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[pedcmasneHo nimepamypHul 02190 Memodie 00Ci0XeH-
HA, Npuknadie 3acmocysanHa 2iopudie memanie 4A ma 5A epyn
(mumaHy i Hiobilo) ma gusHa4yeHHa 8micmy 800HIO 8 Yux Cno-
JIYKax.

Po3po6ieHo MemoOuKu 8U3HAYeHHs 8MicmMy 800HIO 8 YUX Md-
mepianax 3 8UKOPUCMAHHAM CNAJTIOBAHHA A60 BIOHOB/1I08A/IbHO20
N/1Ge/IeHHA 3paska, Wo aHasizyemsCs, 8 NOMoUyi 2asy-Hocis — Kuc-
Hio abo azomy (apzoHy, 2enito), 8ionosioHo.

Kntouoei cnosa: 2i0pud, nepexioHi Memasnu, 8U3Ha4eHHs, 800eHb.
Keywords: hydride, transitional metals, determination, hydrogen.

Literature review on methods investigation, examples of
application hydrides of metals 4A and 5A groups (titanium
and niobium) and determination of hydrogen content in these
combination are presented.

Methods of determination hydrogen content in these materials
with utilization of the burning or restoration melting of the
analytical sample in carring gas flow — oxygen or nitrogen (argon,
helium), accordingly, are created.

ri,u,pmp,m mepexifHux MeTanis 4A Ta 5A rpyn nepiofnyHoi cucteMu XiMiUHUX eneMeH-
tiB [I.I.MenpeneeBa B CyvacHiil TexHilll BUKOPUCTOBYIOTh AK Y TPALULIAHUX Tany-
31X — MeTanyprii Ta ximii, Tak i B HOBUX — aTOMHIW Ta TEPMOALEPHIN, KOCMIUHIN, Te-
peTBOpeHHi eHeprii, BogHeBiN eHepreTulli. PisHoMaHiTHI MeToau [OCHimKeHHA XiMiyHO-
ro cknagy, GisuyHux Ta XiMiYHWX BACTUBOCTEW TifpufiB i BUTOTOBNEHHSA i3 HUX BUPO-
6iB ZOMOBHIOTb OAWMH OAHOTO. I[i MeToau PO3WMPIOIOTL MOMIUBOCTI MaTepiazo3Has-
1iB, AKi BUBYAWTb CTPYKTYPY, Gdisuko-ximiuui Ta iHwi BnacTusocTi BUpOGIB i3 rigpu-
IiB mepexigHux Metanis [1—7]. Bararto pocnipHukiB NpUAinAnn yBary BUBYEHHIO CUC-
TeM «MeTanu 4A Ta 5A rpyn — BopeHb» 3 TOYKU 30PY BUBYEHHA PiBHOBATU MiX TUCKOM
BOZHIO B ra3oBiit Gasi, oro KoHLeHTpauielo B MeTani Ta Temmneparypotw [8—11]. I3 uu-

MW MeTajlaMu CKJIAZHO IIPOBOJUTU EKCIIEPUMEHTU, OCKLIbKM BOHW MAlOTb BUCOKY 3LaT-
HICTb pearyBatu 3 O6yab-AiKUMW MarepiajaMu Ta ra3oBumu armocdepamu. ®isuxo-ximivni
ACIIEKTU BUBYEHHA TiIPUJiB MepexXilHUX MeTaliB MMEPeBaXaloTb 3a AOCIHIIKEHHAMU LUK

crionyk. Ile cTocyeTbcs oco6nMBOCTEN fAiarpaM CTaHy «MeTal — BOAEHbY» (TepMoAnHa-
MIYHUX Ta KiHeTUYHUX xapakrepuctuk). [lobynosani paiarpamu «Me — H» y koopznHa-
Tax <P — I, C — T, C — P», ge P, T, C — TUCK, TeMIlepaTypa, KOHLEHTpallis, BifMOBiAHO

[8—11], Ta ana cucremu «Ti — H» — motpiiita — «P — T — C» [12]. ABTOpU poboTU
[13] BuBvyanu TepMoauHamivuHi BnactusocTi y cucremi Ti — H 3a Tuckom (2...20) Mlla.
BusiBneHa MOXIUBICTb CTBOPEHHS MOHAZCTEXIOMETPUYHOTO Tifpuaa TUTaHy. B uiit pobo-
i Bukopucraui tmran (Ti > 99,99 % Mac.) ta Bozenb (0, — < 0,000005 % 06.) BUCOKOi
yucroTu. ABTOopu 6inburocti pobiT mpauoBanu 3 TBepauM MeTanom [1—13]. Jinute B po-
6orax [14—19] BUBYEHA B3aEMOJiA PO3IUIABIEHWUX TWUTaHy, Hi06ilo, NUPKOHIO Ta ixHixX
crnaeiB 3 BopHeM. [lepebir mpouecis B3aeMopii BoaHo 3 MeTanamu (afcopbuia ta aucouia-
1ia BopH1O, AMbY3iA aTOMApPHOTO BOAHIO 3 YTBOPEHHAM TBEPAOT'0 PO3YUHY BOLHIO B Me-
Taji, yTBOPEHHSA TifpuAy) 3HAYHOW MIpOl0 3a/€XUTh Bif, YUCTOTU MeTany. 3a6pyLHEHHS,
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Akl BUABNAIOTL B 00'€Mi MeTany, BIIWBAIOTL Ha LWIBUA-
KicTb peakuiit Ta Ha cTabinisaluiio i IONOXKEHHA MeX
obnacrent icHyBaHHA (a3 y CUCTEMI «MeTal — BOAEHb».
JloMiurKu KUCH10, BYTJleLio Ta a30Ty 610KyI0Th (Po6nATh
HEMOXJWUBWUM) PO3MillleHHA BOAHI0O B TeTpPaefpUIHUX
Ta OKTAeAPUYHUX MIXKBY3JAX I'PAaTOK i 3HAYHO BIUIUBA-
10Tb He JIMlIE Ha TeMIIepaTypu Ta iHTepBanw NepeTBo-
penHa (a3, a  Ha PO3YMHHICTb BOAHIO B IMepexXifHux
MeTanax. HaaBHicTb y mopowkax mepexifHWX MeTanis
OKCUJHUX, KapbifHUX Ta HITPifHUX HOMILIOK CTBOPIOE
TPYAHOW s rifpupysanHa [1—7].

YV uurosanux Buue poborax € 6araro iHhopmauii
TEOPETUYHOrO IUIaHY W IMPAKTUUHO BiAcyTHA iHGOp-
Malif aHaniTMYHOro i METOAUYHOrO IJaHiB, 0CO6AUBO
CTOCOBHO E€KCITPECHUX METOAiB IIPAMOTO BU3HAUEHHSA
BMICTY BOZHIO B rifpuzax mepexipinx metanis. Ha cbo-
TOLHI caMe MeTOAU eKCIIPecHOTO aHali3y MaioTb Hau-
Ginbure 3acrocyBanHa [20, 27—38, 43]:

® BifHOB/OBaJIbHE IJ1ABJEHHSA aHANIITUYHOTO 3pas-
Ka B IIOTOLi rasy-Hocif (a30Ty, aproHy, reniio);

® (manioBaHHA aHANiTUYHOTO 3pas3ka B MOTONi
KUCH?O.

YV tabnuui 1 HaBefeHi OCHOBHI MapaMeTpn MeTOAUK
aHaniszy mepexigHux MeTanis Ta ixHix rinpupis Ha BMicT
BOZHIO (TeMIlepaTypa HarpiBaHHs 260 IIaBlEHHS, TPU-
BaJICTh aHani3y, Maca aHaNiTUYHOrO 3pa3ka Ta iHum).
IIi MmeTonuKU MOXHA PO3AINUTK Ha:

1. ¢isunuHi [20, 25, 26, 43];

2. disnko-ximivHi:

a) vy Bakyymi [20—24, 35, 37, 43];

6) y rasosomy moToui: asory [20, 27—34, 36,
38, 43], aprony, renito [20, 32, 38, 43], kucHio [20,
25, 43].

Y cyvacHuX aHanizaTopax BMICTY BOZAHI0 B MeTa-
7axX Ta Tifpupax MepexifHux MeTajliB Ajif IUIaBleH-
HA (HarpiBaHHA) 3pa3ka BUKOPUCTOBYIOTb I€Yi OMODY
[20, 22—24, 28, 31—33, 35, 37, 38, 43] Ta BUCOKOYAC-
TOTHEe HarpiBauHa [20, 21, 27, 29, 30, 34—36, 38, 43]
(tabn. 1).

ABTOpU poOGiT [20, 22—24, 34—37, 43] pnsa mnas-
JleHHA (HarpiBaHHA) aHaniTUYHWUX 3paskiB BUKOPUC-
Tanu KBapuosi Twurai, a pobit [20, 21, 27—33, 35,
38, 43] — rpadirosi Turni. Y poborax [25, 26] wo-
L0 MaTepiany TUIJA HIYOTO He 3a3HavyeHo (Tabn. 1).

Tabnuys 1. AHanis nepexioHux memasnig ma ixHix 2i0pudis Ha smicm BOOHHO

Table 1. Analysis of transitional metals and its hydrides on hydrogen content

Mertop, aHanisy, HarpiBaHHA (IU1aBEHHA), . LD G Temmeparypa Maca
[] 2 Marepian | ananisy, PaLY]
Ta3-Hociit (BakyyM), TUrenb _— ananisy, °C npo6w, T
25  IIpOTOHHWI MarHiTHWI pe30HaHC TiH, I, 20
.. . iMHaATH !
26 PenTtrexorpadiuanit aHanis MeH,
21  Ananis y BakyyMi,
BWUCOKOYACTOTHE HarpiBaHHA, ) Nb 10 1400 0,15...0,30
35,43 rpadiToBUil TUTEND BMMlplOBz_:lHl_m TUCKY
22 Ananis y BakyyMi, Iy omopy, B CUCTEM! ITIA Hac .
- ! " aHanisy Ti 30 800 0,03...0,09
35,37 KBapLOBWIL TUTENb
23 . 25 1000 0,3...0,5
TepmiuHe po3knagaHHA 0 H
TiIpUAY V BakyyMi, miv (ASALED lEg,
24 ONOPY, KBApLOBWil TUTENb BUMOPOXYBaHHA ) 30 1100 3,0
Ta 3BaxyBaHHA H,0 TiH,
Oxkucnenns H,,
36 AHanis y moroui asory, BUMOpOXyBarHA H,0, >2 1350 0.05
BUCOKOYACTOTHE HarpiBaHHf, TUTPYBAHHA
KBapLoBuit e
g MRS EAEE e I Ti ~8 02..05
i3 TemnomposigHoCTi 99 5 »
0
29,43 P ) ) Ta ~5 0,02...0,10
27 Hani3 y MoToui a30Ty, BUCOKOYACTOTHE HArpiBaHHs, TiH, 65 % ¢ 0,01
rpadiToBUil TUTeNb, [ETEKTOD 3 TEIIOMPOBIRHOCTI B ~3
30,38 Ti 620...700 *mA  0,2...0,3
28 . . . . TaH, Tndopmanis 0,05
31  Awani3 y moroui asoty, miv omopy, rpadiToBuit TMTEND, Ta ~4 BincyTHs 0,2
33  AETEKTOD 3 TEIUIONPOBIAHOCTI oI 02..03
32 Awanis y moroui aprosy (renitw ), miu omopy, Ti, Zr, Hf, >1
38  rpadirosuit Turens, okucnenss H,, ingpavepsonuii Nb, Ta, V 765 A° 0,15...0,35

BETEKTOP

a — [27, 29, 34] — BifCOTOK MOTYKHOCTI, BKNazeHoi B rpacdiToBnii TUTENL;
6 — [30, 38] — BenuuMHA aHOAHOTO CTPYMY I'eHEPATOPHOIL NaMmu;
B — [32, 33, 38] — BenuuuHA eNEKTPUYHOTO CTPYMY, AKUI IIPOXOAUTb KPisb rpadiToBuii TMrenb
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YV poborax [23, 24] aHaniTmuHi 3pasku rigpupis
Ti y Bupi mopowky HarpiBanu, a B pobortax [27, 28]
QHANITUYHI 3pa3ku PO3YUHANU Y PO3IUIABIEHOMY OJI0Bi
Macoo ~2,0 r (Tabn. 1). Indopmanii crocoBHO BUKOPU-
CTAHHA IHUMX BaHH ANA aHAN3y Tifpuais Ha BMICT BOL-
Hio HeMae [20, 27, 28, 36, 43].

[JapameTpu MeTOAUK aHaNi3y rigpwpis: Temiepa-
Typa HarpiBaHHA (INaBlleHHA) 3paskiB, TpuBaiicTb
aHanizy, Maca aHaniTuyHol HaBaXKu, KanibpysaHHA

33 CTaH[APTaMW, — KONWBAWOTbLCA B LYKE LIUPOKUX
Mexax:

* memnepamypa HaepisaHHA — Y BaKyymi
(1000...1100) °C [23, 24];

nnasnieHHa ~— Yy  T[OTOLi  Trasy-Hocia

(1350...1800) °C [27, 28, 36].

YV poborax [28, 31] BipcyTHA Oynb-aka indopma-
1il CTOCOBHO TeMIIepaTypu HarpiBaHHA rpadiToBUX
TUrniB, a B poborax [27, 29, 34] 3amicTb TeMmmepary-
PU aHani3y HaBefeHi BifCOTKU IOTYXKHOCTI, AiKa BKJa-
IeHa y rpaditoBuit Turens, B poborax [32, 33. 36] —
BEJINUUHA E1eKTPUYHOTO CTPYMY, AKUWA MPOXOAUTD Ye-
pe3 rpadiToBUil TUTENb, TA BEIUYUHA AHOJHOTO CTPY-
My reHeparopHoi nammu [30, 38] (tabn. 1);

* mpusanicmb auanizy — y Bakyymi (25...30)
XBWINH [23, 24];

— y noToui rasy-Hocis (2...4) xBunusu [27, 28, 36];

TpuBanicTb aHanisiB MiCTUTLCA B AYKE LIUPOKOMY
inTepBani — Bif 2 [0 30 XBWINH 1 3aJ1€XUTDb Bif TPUH-
UMIy HarpiBaHHs, TEMIIEPATYpU Ta Macu aHaNiTUYHO-
ro 3paska (rabn. 1);

* Maca  aHanimuuHo20
0,01 o 3,0 r [23—28, 36].

YV poboTax [27, 28, 36] Macu HaBAXOK TipWUAIB TaH-
Taly Ta TUTaHy He mepesuumysann 0,05 r (Tabn. 1).
Taka Maca HaBaXXKW He MOXe OYTWU IPeACTaBHULBLKOIW
Ta BiAMOBiZaTU 3a BMICT BOZHIO B IIPOAYKUii 3 rimpupis
mepexigHux Meranis. Ha Haiicyvachinmx (Ha cborop-
Hi) aHanizaTopax rasis y meranax ONH-836 ta TCH-600
(dbipmu «LECO», CIIA) MmoxHa BU3HAYaTW BMICT BOA-
HI0 B Tifpupl TWTaHy 3 HaBaXKU Macolo, He 6inb-
uroto 3a 0,05 r. Ha inumx npunapax (RH-402, RH-404,

3paska —  Bif

RH-602, RH-3, RH-2) maca HaBaxKu He MOXe IEpeBu-
mysat 0,03 T (Tabn. 2). XapaKTepUCTUKW NPWNafis
¢bipm «ELTRA», «HORIBA» Ta iHWIMX He [LO3BONAIOTHL
BUKOPUCTOBYBATU aHANITUYHI 3pasku Tifpuzis mepe-
XigHux Metanis macot > 0,02 r. Ifio indopmauito B3s-
TO HaMu i3 pobotu [40] Ta iHCTPyKuiil 3 ekcrnyarauii
aHanisaropis.

* KanibpysaHHA MemoOuK BU3HQAUEHHA BOOHIO
8 2idpudax 3a CTaHZAPTHUMW 3pa3kamu (eranoHa-
MW) 3 BifOMUMU BMiCTaMu BOLHIO [OBOJI 3aIUlyTaHe.
3a ananisiB Tyromnaskux metanis (Ti, Zr, Hf, Nb, Ta, V)
y poborax [22, 23, 31—35] kanibpyBaHHA MPOBOAUIN
3 BUKOpUCTaHHAM cTanaapTis NBS ( National Bureau
of Standard, USA ) Ta papgAHCLKWX 3 BMICTOM BOZHIO
o 0,01% Mmac. Y poborax [27, 28] meTomuKu aHani-
3iB rigpuaiB TUTaHy Ta TAHTALy Ha BMICT BOZHIO Ka-
NibpyBanu rasoBol0 [03010 YUCTOTO BOAHIO Ta rifpw-
poM TuTaHy. Y pobori [25] MeTopuku Kanibpysanu
LUIAXOM CITaiOBAHHA Tifipuay TUTaHY B MOTOLi KUC-
HI0 260 MeTOLOM BaKYyMHOTO HarpisaxHs. Ane ro-
yaTKoBa KiNbKiCTb BOAHIO B riApuaax, BUKOPUCTAHUX
L7s KanibpyBaHHA MeTORuK y poborax [25, 27, 28, 29],
HeBigoMa.

Y poboTax [23, 24, 26, 36] HIYOr0 He MTOBiOMIAETD-
Csl WoA0 KanibpyBaHHsA CTAHAAPTaMW Ha BMICT BOAHIO.
TaszoBoto po3oto H, MoxHa kani6bpysaTw nuure aHani-
TUYHY YaCTUHY MPUIAAY, @ CTAHAAPTHUMM 3pa3KaMu —
aHaNITUVYHY Pa3oM 3 eKcTpakuinxotw. BincyTHi odiuin-
HO 3apEeEecTpPOBAHI CTAaHAAPTHI 3pa3ku Tinpuais mepe-
XiOHUX MeTaliB Ha BMICT BOZHIO.

Ananis indopmauii, Hasegenoi y poborax [1—11]
Ta y Tabn. 1, cBigunTh, WMo HEOOXIZHO CTBOPUTW €KC-
IIpecHi METOAWKU BU3HAUEHHS BMICTY BOAHIO B rippu-
Iax Ha CyYaCHUX aHanizaTopax. ¥ UMX METOAUKAX IO-
BUHHO 6yTU 3abe3eyeHo:

1. mpo6ormiaroTyBaHHs;
. aHanizaTopu Ta MaTepianu;
. KanibpysaHHs aHanisaropis:
. 332 TeMIIepaTypamu;
. 33 CTAQHJAPTHUMU 3pasKaMU.
. TAapaMeTpu METOAUK.

N OV W

Tabnuysa 2. Konyenmpayii 800H10, AKI BUMipioiomb Ha aHanisamopax ¢ipmu «LECO» (CLIA)

3a macu Hasaxku 1 e, % mac. x 10¢

Table 2. Hydrogen concentrations, that are measuring on analyzers of «LECO» firm (USA)
with sample mass 1 g, % mas. x 10*

ONH 836

TCH 600
0,01 01 0,001 0,001
100 2500 2000 1000
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0,05 0,1 0,1 0,01
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1. IlpobomiaroTyBaHHA

Y poboTax [20—38] BigcyTHA 6yab-saka iHopMa-
11iA CTOCOBHO ITiArOTYBaHHA MPOo6 riapupis oo aHanisis
(BinOupanHs, 3BaKYBaHHA, 30epiraHHa fo aHanisy i ra-
Koro inmoro). JIuure y poborax [20, 43] HaBeneHi neaxi
pexomeHnpanii. ITip yac miprorysanHs mpob A0 aHanisie
LA BUKLIOUEHHSA 260 3MeHLIEHHA BIUIUBY NOBiTps ( BO-
JI0TW, KUCHIO, a30TY) Ha PE3YJbTaTu MU BUKOPUCTANIN:

A (oKcu, 3aTIOBHEHI OCyLIEHUMU IOBiTpPAM abo ap-
roHoM. OcTaHHiW IOMEpeAHbO OYULANWU Bif [OMILIOK
KUCHI0, a30Ty, BoAHto, Bonorn (Cu — cTpyxka — Ku-
cerb, Ti — rybka — Kucens, a3oT, Bogens, MgClO, abo
CaCl, — Bonora);

A npodysaHHA aHANITWYHOTO 3pa3ka B LINO3i Ie-
yi rasom-Hociem: reniem (TC-436, TN-114, ONH-836,
TCH-600), asorom (R0-316, RH-2, RH-3, RH-402), ap-
rorom (RH-602);

A 1@a2piBAHHA AHANITUYHOTO 3pa3ka B rpaditToBomMy
Turai 1o ~110°C meper aHanizoM Ha BMICT KUCHIO Ta
asory (TC-436, ONH-836, TCH-600, TN-114);

A gHanimuyHi 3pasku eidpudis  po3MilmyBanu
B 0JIOB'AHUX UM MifHWX KaIlCylaX i 3Ba)XyBalu Ha Barax
3 HWKHbLOW Mexet BusHaueHHsa 0,0001 r. Maca aHani-
TUYHUX 3paskiB — (0,01...0,40) r.

2. AHanizaropu Ta MaTepianu
1 a. AHanisamopu smicmy 800Hw0 8 memanax RH-2,
RH-3, RH-402, RH-602.BmicT BoziHIO B mepexifHux me-
Tanax 4A Ta 5A rpym Ta ixHix rigpuzax BU3HAYAMOTb
B 0JI0B'IHUX BaHHAx [39, 40].
6. AHmanizamopu smicmy KUCHIO, a3omy, BOOHHO
8 memanax ONH-836, TCH-600. BmicT kucHto Ta asory
B IepexifiHUX MeTasax 4A Ta 5A I'pym Ta ixHIiX rigpupax
BU3HAYANTH Y HiKEJIEBUX YU B HiKeNlb — 0J10B'AHUX BaH-
Hax, a BMiCT BOAHI0 — B 0J10B'iHUX BaHHax [20, 40, 43].
B. AHanizamopu smicmy KUCHI, a3omy 8 mema-
nax TC-436, RO-316, TN-114. BmicT kucHio Ta asory
B IepexigHux MeTanax 4A ta 5A rpym Ta ixHix rigpu-
IAaX BU3HAYAlOTb Y HiKeNEeBUX YU HiKelb — O0J0B'AHUX
BaHHax [20, 40, 43].
2. AHanizamop smicmy syeneyt, B0OHIH, azomy
8 opeaHiyHux mamepianax CHN-600 dipmu «LECO» (Mmo-
pens Ne 785-600):
> mexi Busnavennsa: C — (0,1...100)%, H —
(0,1...100) %, N — (0,1...50) % mac.;
» Maca aHanituyHoro 3paska: (0,0001...1,0) r;
» HWKHA Mexa BusHaueHHA: 0,01% mac. — C, N, H;
» MeTof, BU3HAUeHHs: iHbpayepBoHa abcopbuis — C, H,
TernonposigHicTs — N;
» yac aHanisy: [0 5 XBWIUH;
» ras-sociit: 0, (> 99,99 % 06.),
He (> 99,99 % 06.);

» ras paa kani6pysansa: CO, (> 99,99% 06.),
N, (= 99,99 % 06.);
» TeMIeparypa HarpisaHHaA: 1o 1100 °C.
3 a. Tipgpup TvTany: 5 mpob.
6. Tippup Hiobito: 1 mpoba.
B. [igpup TiCo: 1 mpo6a.
Tippuan TuTany Ta Hiobito Hamu BUbpaHi AK oai
3 Habinbul BUBYEHUX, A AKUX iH(OpMAllis CTOCOBHO
MaKCUMaJIbHUX KOHIEHTpaliil BOLHI0 BBAXAETHCA [0-
cToBipHOtO [1—7].

3. Kani6pyeanHa aHanizaropis:

a. 3a memnepamypamu. M mpokani6bpysanu aHani-
3aropu RH-2, RH-3, RH-402, RH-602, TCH-600, ONH-836,
R0-316, TN-114 dipmu «LECO» (CIIA) 3a Temmepary-
pPaMU Ta OTPUManu 3aiexHOCTi TeMIepaTyp HarpiBaH-
HA rpadiToBoro TUrN Bif MOTYXHOCTI abo Benu4uu-
HU eNeKTPUIHOro CTpyMy. Y poborax [39, 40] uto mpo-
1eZypPY DO3TAAHYTO AETaNbHO. 33 pe3yibTaTaMu UUX
KanibpyBaHb MW PO3paxyBaiu, 3a AKUX TEMIIEPATYP
BWKOHYBalW aHani3u TYroIUlaBKMX MeTaniB Ta ixHix
rinpupie Ha BMicT BopHIO B poboTax [27—34, 38]
(tabn. 1) — (1600...1800) °C.

6. 3a cmanOapmHumu 3paskamu. [Ina kanibpy-
BanHA CHN-600 Ha BMicT Byrnelo, a30Ty W BOZHIO ic-
Hye 6araro CTaHpapTiB 3 BiOMMMU Ta CTabiNbHUMU
XiMiuHUMU cKnapamu. Bonu HaBegeHi y Bcix Karano-
rax ¢ipm, wo BUPOOGNAIOTL Ta MOCTABAANTL pPizHOMA-
HITHI eTanoHn Ans KanibpysaHHA ( BYTLLLA, KOKC, O7if,
1yKpo3a, 6eH30iiHa Kucnora Tomo). I3 usoro mepeni-
Ky MW BUOpanu CTaHZApTHUIL 3pa3ok ¢ipmmu «LECO»
Ne 501 — 441 (lot Ne 385 — 1). Ile 3BuuaiiHa LyKpo-
3a (uykop — Cy,H,,04,), v fikoi BMicT BogHIO — 6,48 %
mac., Byrnenw — 42,10 % mac. Heopraniuna cmony-
kKa — 6ypa (TeTpabopHOKUCANIA HATpilt, feKarigpar —
Na,B,0; - 10 H,0) i3 BmicTom BopHWO 5,25% Mac. —
TAKOX BUKOPUCTAHA pAnA kanibpysanus. IIpwunagun
RH xani6pyBann uMcTum BOpHEM Ta cTaHzaproMm NBS
Ne 1088 (HeneroBaHWil TUTaH) i3 BMICTOM BOZHIO
0,009 % mac.

4. Po3po6neHHA METOAUKU

3 TOYKWU 30py Pe3y/bTaTiB aHali3iB BaX/iuBe 3Ha-
YeHHA Mae MPUHLUMII HarpiBaHHA (MNaBleHHA) aHai-
TUUHWUX 3paskiB rigpwpis. Mw IpoBenn #OCHimKeHHA
Ha aHanizaropax 3 mevamu omopy (ONH-836, TCH-600,
RH-602, RH-404) Ta 3 BUCOKOYACTOTHWM HarpiBaHHAM
(RH-2, RH-3, RH-402). Ha puc. 1 (a, 6) HaBeneHo cxe-
MW HarpiBaHHs rpadiToBUX TUIMIB Y CyYaCHUX aHaisa-
TOpax BMICTY BOZHIO B MeTanax (rispupax) — Iiv oro-
py [28, 31—33, 38], B1coKoyacToTHe HarpiBaHHA [27, 29,
30, 34, 36, 38].
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Puc. 1. Cxema ymsopeHHs cybnimamis nid uac
BU3HQUEHHA BMICMY BOOHIO 8 nepexioHUX Memanax
(Ti, Zr, Hf, Nb, Ta, V) ma ixuix eidpudax:

a) niv onopy (RH-404, RH-602, TCH-600, ONH-836);
6) sucoxouacmomHe HaepisanHa (RH-2, RH-3, RH-402)
(1 — BepxHa Kpuwxa, 2 — BepxHill enexmpoo,

3 — cybnimamu onosa, 4 — Ksapyosa mpy6Ka,

5 — 1HOykmop, 6 — 2pagimosull mueens; 7 — 0N08'AHA
BaHHA; 8 — HWKHIl enekmpod; 9 — n'edecman i3 Zr0,;
10 — wmok 13 Mmoni6oeHy; 11 — yWinbHeHHA;

12 — HWKHA KpUWKQ)

Fig. 1. Diagram of the formation of sublimates during
determinati hydrogen content in transition metals
(Ti, Zr, Hf, Nb, Ta, V) and its hydrides:

a) reference furnace (RH-404, RH-602, TCH-600, ONH-836);
b) high frequency heating (RH-2, RH-3, RH-402)

YV meui omopy (puc. 1 a) [28, 31—33, 38] Bepx-
Hill Ta HWKHIN MigHi enektpoan (2, 8) 0X0NOZKYIOTHCA
IIPOTOYHOW BOAo10. MiX HUMU 3aTUCKAlOTb rpadiToBuit
TUrenb. [HTepBan TEMIEPATYP Y TaKOMy TUTL — Bif
~2500°C mocepeputi turnio po (30...40) °C y micuax
KOHTAKTy TUTJ0 3 enekTpopamu. Temmeparypa gera-
3auii onos’aHoi BaHHW (7), AKY BUKOPUCTOBYIOTb ANA
ananisy Ti, Zr, Hf, Nb, Ta, V Ta ixuix rinpupis Ha BMicT
BOAHI0, — ~2000 °C; TpuBanicts — ~30 cek. [Ipn uvo-
My Maiixe IOJI0BMHA 0J10Ba BUIIAPOBYETbCA (3) # oci-
Iae Ha TOPLi BepXHbOTO enekTpoza (2), AKUN KOHTaK-
Tye 3 rpadiroBum turnem (6). HawrapyBaHnHf BU3rO-
HiB (3) 3aBaxaloTb MOMajaHHI0 aHaNiTUYHOTO 3pas-
Ka B TUrenb. [HKONU 3pa3oK «IPWIWUIAE» LO BU3TOHIB
Ta 3aCTpA€ B OTBOPi enekTpopa. A Ti 3pasku, aki ma-
LAI0Tb Y TUTeJlb, HE 3aBXAU KOHTAKTYIOTb i3 3a1ulIKa-
MW onoB’AHOI BaHHW. 3a aHani3y TYromnaBKUX MeTa-
JiB Ha BMICT KUCHI0 Ta a30Ty BUKOPUCTOBYIOTb Ni abo

Ni + Sn Bannu [20, 40, 43]. Lli BAaHHW eTa3y0TH 32 TEM-
mepaTtyp ~2500°C. ¥ uboMy BUIIQAKy O0N0BO ITpalOE
IS PO3piAXeHHA BaHHU Ta AAA MacuBauii BU3TOHIB
TYroIUIaBKuX MeTaniB. 3a I = 2200 °K mpyxHicTb mma-
PU 0710Ba HAa MOPAZLOK BUILLA 32 MPYXKHICTb Mapu Hike-
a0 — 0,02 Ta 0,002 atm, BipmosigHo [42].

Hawi exkcrepumeHTU Ha mpunajax 3 NeYaMu OIO-
py (ONH-836, TCH-600, RH-602, RH-404) i3 Bu3HaueH-
HA BMICTY BOAHIO B MeTa/wnax 4A Ta 5A rpymn Ta ixHix
rippuzax mokasanu:

1. BUKOPUCTAHHA 0J10BA AK METaNeBOI BaHHW AnA
PO3UMHEHHS aHaNITUYHUX 3Pas3KiB YacTo MPU3BOAUTb
IO TOPYUIEHHA TeXHOJOIil aHani3iB i 3aHWKEHUX pe-
3Y/IbTATiB 3 BEJIMKUM PO3KU[OM OTPUMAHUX BEIUNUNH;

2. BukopucranHa Ni, Ni — Sn BaHH He IPU3BOAUTHL
L0 TIOPYIIEHb TEXHOJIOTIYHUX PEXUMIB Ta CIIOTBOPEHHSA
Pe3y/bTaTiB aHanizis.

Ha puc. 1 6 HaBemeHo cxeMy HarpiBaHHsa rpadi-
TOBOrO TWUIAA (6) Y BUCOKOYACTOTHOMY iHpykTopi (5)
Imif yac aHanisy Mertanis 4A ta 5A rpym Ta ixHix rip-
pupiB Ha BMicT BogmHIO [27, 29, 30, 38]. Temmeparypa
HarpiBaHHA TUINA (6) 32 BCIE0 JOBXUHOK OLHAKOBA,
OCKinbku BiH MicTuTbes B moni ivpykTopa (5) moBHic-
Ti0. KBapuosa TpyOka (4) B 30HI TUINWO HarpiBaeTsb-
cs 1o ~200 °C. Ti TeMmepaTypa MOCTYMIOBO 3HUKYETHCA
1o ~30°C B 30Hi BepxHboi (1) Ta HWKHbOI (12) Kpu-
urox. Tomy BU3roHU (3), 10 YTBOPIOIOTLCA INif, Yac aHa-
ni3iB TyromnaBKUX MeTaliB Ta ixHix rippuais Ha BMicT
BOZHI0 3 BUKOPUCTAHHAM O0J10Ba siK BAaHHW, PO3MOAins-
10TbCA TOHKUM 11apoM (3) 1o moBepxHi KBap10Boi TPyO-
Ku (4) Bume turns. Cy6niMaTv 070Ba HIAKUM UWMHOM
He 3aBa)XKalTb MPOBELEHHI0 aHalli3iB Ta He CIOTBOPIO-
10Tb ixHi pesynbratu [39, 40], ocKinbkn BoHM He cop6y-
10Tb BOZLEHDb, AKWIL BUAINAETLCA 3 aHANITUYHOTO 3pa3ka.

Ha puc. 2 HaBepeHO MPUHLUIIOBY CXEMY Traso-
BOro TpaKTy axanizaropa CHN-600. Tas-Hocit (ku-
ceHb) i3 banoHa (3) mopaloTh Yepe3 A03yBabHUN Kia-
maH (7) po meui omopy (11), me posmimena U-mogi6Ha
KBapuoBa Tpybka. Y U0 TPYyOKY BCTAHOBIEHO TU-
renb 3 Zr0,. 3pasku, po3MilleHi B 0J0B'AHUX YW Mif-
HUX KaICy7lax, Yepe3 LIl03 MajaloTh Y TUTenb. Y Hbo-
My BOHW 3ropsioTb y ToToui kucHwo. [azoBa cymiw
€0, + H,0 + N, + 0, Hapgxoauth #o peTekTopiB (9)
ta (10), ne BuMiptoioTs Kinbkicts Byrneuto (CO,) Ta Bopa-
uio (H,0). Oani cymiur 3amoBHioe banactHuin 06’eM (8),
a MOTiM IoMazae B KianaH anikBorHoi fo3u (13), i3 sxo-
ro yepes kanibposanwii 06'em (13 a) — y morik re-
nito. Crovarky B meui (12) migb 3B'A3ye 3a1UIIKU KUC-
Hio, a B (5, 6) mornuxatorsbea €0, Ta H,0. 3anunuraerscs
CYMill reflito Ta a30Ty, AKa HAAXOOUTbL O LETEKTOpa
3 TerionmpoBinHoCTi (14). 3a iHIUM KaHanoM TYAW ITPo-
XOAUTb YUCTWIA Teniii i3 6anona (4). V nerexropi (14)
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Puc. 2. Cxema 2a308020 mpakmy aHanizamopa CHN-600
(dipma «LECO», CIIA) Ona susHaueHHA smicmy Byaneyo,
BOOHI0 Ma azomy 8 OpP2AHIYHUX Mamepianax
(1, 2, 3, 4 — 6anoHu 3 CO,, N,, 0,, He, 8ionosioHo;

5 — noanunayu C0, 6 — noenuxay H,0;

7 — 0o3ysanbHull KnanaH; 7a — KanibposaHuil 06'em;
76 — KanibposaHuil 06'em; 8 — banacmuuii 06’em;

9 — demexmop Ha C0, 10 — demexmop Ha H,0;

11 — niy onopy; 12 — niyu 3 Cu; 13 — knanax
anixgomuoi 0o3u; 13a — KanibposaHuil 06’em;

14 — demexmop Ha N,)

Fig. 2. Gas diagram of instrument CNH-600 (LECO Corp.,
USA) for determination of carbon, hydrogen and nitrogen
in organic materials

BUMipioloTh BMicT a3oTy. Ananizarop CHN-600 kani6-
PYI0Tb, BUKOPUCTOBYIOUN CTAHAAPTHI 3pasku Ha BMICT
BofHI0O Ta rasomopi6ui CO, Ta N, BUcokoi umcToTU.
CranpapTHi 3pa3ku Ha BMICT BOAHIO MOAAIOTH Y TUTENDb
yepe3 o3, a C0, i N, HapxoAATb [0 MOTOKY KUCHIO
yepe3 Kanibposai 06'emu (7 a) Ta (7 6) no3yBanbHoO-
ro knamada (7). punap CHN-600 cTBOpeHo pns aHa-
7i3y OpraHiyHWX CIONYK Ha BMICT BYIJEL0, BOAHIO,
aszoTy. [Jlyxe BaXIUBO MAaTW KUCEHb BUCOKOI UUCTOTU
(= 99,99% 06,). Ilif yac criantoBaHHA 3pa3ka KiNbKicTb
KucHio 3meHurye yrBopenHa H,0 ta CO, Ta ixHe mo-
ravHanHA v (5, 6), a BigHOCHA KinbkicTb a30Ty 36inb-
LIYETHCS, OCKLNIbKYU BiH He BUTPAYaEeTbCA. Y Haulit po6o-
Ti BUKOPUCTAHO KuceHb uncroTor 99,5% 06. Xonocra
TIOTpaBKa 3a a30ToM, TO6TO aHani3 6e3 3paska, B Ha-
uux excrepumenTtax Ha CHN-600 Gyna nye BUCOKOWO
i cknapana (20...25)% mac. Tomy Ha 1bOoMy mpunapi
aHanis rigpuaiB Ha BMICT a30Ty MU He PoOMAU.

Ha CHN-600 BWKOHaHI IOmepepHi eKCIiepuMeH-
TU Ha HaBaKax LYKpPY Ta 6ypu — BU3HAYEHHA TeM-
IepaTyp Ta TPUBALOCTL aHani3iB, Mac ¥ TEXHOJOriN
MiAroTyBaHHA aHANITUYHUX 3paskiB. BusHaueHi Ma-
cW aHaniTMUHUX 3paskis uykpy i 6ypu (0,02...0,40 r).
Hominanbha maca — ~0,20 r. Bonora i3 6ypu Bupans-
€TbCA BXe 3a Temmeparyp <400°C [41]. Ona Bu3sHa-
YeHHs BMICTY BOZHIO B LyKpi Ta rigpuaax moTpi6Hi Bu-
wi Temmeparypu. Temmeparypa HarpiBanHA meui (11)
(puc. 2) y Hamux ekcrmepuMeHTax 6yna B inTepsani
(800...1000) °C.

I3 puc. 3 BUAHO, WO Maca HaBaXKU rifpu-
Ly TUTaHy He Moxe mepesuumysatu 0,05 r, a rigpu-
Oy Hio6ito — 0,07 I 3a BU3HAUEHHSA BMICTy BOZHIO
Ha aHanisaropi RH-402 Ta 0,02 r — gna RH-2, RH-3,
RH-602. Ha ananizaropi CHN-600 BM™icT BOAH!O B rigpu-

40 1 = —

3]

]

= 30 4

>
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= 20

8 2

g

& 10 { —==—e——2=a %
0,0

T T T T T T T T T
0,00 001 0,2 003 004 005 006 007 008 009 010 03

T T

T T T 1
031 032 033 034

Maca aHanirnuHoro 3pas3Ka, r

¢ CHN-600 M RH-2, RH-3

RH-402

Puc. 3. 3anexHicms smicmy BoOHI0 8 2i0pudax mumany ma Hiobit 8i0 macu aHanimuyHozo 3paska (C<0,03% mac.):
1 — 2idpud mumany; 2 — 2idpud Hiobiw

Fig. 3. Dependence of hydrogen content in titanium and niobium hydride on analytical sample (C<0,03 % mass.):
1 — hydrogen hydride; 2 — niobium hydride
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nax Ti i Nb He 3anexwuTb Bif Ma-
CU aHaNiTUYHOTO 3pa3Ka B iHTep-
Bani (0,02...0,40) r. PesynbraTy,
OTPUMaHI Ha aHani3aTropax Tumy
RH ta CHN-600, n06pe y3romxy-
10TbCA MiX co6o010.

Ina ananizaropis CHN-600
ta RH BMicT BOomHIO B rimpupai
TUTAHy He 3aJIeXWUTb Bif TeM-
Ieparypu aHanisy B iHTepBanax
(850...950) °C Ta (1600...1800) °C,
BipmosigHOo (puc. 4). Mu obpa-
AN Ak poboui Temmeparypu —
900°C pna CHN Ta 1700°C pna
RH.

Hamu Bu3HaueHi KoHIleHTpa-
uii poMimok BYIJelo, KWUCHIO,
a30Ty B Tifipupax TUTaHy, HioGilo
Ta CIU1aBi TUTaH-KoOanbT. BMmict
KUCHIO Ta a30Ty B Tigpupax BU-
3Hayanu Ha axanisaropax TN-
114, RO-316, TC-436 [40], a Byr-
nemjo — Ha CHN-600 (tabn. 3).
Ha puc. 4—6 HaBepneHi 3anexHOCTI
BMICTY BOZLHIO B Tifpwzi TMTaHy Bif
BMICTY BYIVIELI0, KUCHIO Ta a30Ty.
3 MiIBUIEHHAM BMICTY LUX efle-
MEHTIB y Tifipupi TMTaHy B OCTaH-
HbOMY
Tpauia BopHw. Hawi pesynbraTn
nobpe KopenowTs 3 iHbopMalieto,
HaBefieHoto B poborax [1—7].

Mu mpoBenu TOpPiBHANDL-
Hi ananisu rippupis Ti (Tabn. 3,
mpoba Ne 1), Nb, TiCo Ha BMicT
BOAHI0. Pesynbratu f06pe y3ron-
XYI0TbCA MiX 06010 Ta 3 po3pa-
XyHKamu (Tabn. 4).

Ananisz rippuay TuTany
(tabn. 3, mpo6a Ne 1) Ha mpwuna-
7ax iHWIUX MATPUEMCTB, 1110 TTpa-

SMEHUIYETbCA KOHLEH-

11010Tb 3 LUM MaTepianom, #aB
pesynbTaTu  Ayxe
710 HALIUX:
1.TumaHo-mazHiegull Kombi-
Ham (3amopixoks, Ykpaina):
a. ChanioBaHHA Yy moToui
KkucHioo — 3,77 % Mac;
6. mpunan RH-602 (dipma
«LECO», CLIA), axani3 y moToui

61M13bKi

aproxy, miu omopy, rpadirosuit
Turenb — 3,74% mac.

4 1 L 4 L 4
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o
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Temmeparypa, °C
~0— (C<0,03%mac. -~ C=0,08% mac.
C=0,12% mac. =>¢=C(C=0,19% mac.

Puc. 4. 3anexHicmb smicmy B0OHKW 8 2i0pudi mumaHy 8i0 memnepamypu aHanisy
(npunad CHN-600)

Fig. 4. Dependence of hydrogen content in titanium hydride on analytical
temperature (instrument CHN-600)
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Fig. 5. Dependence of hydrogen content in titanium hydride on carbon content

4,00
I3
]
=
2 3,50 4 -
g
o
S
a 3,00
3]
-~
=
)

2,50 T T T T T T l

0,3 0,4 0,5 0,6 0,7 0,8 0,9 1,0
BMmicT kKucHio Ta asoty, % Mac.
© Kucens M Asor

Puc. 6. 3anexHicmb smicmy 800HI0 8 2i0pudi mumawy 8i0 8MICMY KUCHIO ma azomy

Fig. 6. Dependence of hydrogen content in titanium hydride on oxygen and
nitrogen content
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Tabnuys 3. Bmicm syeneyio, KUCHIO, a3omy
8 eidpudax Ti, TiCo, Nb

Table 3. Carbon, oxygen, nitrogen contents
in Ti, TiCo, Nb hydrides

BmicT gominok, % Mac.

AN T RN T
1 < 0,030 0,40 0,31
2 < 0,030 0,52 0,32
TiH, 3 0,075 0,67 0,57
4 0,120 0,79 0,87
5 0,190 0,96 0,78
NbH, < 0,010 0,032 0,030
TiCoH, < 0,010 0,065 0,012

— cepepte 3 (3...5) mapanenbHUX BU3HAUEHD

Tabnuys 4. Bmicm 8oOHI0 8 2i0pudax
Ti, TiCo, Nb, % mac.

Table 4. Hydrogen content in Ti, TiCo, Nb
hydrides, % mass.

5 2
< o
= 2
o] <
2| &
o o
2] (=¥
379 380 380 381 381
Hio 385 010 £010 011 011 +011
. 118 118 118 119 119
TiCoHy; 121 006 £010 011 +007 0,05
094 094 094 095 0095
NbE , ] ] ] ] ]
BHy, 097 +004 +004 +004 +003 +0,03

2.HBO «Ilopowrxosa memanypeis» (Mincbk, Bino-

pycs): mpunap ITHAC-01 (dipma «Adamel Lomargy»,
®panuin), aHanis y moroui a3ory, BUCOKOUACTOTHE Ha-
rpiBanHs, rpaditosuit Turens — 3,75 % Mac.

BHUCHOBKHU
PospobneHo MeTomwku aHanisy rigpupis mepexin-

HUX MeTaniB 4A Ta 5A rpym mepiopuvHoi cucremu
I. I. MeHpeneeBa Ha BMICT BOAH1O:

1.a. AHanizamopu RH-2, RH-3, RH-402, RH-404 —
moTik asory; RH-602 — morik aproxy, ONH-836,
TCH-600 — moTik renito.

6. AHanizamopu RH-2, RH-3, RH-402 — BuUcoxo-
YaCTOTHE HarpiBaHHsA, rpadiToBUN TUreNDb, TEMITE-
parypa aHanisy — 1700 °C, maca aHanitTnuxoi Ha-
BaXKU — <0,05 T, TPUBANICTb aHaNi3y — ~3 XBU-
JIMHU, BaHHAa — ~2 T 0J10Ba.

B. Amnanisamopu RH-602, RH-404, ONH-836,
TCH-600 — niu onopy, rpaditoBuil TUrenb, TeM-
meparypa aHanisy — 1700°C, mMaca aHanituy-
HOi HaBawku — <0,05 r, TpuBanicth aHani-
3y — ~30 ¢ (ONH-836, TCH-600 ) Ta ~3 xBWIK-
uun (RH-404, RH-602), Banna — Ni (~1 r) a6o
Ni-Sn (~1 1+ 0,2 1).

I. AHanizamopu — BUMIplOBaHHA KOHLEHTpalii:

RH-2, RH-3, RH-402 — peTexTop 3 TeIo-

MPOBifHOCTI;
RH-602, ONH-836, TCH-600 — IR-peTexTOp.
2. Ananizamop CHN-600 — cmantoBaHHA aHani-

TUYHOI HaBaxku Macow (0,2 ... 0,4) T B IIOTOLi KUCHIO
y neyi omopy 3a Temrneparypu 900 °C 3 BUMipioBaHHAM
kinbkocti Bogu (BopHt) Ha IR-peTexTOpi.
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