepiie pos-
YMHHICTh TiPOTeHy B repMmadii Oyna AocimiJpkeHa B
[11]. ABTOpHM MOKa3ajH, IO B iHTEPBAJi TEMIIEPaTyp
750...1000 °C repmaniii MpakTUYHO HE PO3YHHSIE T'1]1-
pOTeH, a BMICT TiApOreHy B repMaHii He MEepeBHILYE
0,0001 mac. %.

B inTepBaini temneparyp 1500...1700 °C po3uun-
HICTb TiJPOTEHY B PiAKOMY repMaHii OMUCY€ETHCS TEM-
neparypHoro 3aiexHictio [12]:

lgx=0,51gp—2,97 - 750/T,

Jie X — KOHIIGHTpAIlisl TIAPOreHy B repMmadii, atr. %o;
p — napuialbHUI THCK TiIpOTeHy B Ta3oBiil ¢asi, [1a;
T — temneparypa repmaito, K.

PosuunnicTe rigporeny B repmasii mpu T - —
4-10'" ar/cm® (~1-1077 mac. %) [2].

IHdopmartist 3a B3aeMOiI0 TiPOTeHy 3 TepMaHi-
€M JIOBOJII CylepewinBa. PO3YMHHICTH TiiporeHy B
repMaHii NIBHJKO Maaae 31 3pOCTAaHHAM TeMIIepary-
PH, a BMICT TiIpOTeHy B 3pa3Kkax repMaHil0 3MEHIIIY-
€ThCS 31 30UIBIICHHSAM IXHBOI TEMIIEpaTypy B ILIa3-
Mi [2, 3]. JloBruii yac BBaXkay, 110 Ti{POreH — IIe
HEAaKTUBHUI €JIEMEHT y HamiBnpoBigHukax. OjHaK,
JIOCITI/PKEHHS TiIpOreHy B TepMaHii 3 BHCOKUM ITUTO-
MHUM OIIOPOM TTOKa3aJId, 0 BiH TAKOXK MOYKE BBOJIUTH
CJIEKTPUYHO aKkTUBHI aedektu [2, 3]. V 3nuBKax rep-
MaHi0, SIKi BUTOTOBJISIFOTh y KOHTAKTI 3 TiJIPOTCHOM,
BMICT ocTtaHHbOr0 — Bif (3...4)-10' 10 10" at/ cm?
(0, 0010...0,0015 wmac. %) [13]. B3aemonist rimpore-
HY 3 TepMaHIeM 3aJIMIIA€ThCs 00JIACTIO aKTUBHHX JI0-
cimijpkeHb. [l BUpinieHHs npoOieM B3aeMoii rep-
MaHII0 3 TiJPOTeHOM HEOOX1JIHO MaTh BUCOKOSKICHI
3pasku repmasxiro [3].

MeToau BU3HAYEHHS BMICTIiB JOMIIlIOK OKCHTIe-
HY, HITPOTeHY, TiIporeHy B repmMaHii.

OkcuzeH:

e MeTo1 iH(ppadepBoHOi criekTpockomii [ 1-3, 5-8,
10, 13-15, 18];

® METOJ BiJIHOBJIFOBAJILHOTO IUIABJICHHS B 1HEPT-
HOMY ra3i um Bakyywmi [13, 16, 17];

® MeToJ aKTuBalliiaumii [15, 19];

® Macc-crieKkTpomerpis [4, 14, 15].

Himpozen:

e poromerpuunuii merox [13, 15];

® METOJ BiJIHOBJIFOBAJILHOTO IUIABJICHHS B 1HEPT-
HOMY Ta3i uu Bakyymi [13, 16, 17].

Tiopoeen:

® METOJ BiJIHOBJIFOBAJILHOTO IUIABJICHHS B 1HEPT-
HOMY ra3i um Bakyywmi [13, 16, 17];

e criekTpaiapHuil metox [13, 15];
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® METOof CHANIOBaHHS B IOTOLI Ta30MOxiOHOTO
okcureny [13, 15].

Po3unHeHmii (ONTHYHO aKTUBHUI) Ta pO3MIiLICHUI
Yy MDKBY3JISIX OKCHUTEH Y MOHOKpHCTalaX TepMaHilo
€ eJEeKTPOHEUTpalbHUM 1 BHKIMKAE iH(ppauepBOHY
abcopOuito. lle BUKOPHCTOBYIOTH MJIsi BU3HAYCHHS
KoHIIeHTpanii okcureny [1, 2, 6, 7]. Hmwkusa mexa
BU3HAYECHHSI OKCUTeHy B repMmanii metogom IY crek-
Tpockormii ckiagae ~10% ar/em® (~0,0003 mac. %) [2].

Metonom iHdpauepBoHOi aOcOpOIii MOXKHA BU3HA-
YaTH BMICT TiJIbKH ONITHYHO aKTUBHOTO (PO3YMHEHOTO
y MaTpHli repMaHito) okcureny. KijgbKicTb OCTaHHBO-
ro, 3B’s3aHoro 3 repManieM B GeO,, MM MeTOIOM
BU3HAYaTH HE MOXKHA. BMicT okcureny, 3B’3aHOTO y
GeO,, Bu3HaYaM 3a JOMOMOIOK) EJIEKTPOHHOTO Mi-
KpOcKoIla Ha mpocBiuyBaHHs. Byno mokaszano, mo oca-
JDKEHHs1 B MaTpuli — 1e cymim GeO, Ta amopdHoro
repmanito [1, 2, 5, 7, 8, 10]. ABropu [5—8] Bu3HAuU-
JIM BMICT ONITHYHO aKTHBHOTO OKCHI'€HY B KpUCTallax
repMaHilo, BUPOLUICHUX MeTOoIoM YoXpalbChbKOro, B
mexax 10'...10'7 ar/cm?® (~0, 0005...0,0010 mac. %).
BMicT onTHYHO aKTUBHOTO OKCHUTEHY B 3paskax Iep-
MaHil0 BHCOKOI sIKOCTI 3MiHIoeThbes Bim 1,03-10'° mo
1,07-10'¢ ar/cm®, a B KpucTasax OCOOIHMBO YHCTO-
ro repManiro — y mexax 0,8:-10%...0,98-10'° ar/cm?
(~0,0005 % mac.) [8].

OCHOBHMM METOJIOM BH3HAYECHHSI BMICTy OKCHI€E-
Hy B repmadii € [4 criektpockomist.

VY HaI yac MeTOAN Mac-CIIeKTPOMETIi Ta akTUBa-
il MPaKTUYHO HE BUKOPHCTOBYIOTH ISl BU3HAYCHHS
BMICTy OKCHTEHY B T€pMaHii, a METOAM CIIEKTPaIbHUI
Ta CHaJIOBaHHS 3pa3Ka B MOTOL OKCHICHYy — JUIs
BU3HAYCHHS BMICTY Tifgporeny [4, 13, 14, 15, 19]. 1li
METO/H LiKaBi K iICTOpUYHi (PaKTH PO3BUTKY METOIIB
aHaJi3yBaHHs TepPMaHil0 Ha BMICTH OKCHIE€HY Ta Til-
poreHy. BinHoBIIOBaNbHE TIABICHHS B MOTOLI 1HEP-
TOTO Ta3y — KJIACUYHUH METOJ BH3HAYEHHS BMICTY
OKCHUTEHY, HITPOTeHY, TiJpOTeHy B MeTalax Ta He-
OpraHiYHUX MaTepiajiax NepeKUBaE HOBE JKUTTS. Y
80-x pokax 20-ro cTopiuus Oyiau CTBOPEHI MpUIaIH
3 BUKOPUCTAHHSM LILOTO METOAY 3 MPOTrpaMyBaHHSIM
BCBOTO Mpoliecy aHanmizyBaHHs. Lleli MeTon mae Be-
JIMKI TIEPCTIEKTUBH I BU3HAYCHHS BMICTIB OKCHI€-
HY Ta TiApOreHy, a MOXKJIMBO 1 HITPOTeHY, B repMaHii
[16, 17].

BpaxoByloun BukiaJeHe BHIE, OyI0 TOCTaBICHO
3aBIaHHS PO3POOUTH METOJ BHU3HAYECHHS B repMaHii
BMICTiB:

® OKCUTCHY, YCYHYBUIM BIUJIUB IOBEPXHEBHX
3a0pyIHEHb: ONTHYHO AKTUBHOTO, IO MICTHTBCS
Yy MDKBY30JbHUX IMPOCTOPAaX KPUCTAIIYHOI TpaTKu
(noMmimky ynposaukeHHs); 3B sa3anoro B GeO,,
SAKUH MICTUTBCS B MaTPUL y BUITISIAI HEMETAJIEBUX
BKJIIOYECHD.
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Ta6mumus 1. XimMiuHHIA CKJIa1 MOHOKPUCTATIYHOTO TEPMaHI0

Bwmicr enemenTiB y repmanii, mac. % x 107
>

Ag, Be, Cd, Co, Ga, Hf, Hg, In, Li, Mn, Nb, P, Pd, Sb, | As, B, Ba, Bi, Cr, Cu, K, Mg, Mo, Na, Al C F S
Se, Sn, St, Ta, Te, TLTi, V, W Ni, Zn, Zr a ¢
Menmmii Big 0,1 0,1 0,5 0,6 0,7 0,3

® TiJ]pOTCHY.

AHaJjiizaTopu Ta MaTepiaan:

1. Ananizaropu:

e dipma «LECO»: TC 436 — BHu3HauEHHS BMicC-
TiB OKCHTEHY Ta HiTporeHy (ra3—Hocii—reniii); RO
316 — BH3HAuUCHHS BMICTY OKCUTEHY (ra3—HOCii—Hi-
tporeH); TN 114 — Bu3Ha4YeHHSI BMICTY HITPOTEHY
(raz—Hociit—reniit); RH 402 — Bu3HaueHHs BMiCTy
rizporeny (ra3—HOCIi—HITPOTEH);

e (dipma «Termo Fisher»: ICP-OES Icap 6500
DUO — Bu3HaueHHsI XIMIYHOTO CKJIAJy TepPMaHito.

2. MoHokpucTaniyauii repmaiii (taodm. 1).

3. T'a3omnoniOHi Temild, HITPOTEH, aproH BHCOKOI
yrctoTH (He MeHuie 99, 998 00. %).

4. I'paditosi turii ¢pipmu «LECO».

5. XiMi4HI peakTUBHU Il OYHUILIECHHS ra3iB (Temil,
Hitporen, apros) Ta kouseprauii CO y CO, na anani-
3atopax TC 436, TN 114, RH 402 ¢ipmu «LECO»:-
MigHa ctpyxka Ne 501-621; ackapit Ne 502—-174; an-
rigpon Ne 501-171; 3akuc migi 3 P3M Ne 501-170;
pearent Illytua Ne 761-747.

6. Yuncti Metanu Ajsl KaniOpyBaHHS TeMIIEpaTypu
HarpiBanHs rpagitoBoro turis (Pb, Al, Cu, Pt, V, Nb,
Mo, Ta) [16].

7. ETanonu 3 BiIOMUMH BMiCTaMH OKCHUTEHY, Hi-
TPOTeHy, TiIporeHy Ui KajaiOpyBaHHS aHali3aToOpiB
(tabm. 2).

[ligroryBaHHs aHaIi3aTOPIB Ta MOMEPE/HI EKCIIe-
PUMEHTH

BMicTi OKcureHy, HIiTpOreHy, TiApOreHy B Tep-
MaHii 3HaxojsaThest Ha piHi 0,0001...0,0010 mac. %
[1-3, 5-8, 14]. 1106 3abe3neunT BU3HAYCHHS BMiC-

Taoauus 2. ETanonu nuis xaniOpyBaHHS aHATi3aTOPiB

TiB IIUX €JEMEHTIB Ha TAaKOMY PiBHi, MU CIIEIiaIbHO
TOTYBaJIM aHAJII3aTOPH JI0 poOOTH:

1. IlloxenHo:

® riepeBipka poOOTH BCIiX JETEKTOPIB, KJIANaHIB Ta
IHIINX BY3JiB;

® MepeBipKa, 3aMiHa, 3MallyBaHHsI TYMOBHX IPO-
KJIaJIOK PyXOMHUX YacTHH 1 JIeTalei;

® riepeBipKa HaTiKaHHS B aHaIli3aTopax (MepeBipka
uriibHOCTI — TecT «Leak checky).

2. 3amoBHEHHS CKISTHUX TPYOOK HallepeaoIHi aHa-
73y CBUKUMH XIMIYHUMH peareHTaMH, SKi PeKOMEeH-
nye GpipMa — BUPOOHMK aHaIi3aTopiB.

3. BukopucranHs rpadiToBUX THIJIB, SIKI PEKO-
MeHJy€e GipMa-BUPOOHUK aHaTi3aToPiB.

4. IlonepenHe nerasyBaHHs TpadiTOBUX THIIIB 32
temneparypu ~2500 °C Ta ixHe 30epiraHHs B €KCHKa-
TOpax, 3allOBHEHHX MOIIMHAYaMH BOJIOTU Ta OCYIIe-
HUMH TOBITPSIM ¥ aproHOM.

5. BukopuctanHs ra3onofioOHuX refito, HITPOreHy
Ta aproHy BUCOKOI YMCTOTH (He MeHIIe 99,998 006. %).

6. JlonaTkoBe OUMIICHHS Ieil0, HITPOTeHY, aproHy.

7. KanibpyBanHsi HarpiBaHHsl rpad)iTOBUX THIJIIB
3a TeMIepaTypaMu IUIABJICHHS YUCTUX METAJliB, SIKi B
MpoIIeCi MIaBieHHs: a00 He B3aEMOJIIIOTh, a00 €i1abo
pearyroTs 3 Byrenem [16].

8. KaniOpyBaHHS I€TEKTOPIB aHaIi3yBaHHSIM eTa-
JIOHIB 3 BIJIOMMMHU BMiCTaMHU OKCHUIE€HY, HITPOTCHY Ta
rigporeny (tabm. 2) [16].

9. XimiuHM# CKJaJa repMaHilo BU3HAYaIld METO-
JIOM ONTHYHOT eMICIIfHOT CIIEKTPOCKOMIi 3 iHAYKTHB-
HO-TIOB’sI3aHOI0 TUIa3Mor0 Ha ananizaropi ICP—OES
Jeop 6500 DUO ¢ipmu «Termo Fisher».

Bwmict gomimoxk, mac. % x 104
Eranon Kpaina, dipma Marepiai etanony
OxkcHreH Hitporen T'inporen
CRM CAOla 3,5+0,4 2942 -
. P Bymieresa craib
CRM CA08 Yipaia, acouiauis 15243 34+2 1,8£0,2
«Merai Ta AKiCTb»
CRM CAO011 Hepkasitoua cranb - 74+4 1,1+0,2
Ne 502-197 1243 B B
lot Ne J 0375-20
Ne 502-255
+ + _
Jot Ne 1000-2 CHIA, «<LECO» Byrnenesa cranb 450+9 642
Ne 502-416
+ + +
lot Ne T 0375-1 30+1 450+7 3,4+0,2
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BukoHaHHS OUX TpoUEAyp JO3BOJIWIO MaTh Taki
piBHi xonocroi nonpasku: aias TC 436, RO 316, TN
114 — oxcureH, HiTporeH — 2-107°...3-107° wmac. %;
st RH 402 — rigporen — 2-107°...3-10° mac. %.

Ha ananizatopax RO 316, TN 114, RH 402 6ynu
MPOBEJICHI MOMEPEAHI eKCIEPUMEHTH:

e BuBueHO B3aeMOMiI0 repMaHilo 3 rpadiToBUMH
TUIJISIMU, Ta3aMUA—HOCISIMU (Ta30MO1IOHUMH TETiEM Ta
HITPOT€HOM) Ta 3 PIAKMMH METalIeBUMU BaHHAMH (Hi-
KeJlb, MiJIb, 0JIOBO). [ epmaHiii He B3aeMoie 3 rpaditom
Ta ra30MoAiOHNM HITpOreHoM. Pe3ynbraTy BU3HaYeHHS
BMICTiB OKCHI€HY, HITPOT€HY, TiIporeHy B repMaHii 3
BUKOpUCTaHHAM posruiaBiennx BanH (Ni, Cu, Sn) un
0e3 HHMX HE BiIPI3HSUIMCH. AJle piBeHb XOJOCTOI MO-
MIPABKH ITiIBUILyBABCS IIPH BUKOPUCTAHH] BaHH.

e BusHaueHi TEXHOIOTI4UHI 0COOIMBOCTI MiATOTY-
BaHHs BaHH Ta 3pa3KiB repMaHiro. [XHe 3aBaHTaKeHHS
B THresb a00 HUII03 TIevi, Macy aHaJITHYHUX 3pPa3KiB.
3pa3ok repmaniro macoro ~0,3...0,6 T Tpeda 3aBaHTa-
XKYBaTu B IIUTIO3, @ BAHHY — HE BUKOPHCTOBYBAaTH.

e O0paHO ONTHUMAaJIbHY KOHCTPYKLIIO THIJISI —
nongiitai turmi ¢ipmu «LECO» (Ne 775-431 Ta
Ne 775-433). 30BHIWIHIA TUTENb — HarpiBalib-
HUHl. Uepes HbOrO MPOXOAUTH E€IEKTPUYHUN CTPyM
no 1000 A, sxwuii HarpiBae el Tureiab. BHyTpim-
Hii — HarpiBaeThcsl 3a PaxyHOK Teronepenadi
Big 30BHIimHBKOrO (~500...2500 °C). Ilepesara mo-
JOBIMHOTO THUIJS B TOMY, IO PO3IJIABICHUH MeTal
y BHYTPIIIHBOMY THIJIi HE B3a€MOJII€ 3 EIEKTPHU-
HUM cTpyMoM. ToMy MeTal He «3aTiArye» Ha CTIHKY
TUDJIS, SIK 1I€ TPAIuII€ThCsl B 3BUYAHHOMY THUIT. Y
BHYTPIIIHBOMY THIJII — IJIaCKa BaHHA PO3IUIaBIIC-
HOTO MeTaly TOBIIMHOIO ~1,5 MM, sika 1oOpe gera-
3y€ThCS. 30BHILIHINA THrelb MOXXKHAa BUKOPHUCTOBY-
Batu nMoBTOpHO (710 10...20 BU3HAUEHB).

e [IpoBeneHi eKCIEPUMEHTH 3 BHKOPHCTAHHIM
MeToliB: «Ramp» — MOCTYNOBe HApOILyBaHHS TEM-
neparypu THDVIS 3a 3aJaHOI0 Tporpamoro; «Sample

=

oo ) =2
T T T
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T

Binnocha konueHTpattis
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Amnaii3yBaHHS MOHOKPHCTAJIYHOTO I'€pPMaHil0 Ha BMICT OKCH-
TeHy: @ — OITHYHO aKTHBHOIO Tawli3y ~ 950 °C, okcuren —

0,00015 mac. %; 6 — 3B’s3aHOTO B OKCHJ repmaHito 7 T
~ 2000 °C, okcuren — 0,00026 wmac. %
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preparation» — miAroTyBaHHs 3pa3Ka B TUIJIi IO aHAi-
3yBaHHs [16, 17].

® Bu3HaueHO cyMapHUi BMiCT OKCUTEHY B TepMa-
Hii (ONTHYHO aKTMBHUH Ta 3B’s3anuii B GeO, ) — 10
10-10* mac. %.

e [lepeBipeHa MOXJIHMBICTh aHaNi3yBaHHS TepMa-
HiIO Ha BMICT HITPOTEHY.

IMigroryBanus npod. AHaNITHYHI 3pa3Ku repma-
HII0 BATOTOBJISUIM BIJKOIIOBAHHSM IX BIJ 3JIMBKA Ta
BiIOMpaHHIM TaKUX IIMATOYKIB, sIKi HE Oynu Ha MO-
BEPXHI 3JIMBKA, 1 HE MOIIH OyTH OKUCIIEHUMH. Y Ta-
KWK croci0 i3 mpouexypu mpoOOMiAroTyBaHHS Oyio
BUKJIFOYECHO TPABJICHHS, TPOMHUBAHHS Y PI3HUX PO34H-
HaxX, cymiHHA. Yac BUTOTOBJIEHHS 3pa3KiB repMaHiio
~5...10 xB. Yac 30epiranHsi TOTOBHX 3pa3KiB A0 aHa-
mi3yBaHHA He mepeBuilyBaB 10 xB. Macu aHamiTH4-
HUX 3pa3kiB repmasiro 0,3...0,6 . 3a peanbHUX yMOB
BUPOOJIEHHS] MOHOKPUCTAJIIYHOTO TepMaHito, o0 He
TICYBaTH 3JMBOK, HEOOXIJHO BigOMparu 3pa3Ku HE 3
CepeInHH, a 3 0Tro MOBEPXHI.

Pe3yabrarn excnepumentiB. Ha ananizatopax TC
436, RH 402 Gynu BU3HaUeHI OCHOBHI MapaMeTpu —
TeMIIeparypa Ta yac, Macl aHATITHIHNX 3Pa3KiB, aKTHB-
HE MiATOTYBaHHS 3pa3KiB TePMaHIi0 B TUIJII JI0 TIOYATKY
npouecy [16, 17]. ExcriepumenTy mpoBoaniu 6e3 BUKO-
PHCTaHHS BaHH 3 PO3IUIABICHOTO METaTY.

Ha anamnizaropi TC 436 BMIiCTH OKCHUTEHY Ta Hi-
TPOTeHY BU3HAYAIU JIBOMA METOJIAMH:

e Meron «Ramp» — mnocCTynoBe HapollyBaHHS
TEMIIEpaTypH HarpiBaHHS 3pa3Kka repMaHito B rpadi-
ToBoMy Turii Big 750...2200 °C 3 xpoxom 20 °C/c.

e Metoxn «Sample preparation» — akTUBHE MiJ-
rOTyBaHHS 3pa3ka repMmaHisi B rpadiToBOMY THIII JIO
aHajizyBaHHs (HarpiBaHHs 3paska 10 ~ 400 °C mpo-
TsaroMm 20 ¢) [17].

VY Tabmn. 3 HaBeJeHi cepeHi pe3yIbTaT BU3HAYCH-
HS BMICTY OKCUTEHY IMMH MeTogaMu. HezanexHo Bifg
BUOPAHOTO METOYy BMICTH OKCUTEHY OJIHAKOBI.

Ha pucyHKy HaBe/IeHO TIPHKJIa 1 aHATI3yBAHHS MOHO-
KPUCTATIYHOTO TePMaHif0 Ha BMICT OKCHTCHY METOIIOM
«Rampy. 3a gac anamizyBanus (~100 c) 3adikcoBano
JIBa KK BUIAJICHHSI OKCUTEHY Y BUIVIALI MOHOOKCHIY
Byrewto (CO): mepumii — 3a Temneparypu 950 °C 3
~10 1o ~35 ¢ (BUDaNCHHS ONTUYHO AKTUBHOTO OKCHUTE-
Hy); npyruid — 3a Temneparypu 2000 °C 3 ~50 1o ~80 ¢
( BUIAICHHS OKCHTEHY, 3B s13aH010 B GeO,).

Ta6uaunust 3. Bmict okcureHy B repMaii, mac. %, x 107

P S |
1,4+0,3 1,6+0,3 950
3,6£1,4 3,7+0,8 2000

“Cepenne 3 10 mapajienbHuX BU3HAYEHb.
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Ta6auns 4. [TopiBHAHHS METO/IB BU3HAYCHHS BMICTIB OKCUI'€HY, HITPOT€HY, TiIpOreHy B repMaHii

XapakTepucTuKa MeToLy

Merton BiHHOBJ’[}OBaJ’ILHOl"O TIJIaBJICHHA

Meton IY criekrpomerpist

[poGomiaroryBanHs

IImarouku Ge Oyab sixoi popmu mMacoro 0,3...0,6 1,
BiZiOpaHi 3 MOBEPXHI 37IMBKa, HE PO3pi3alodu HOro.
Buroropnenns — 5...10 xB

IMnockonapanensH. nonipos. 3pasok 30x30 MM
2060 025...50 mm, ToBimHa 2,0+0,04 MM.
3nuBok Tpeba pizaru. BuroroBnenns — mo 120 xB

I1lo MokHa Ta HE MOYKHA
BU3HA4aTH ?

MoskHa BU3HAYATH BMICT: OKCHI'€HY, PO3YHHEHOTO
B Marpulli (ONTHYHO AKTUBHUI); OKCUTECHY,
38’s13an0r0 B GeO,; cymapno (1+2) 3 oqHorO 3paska;
TiporeHy; HITPOTeHY

MoskHa BU3HAYaTH TUTBKH BMICT OKCHI'€HY,
PO3YMHEHOT0 B MaTpuUlli (ONTUYHO AKTHBHHIA).
He Mo)xHA BU3HAYaTH: BMICT OKCHICHY, 3B’ I3aHUH
B GeO,; BMICT Tiporeny; BMIiCT HiTporeHy

Ta aHaJIi3yBaHH)

Yac ananizyBaHHS ~40...120 ¢ ~30 xB
ExcnpecHictb
(npoGomnigroryBaHHs be3 TpaBnennst — 10 5 xB; 3 TpaBiaeHHAM — ~10 xB ~ 150 xB

Iomupenicts MeTOAIB

MokHa PEKOMEHIyBaTH ISl eKCIIPECHOTO
BU3HAYCHHSI BMICTIB OKCUTCHY
Ta TiIPOreHy B repMaHii

3aralbHONPUIHATHI METO/] BUSHAYCHHS BMICTY
OKCUTEHY B MOHO- Ta TOJIIKPUCTAIIYH. TepMaHii

Hnst pyruHHEX poOiT OyB BHOpaHHW MeTON
«Sample preparation», TOMY 1110 Yac aHaTi3yBaHHSI —
~80 ¢, a msa metoma «Ramp» — mo 150 c.

MeTo10M BiAHOBIIIOBAJILHOTO TUIABJICHHS B OTOLI
HiTporeny Ha RH 402 Oyno Bu3HaueHo BMicCT rigpore-
Hy BTepMaHii. Bynu npoTecToBaHi BAHHH 3 pO3ILIaBiIe-
Hux Ni, Sn, Cu ij1s1 pO3uMHEHHSI FepPMaHIt0 3a TeMIIepa-
Typ 950...1500 °C. Haiikpamii pe3yasTaTa OTpIMaHO
0e3 BUKOpHCTaHHS BaHH 3a Temmepatypu 950 °C y mi-
arna3oHi MacH aHajiTHyHUX 3pa3kie — 0,3...0,6 . He
BHUSIBJICHO 3QJIC)KHOCTI Pe3y/IbTaTiB aHai3yBaHHs BiJl
Macu 3paskiB. Cepeaniii pe3yisrar 25 mapaneibHuX
BH3HAUEHb BMICTY TiIpOreHY B MOHOKPHCTATIYHOMY
repmadnii 0,000121+0,000014 mac. %.

VY T1abn. 4 HaBemeHO TOPIBHSIHHSA HAWOLIBIIE ITO-
LIMPEHOTO METOAY aHaJli3yBaHHs I'€pPMaHi0 Ha BMiCT
okcureny (IY cmekrpockomisi) Ta po3poOIIEHOrO
Hamu. MeToa BiTHOBITIOBAaJHHOTO IUIABICHHS Mae
nepeBaru Tepes KiacuuHuUM. [OJIOBHI mepeBarun —
Ile eKCIPECHICTh Ta MOXKJIMBICTh BHU3HAYATH BMICT
ONTHYHO aKTUBHOTO OKCUTeHY Ta 3B’s13aHoro B GeO,,
HE pYHHYIOUH 3JIUBOK.

3pa3ku repMaHilo miciisi BU3HAYCHHsI B HUX BMICTY
okcureny Ta rigporeny Ha RO 316 Ta RH 402, B ssxkux
ra3—HocCili—Ta30MoAi0HUI HITPOTeH, aHaNi3yBaJld Ha
BMicT HiTporeny Ha TN 114 ta TC 436, ne raz—Ho-
cifi—reniit. BmicT HiTporeHy B repManii OyB Ha piBHI
xonocroi nonpasku — 0,00002...0,00003 wmac. %,
TOOTO aHai3yBaHHsS IMYCTOrO THUINIS. 3pa3Ku repma-
HIIO ITICJIsl aHAJI3yBaHHS BUTIAIAIU 3 TUIIISL Y BUIJISI
OJIMCKY4YHUX, HE OKHCIICHUX, Maiike cepruHoi hopmu
KyJIbOK. Macu 3paskiB 70 Ta MICHISI TaKUX BHIIPOOY-
BaHb OyJIM OJHAKOBHMHU.

I3 Toukn 30py aHani3yBaHHS IepMaHiii He pearye
3 ByIJICLIEM Ta Ta30mofiOHUM HiTporeHoM. lle Hamwm
BCTaHOBJICHO EKCIIEPUMEHTAJbHO Ha aHaji3aropax
RO 316, TN 114, RH 402, TC 436.
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BucnoBku

1. HitporeH Ta ByIviels He B3a€MOJIIOTh 3 TepMaHieM
B yMOBax aHajizyBanHs (Temneparypa 750...2500 °C,
THCK Ta30IO{IOHUX T'eJTif0 Ta HITporeHy ~1...3 arm).

2. OxcureH (MOHOOKCH]| BYTJICIIO) BHIIIISIETHCS
B Ta30By (ha3y MpH MOCTYIOBOMY HarpiBaHHI 3pa3ka
repMaHiio B rpa)iTOBOMY THIVII B [TOTOL I'€JIiI0 y BUI
JIBOX TIKIB: mepimii — 3a Temreparypu 950 °C —
ONTUYHO AKTUBHUI OKCUTEH; JPYTUM — 32 TEMIIEPATY-
pu 2000 °C — oxcuren, 38°s3annii y GeO,.

3. Po3pobieno MeTon BU3HAUCHHS BMICTY OKCH-
reHy B MOHOKPUCTaJiYHOMY F€pMaHii: ONTHYHO aK-
TUBHOTO; 3B’s3aH0r0 GeO,; MOCJIIJOBHO 3 OJHOTIO
AHAJITUYHOTO 3pa3Ka, ONTUYHO aKTUBHOTO Ta 3B’ -
3anoro B GeO,.

4. Po3po0ieHo MeTo BU3HAYCHHSI BMICTY Tifpore-
HY B MOHOKPHCTaTIYHOMY Te€pMaHii.
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DETERMINATION OF THE CONTENT OF OXYGEN, NITROGEN,
AND HYDROGEN IMPURITIES IN GERMANIUM

R.V. Kozin, O.M. Kalinyuk, A.M. Kibkalo, M.M. Kalinyuk, S.G. Grygorenko
E.O. Paton Electric Welding Institute of the NAS of Ukraine.

11 Kazymyr Malevych Str., 03150, Kyiv, Ukraine. E-mail: kosinrv@gmail.com

Literature review of the methods of producing polycrystalline and monocrystalline germanium and determination of
oxygen, nitrogen, and hydrogen contents in them is given. The main method of determination oxygen content in ger-
manium is IR-spectroscopy, and for determination of hydrogen content it is reduction melting in a flow of carrier gas
(nitrogen). Germanium does not react with carbon and gaseous nitrogen under the analysis conditions (temperatures
of 750...2500 °C, pressure of gaseous nitrogen of ~1...3 at. %). Only the content of oxygen, dissolved in the matrix
of germanium (optically active), can be determined by IR-spectroscopy. It is impossible to determine the content of
oxygen bound in GeO, by this method. Preparation of the sample for this method took ~ 1.5 ...2.0 h. Time of analy-
sis was ~ 30 min. Express method of determination oxygen content in germanium by reduction melting in a graphite
crucible in a helium flow with preliminary elimination of the influence of surface contamination on the sample was
developed: oxygen, dissolved in the matrix of germanium (optically active); oxygen bound in GeO,; oxygen optically
active and bound in GeO,, which are determined during analysis of one sample. Sample preparation for this method
took ~ 5...10 min. Time of analysis was from 40 to 120 s. Comparison of these methods with IR-spectroscopy is given.
Method of determination of hydrogen content in germanium was developed. 19 Ref., 4 Tabl., 5 Fig.

Keywords: determination, germanium, oxygen, hydrogen, nitrogen
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