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Po3pobiieHo MeTO KOMIIEKCOHOMETPHYHOTO BU3HAYCHHS BMICTY LIUPKOHIIO Y CIUIaBaxX Ha ocHOBI TuTany BT-9, BT-20
Ta MUPKOHOBOMY KOHIIEHTpaTi. OOrpyHTOBaHa AOIUIBHICTh BUKOPUCTAHHS XIMIYHHUX METOMIB Y IMMOTOYHOMY KOHTPOJL
SIKOCTI TUTAHOBHUX CIUIABIB Ta IUPKOHOBOTO KOHIICHTPATY.

B sAKOCTI TUTpPaHTY TS AOCTI/DKEHHS 00paHO AWHATPIEBY Cillb eTHICHANAMIHTeTpacTaHOBOI KucinoTH (komrutekcoulll),
iHauKaTop-3,3-0ic-1u (kapookcumeTria)amiHoMeTI-0- kpe3oscyabhodTanein (KCUICHOIOBHIA OpaHKEBUI).

JloBeneno, mo uupkoHiit 3 xommiekcoHoMm Ill mpu exBiBajeHTHOMY chiBBinHOIIEHHI 1:1 YTBOpIOE ny)e MillHHA
KOMIIIEKC (KOHCTAHTa CTIHKOCTI KOMIUIEKCY MUPKOHifo - 29,5).

[TpaBuibHICT, METOAY BH3HAYEHHS BMICTY LIUPKOHIIO JOBEJCHA MOPIBHSAHHSAM 3 CTAHIAPTH30BAHUM I'PaBIMETPUYHUM
METOZOM BH3HAYCHHS.

Kniouosi cnosa: cnnasu ma ochosi mumany, yupkOHOSUL KOHYEHMPAMm, YUPKOHI, KOMNIAEKCOHOMEMPUUHUL Memoo,
Ounampiesa Citb emuieHOUAMIHMEeMpPAaemano8oi KUCIOMuU, KCUIEHOLO8ULl OPAHMCeSUll,ePAGIMEMPUYHUL  Memoo,
cmanoapmHul 3pasox.

PA3PABOTKA KOMIIVIEKCOHOMETPUYECKOI'O METOJJA OITPEAEJIEHUA
COHAEPXAHUA HIMPKOHNMA B CINTABAX HA OCHOBE TUTAHA BT-9, BT-20 1 B
OUPKOHOBOM KOHIEHTPATE

Cunsiera H.I1., Omenssnuuk JI.A., bepexnas A.1O.
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Pa3zpaboTan MeTO; KOMIUIEKCOHOMETPUIECKOTO OTIPEJIeNICHHs COJIEp KaHus IIMPKOHUS B CIJIaBaX HAa OCHOBE TUTaHa BT -
9, BT-20 u B nupkoHoBoM KoHIeHTpaTe. OO0OCHOBaHa HEOOXOJAMMOCTH HWCIOJIb30BaHUS XUMHUECKHX METOJIOB B
TEKYIIEeM KOHTPOJIC KaueCTBa TUTAHOBHBIX CIUIABOB W IIMPKOHOBOT'O KOHIICHTPATA.

B KkauecTBe TUTpaHTa JUIs OINpENENCHHUs HCIIOJIb30BaHA NUHATPUEBAS COJIb THICHIMAMHHTETPAYKCYCHOH KHCIIOTHI
(xomrutekcon |ll), mamukaTop- 3,3-Onc-mu(kapOOKCHMETHI)aMHHOMETIII-0-KPe30CyIbpodTarent (KCHICHOIOBBIIH
opamxeBbIii). JlokazaHO, 4TO HMPKOHMH 00pa3yeT yCTOHUMBBIN KOMIUIEKC ¢ KoMrulekcoHoM |ll mpu sxBHBaseHTHOM
cootHourenuu 1:1 (koHcTaHTa croiikocTu-29,5).

[IpaBWIBHOCT METOJA OINpPEACIEHUs] COJEp)KaHUs LHUPKOHUS JOKa3aHa CpPaBHEHUEM CO CTaHJApTU30BaHHBIM
IPaBUMETPUYECKUM METOJIOM.

Knouesvle cnosa: cniagbl HA OCHO8e MUMAHA, YUPKOHOBbIN KOHYEHMPAm, YUPKOHUL, KOMNIEKCOHOMEMPUYEeCKUll
Memoo, OUHAMpPUesas Cob IMULEHOUAMUHMEMPAYKCYCHOU KUCIOMbL, KCULEHOTIO8bI OPAHICEBBIU, 2PABGUMEMPUYECKULL
Memoo, cmanoapmubslii 0opaszey.

DEVELOPMENT OF COMPLEXOMETRIC METHOD OF ZIRCONIUM DETERMINATION
IN TITANIUM-BASE ALLOYS VT-9, VT-20 AND IN ZIRCON CONCENTRATE

Omelianchyk L.O., Syniaeva N.P., Berezhna O.lu.
Zaporizhzhya National University Ukraine, 69600, Zaporizhzhya, Zhukovskogo str., 66
INTRODUCTION

Titanium-base alloys are distinguished by valuable mechanical-and-physical properties and have a high rust resistance.
Strength-to-weight titanium ratio is higher, than in many alloy structure steels, that is why under steels substitution by
titanium-base alloys, it is possible to reduce the detail weight by 40 %.
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Titanium-base alloys retain mechanical strength characteristics in compared to high temperatures (up to 650 °C), at least
higher compared to operating temperature of aluminum-base alloys, steel and heat-resistant nickel-base alloys. It is this
factor determines prefer the use of titanium in the aviation and aerospace technology [1, 2].

In the homeland design bureaus according to established traditions for details GTE, working in the same temperature -
power conditions, using different brands of high-temperature titanium-base alloys.

An important step in the production of titanium-base alloys is the introduction of alloying elements in the form of
binary alloys (in this case of zirconium-base alloys) which, depending on the content, determine the mechanical-and-
physical properties of alloys.

Binary zirconium alloys obtained using techniques of zircon concentrate in which the contents of zirconium (V) oxide
is about 67% [3, 4].

Properties like ligatures and titanium-base alloys depend on the precise definition of the alloying element content.
MATERIALS AND RESEARCH METHODS
The investigation is concerned with heat-resistant titanium-base alloys VT-9, VT-20 and zircon concentrate.

For elevated-temperature strengthening titanium-base alloys resource use alloying. It is very important to know under
what conditions and in what quantities should be added alloying elements.

Choosing the best analysis method and determination of zirconium in titanium-base alloys depends on the content of
zirconium in alloy and the influence of interfering elements [5].

Today known a variety of tools (physical-and-chemical) and chemical methods for determination of zirconium in
titanium-base alloys. Of instrumental procedure most commonly used are spectral and atomic absorption method. These
methods are express, precise, but for determining require expensive equipment, skilled workers and create reference
materials that simulate the composition and structure of the investigated material (alloy).

For this purpose, chemical methods are still relevant. The most common is photocolorimetric and gravimetric method,
but they also have some significant disadvantages (long term, have a complex sample preparation, many operations).
Therefore, development of a new method of titrimetric determination of zirconium in titanium-base alloys is the
relevant issue.

During the determination used direct complexometric titration method with xylenol orange indicator and as a reference
method - gravimetric method.

RESULTS AND DISCUSSION

For standardization it is used a state standard reference sample Titanium Alloy C101 P8290 BATCH A (MBH
Analytical LTD) weight percent of zirconium Zr = 2,98%.

Check on results of the developed method (table 1) carried out by comparison of gravimetrical method of detemination
is presented in GOST (All Union State Standard) 19863.13-91.

Table 1 — Validity check of the developed methodology on zirconium dermination in titanium-based alloys VT-9, VT-
20 and in zircon concentrate (n=3, p=0,95)

Ne Analyzed Determination method
Substance Gravimetric method, % weight Complexometric method, %
weight
1 VT-9 1,80 + 0,05 1,83+0,14
2 VT-20 2,34+ 0,06 2,36 +0,11
3 Zircon concentrate 66,38 + 0,08 66,42 + 0,14

Thus the method of direct complexometric titration method allows to obtain results that correspond accuracy of
reference method [6,7].
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CONCLUSIONS

1. Developed a direct complexometric titration method of zirconium in titanium-base alloys (VT-9, VT-20) and
inorganic compound (zircon concentrate).

2. Show by experiments, that optimum conditions for complexometric zirconium determination is use of titrant
disodium salt of ethylenediaminetetraacetic acid (complexon I11) as an indicator — xylenol orange under pH solution 1-
2.

3. Experimentally-confirmed correlation of findings by developed method of direct complexometric titration and
reference gravimetrical method.

Key words: titanium-based alloys, zirconium concentrate, zirconium, complexometric method, disodium salt of
ethylenediaminetetraacetic acid (complexon IlI), xylenol orange, a gravimetric method, a standard sample.

BCTYII

TuraHOBI CIUTaBH BiPI3HSIOTHCA MIHHUMHU (DI3MKO-MEXaHIYHUMHU BIIACTHBOCTSIMH 1 MAIOTh BHUCOKY
KOPO3iiHY CTIMKICTb.

[TuToMa MIIHICTh THTaHY BHIIE, HiXK y 0araThbOX JIETOBAaHMX KOHCTPYKIIHHHMX CTajieil, TOMy NpHu
3aMiH1 cTajel TUTAaHOBUMH CIUIaBaMH MOKHA 3MEHIIUTH Macy aetani Ha 40 %.

TutaHoBi craBu 30epiratloTh MIIHICHI BJACTHBOCTI IO TIOPIBHSHO BHUCOKUX Temrieparyp (1o 650
0C), MpUHAWMHI, OB BUCOKUX y MOPIBHSAHHI 3 poOOYMMH TeMIiepaTypamy alfOMiHIEBUX CILIaBiB,
CTAIIMA 1 KApOMIITHUMH HiKeJeBUMH cIlaBamu. Came 16l YMHHUK BH3HAUYa€e TepeBary
3aCTOCYBaHHS TUTaHy B aBialliiHiN Ta aepokocMiuHil TexHii [1,2].

EdexTuBHICTD 3aCTOCYBaHHS THTAHOBHX CIUIaBIB MOXHO 3HAYHO IIJBUIIUATH JICTYBaHHSM.
JleryBaHHsl TUTaHy A03BOJIA€ B 2-3 pa3u MiABUILUTH HOTO MIIHICTb, 1HOAI 1 KOPO3iHHY CTIHKICTB.

OCHOBHMI JIETYIOUMH €JIEMEHT Y IPOMUCIOBUX TUTAHOBUX CIUIaBAaX — aJTIOMIHIH.

ITpoTe BiANOBITHO A0 TEHAEHLI 6araTOKOMIIOHEHTHOTO JIETYBAaHHs Cy4acH1 MPOMUCIIOBI TUTAHOBI
CIUIaBU MICTSITh OJJHOYACHO B SIKOCTI JIETYIOUMX KOMIIOHEHTIB 1 aJllOMiHIH, 1 XpoM, QpepyMm, Kyrpym,
CTaHyM, LIUPKOHIH.

3a BuBOM Ha noiiMop¢izm tutany C.I'. I'1a3yHOB po3auiMB BCi JIETyr0di €JIeMEHTH Ha 3 Tpymu.
[MupkoHili — neryrouuil eneMeHT, SKUH Majo BIUIMBAE Ha TeMIeparypy HOJIIMOP(PHOro
NIEPETBOPEHHSI TUTAHY — HEUTpaJbHUM 3MIIHIOBAY, TaK K HE 3MIHIOIOYM ICTOTHO (ha30BMI CKIlaj
CILJIaBiB, BiH MiJBUINY€E HOr0 XapaKTEPUCTUKH.

3 ycix (I3UMYHUX BJIACTUBOCTEH JIETYIOUMX KOMIIOHEHTIB HAaWOLIbII BaXKJIMBUMHU (3 TOUKH 30pYy
PIBHOMIPHOT'O pO3MOJUTY B PiJIKiii BaHHI MeTally) € iX TeMrepaTypa IUIaBIeHHS 1 IIIIbHICTb.

[Tepm 3a Bce, BiJ TeMmmepaTypH IUIaBICHHS KOMIIOHEHTA 3aJIeKHUTh CTYIIHb PIBHOMIPHOCTI HOTO
po3monily B pO3IUIaBI  MeTaly, BIJACYTHICTb  JIOKQJIBHUX  BKJIIOYEHb Ta  MiCIIEBOI
MIKPOHEOTHOPITHOCTI.

SIkmo 3a0e3neynTy TOBHE PO3IUIABJICHHS 1 PO3YMHEHHS JIETYIOUMX KOMIIOHEHTIB Y (OopMOBaHii
IUTIBII PIAKOTO METajay Ha TOPLI eNeKTPOoJa, [0 BUTPAYAETHCS , TO MOXKHA MPAKTUYHO MOBHICTIO
BUKJTIOYMTH BIUIUB iX MIUTBHOCTI Ha PIBHOMIPHICT PO3MOALTY 32 00CSTOM piKOi BaHHH.

[{upkoHiif — HAMOTMKYIMI aHATIOT TUTaHy, Ma€ OJIM3BKY TEMIEPATypy TJIABJICHHS 1 TAKOXX BOJIOJIIE
noJiMopdizMoMm.

[{upkoHiif, B MOPIBHSIHHI 3 IHIIMMH JIETYFOUUMHU J100aBKaMH, € IJIi TUTAHY TOCUThH CIAOKUM
3MinHoBadeM. OHAK MpH MiABHIICHUX TEMIIepaTypax 3MILHIOIYA il HUPKOHIIO MPOSBISETHCS
CUJIBHIIIIE.
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3 mi€i npyUYMHA UPKOHINA HEPIAKO BXOJUTH J0 CKJIAAY JKapOMIIHUX THTAHOBHX CIUIaBiB. B OCHOBI
OUTBIIOCTI MPOMHCIIOBUX TUTAHOBHUX CILIABIB 3arallbHOTO MPU3HAYECHHS JISKUTH MOTpiifHA cUcTeMa
Ti - Al - Mo, Ha sKiif 3aCHOBaHO 0araTo THTAaHOBHX CILIAaBiB, OCOOJIMBO >KapOMII[HI, HAIIPHKIIA]I,
crutaB BT-9. Leii crutaB BiApi3HIETHCS BUCOKOIO TEPMIYHOIO CTAOUIBHICTIO.

VY BITYM3HSIHUX KOHCTPYKTOPCHKUX OIOPO 3aJIeKHO Bif chopmoBaHux Tpamuitiid ais aetanend ['T/I,
[0 TMPAIIOI0Th B OJHAKOBHUX TEMIIEPATYPHO — CWJIOBUX YMOBAaX, BUKOPHCTOBYIOTH Pi3HI MapKu
YKaApOMIIIHUX TUTaHOBHX cIuiaBiB. JKapowminHicte crutapy BT-20 oOymoBiIeHa BHCOKHM BMICTOM
AIIIOMIHIO 1 IIMPKOHIO (cuctema Ti- Al- Zr).

HupkonoBuii koHueHrpar (60-67% UHUPKOHIIO) BHUKOPUCTOBYEThCSI B SIKOCTI CHUPOBUHU Y
BUPOOHMITBI (PepoCIUIaBiB HA OCHOBI IIUPKOHIIO, METAJIEBOrO LIUPKOHIIO, Y BUPOOHMIITBI KEpaMiKu
(emami, riazypi).

BaxxnuBuM erarom BHPOOHHIITBA TUTAHOBHX CIUIABIB € BBEJCHHS JICTYIOUHMX CIIEMEHTIB y BHUIJISI
OiHapHUX cIaBiB (y JaHOMY BHIMAJKYy CIUIaBiB LHUPKOHIIO), SIKi, B 3aJIeKHOCTI BiJl BMICTY,
BH3HAYAIOTh MEXaHiI4Hi Ta (Di3MYHI BIACTHBOCTI CIUIABIB.

biHapHi CIUTaBM TUPKOHIIO OJEPXKYIOTh Yy TEXHOJOTISIX 3 BHKOPHCTaHHSIM IUPKOHOBOTO
KOHIIeHTpaTy[3,4].

XiMIYHHN CKIJIa]] IUPKOHOBOT'O KOHIICHTPATY:

— 60,0 - 67,0% mac. nupkouiii (IV) okeung (ZrOy);
—0,01- 0,09% mac. depym (I1) oxcun (FeO3);
—0,03- 0,4% mac. tutan (IV) okcun (TiO,);

—1,8 - 2,0% mac. amominiit (111) oxcua (Al2O3).

BractuBocTi SK jiraryp Tak 1 TUTAHOBUX CIUIABIB 3aJIeKaTh BiJl TOYHOTO BU3HAYEHHSI BMICTY
LIUPKOHIIO B SIKOCTI JIETYIOUOT'O €JIEMEHTY.

MATEPIAJIM TA METOAU JOCJIITKEHHSA

OO0’€eKTOM JOCHIPKEHHS € >KapOMIIHHMI crjaB Ha ocHOBI TuTany BT-9, BT-20 ta mupkoHoBHI
KOHLIEHTpAT.

J7is miBUIIEHHS KapOMIIIHOCTI Ta PeCypCy THTAaHOBUX CIIaBIB 3aCTOCOBYEThCA JNieryBaHHs. [Ipu
bOMY JIy’K€ BaXKJIMBO 3HATH MPU SKUX YMOBax 1 B SIKHX KUIBKOCTSIX CIIJ JIOJaBaTH JIETYHOYl
€JIEMEHTH .

Bulip ontuManbHOro METONly aHaji3y Ta BU3HAYEHHS IIUPKOHIIO Y TUTAHOBUX CIUIaBax 3aJI€KUTh
BiJl BMICTY IMPKOHIIO Y CIUIaBi Ta BIUTUBY 3aBa)KAIOUMX €JIEMEHTIB [5].

Ha cporoani BigoMi pi3HOMaHITHI I1HCTpyMEHTalbHI ((Pi3MKO-XiIMiuHI) Ta XIMI4HI METOAU
BU3HAYEHHS [IUPKOHIIO Y TUTAHOBUX CIUIaBaX.

Di3uKo-XiMIYHI MEMOOU 6UHAYUEHHA YUPKOHIIO

CranyiapTu30BaHUM BHOIPKOBUM METOJIOM BH3HAYEHHS IUPKOHIIO € aTOMHO-a0CcOopOLiHUN MeTon
BHU3HAUEHHS [IUPKOHIIO Y )KapOMIIIHHUX CIJIaBaX Ha OCHOBI TUTaHY.

Po3pi3HAIOTH METO/ aTOMHO-a0COpPOIIHOTrO BH3HAUYEHHS 3a JOMOMOTOK JIAMIIH 3 MOPOXKHUCTUM
KaToJIOM Ta METOJ] aTOMHO-aOCOPOIITHOTO BU3HAYEHHS 3a JIOMOMOTOI0 HETEPEPBHOTO JKepena
CBITJIA.

Jlnst aToMHO-a0CcOopOIIiTHOTO BU3HAYEHHSI BMICTY IMPKOHIIO B >KapOMIIIHUX CIUIaBaX Ha OCHOBI
TUTaHy MOJKHA 3acTocyBaTH criekrpodoromerp Hitachil80-80.
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JlxepeioM BHUIPOMIHIOBaHHS CBITJIa CIyrye JlamMma 3 [OPOXXHHCTUM KaronoMm. Husbka
IHTEHCUBHICTb JIIHI BUIIPOMIHIOBAaHHS IIUPKOHIIO HE HAJIA€ MOXIIMBOCTI OTPUMATHU YiTKUI CHUTHAI,
110 TPOSIBISETHCSA SK TMOTIPIICHHS BIJHOIICHHS CHTHAJ-IIYM 1 y PIBHOMY CTYIEHI BIJIMBAaE Ha
TOYHICTh Ta MEXY BUSBJICHHS, TOMY OTPHUMATH JOCTOBIpHI pe3yibTaTH Uil BU3HAUCHHS UPKOHIIO
y JKapOMIITHUX CIUIaBaX Ha OCHOBI TUTaHY METOJIOM aTOMHO — aOCOpOIIHHOTrO BHU3HAYCHHS 3a
JOTIOMOTOI0 JIAMITH 3 TOPOYKHUCTUM KaTOZOM Ta ONTUYHOI cxemu UepHi-TepHepa ycKiIaIHeHO.

Amomno-adcopoyininuil memoo 6U3HAYEHHA YUPKOHIIO 3 00NOMO2010 BUKOPUCHAHHA
HenepepeHo2o Oxcepena ceimna

B po3pobmi HOBoro Tumy atoMHO-aOcopOIiiiHoro crnekrpomerpa CoOntrAA-300 BUKOpHUCTAHO
MOJBIHHMI MOHOXpPOMATOp Ta CYIIbHE JHKEPENIO CBITJIa —BHCOKOIHTEHCHBHA KCEHOHOBA JIAMIIA.
[Tpuknanom ciekTpohOTOMETPY BUCOKOTO JI03BOITY 3 €JUHUM JIXKEPENIOM CBITIIA € Mpuila] KOMIIaH1i
Analytik Jena cepii ContrAA - 300. KceHoHoBa naMIia € JpKepesioM CTabiIbHOTO 1 HEMepepBHOTO
cnekTpy. HemepepBHe BUNPOMIHIOBaHHS TaKUX JIaMIlI B IIUPOKOMY CHEKTPAaJbHOMY Jiama3oHi
30y/DKYETBCSL TIPH TIPOXOJKEHHI JYTOBOTO PO3PSAAY MOCTIHHOTO TOKY Kpi3b atMocdepy KCEHOHY.
CriekTp BUIIPOMIHIOBaHHS JaHUX Jami HeriepepBHUM Mixk 190-700 M.

Bu3Ha4yeHHsI MPOBOAMTHCS Y BIHOBIIOBAILHOMY IoSyM’1 anetuiieH - HitporeH (l) okenn (T=2700
0C), pu 10BxuHI XBIIi A=360,1HM, poOoda 001acTh BUMIPIOBaHHS CTAaHOBUTH 710 600 MKr/cM®,

Memoo amomno - emicitinoi cnekmpomempii 3 iIHOyKmMUGHO-36’A3AHOI0 NIA3MOI0

B mma3mi BerynHuii raz HarpiBaetbes g0 8000- 10 000 K. I'azokinermuna temnepatypa B ICII
5000-6000 K, Tomy ii i0HM i aTOMH BOJIOJIOTH BHCOKHMH CHEPTiSIMH 1 IIBUIKOCTSIMH, IO J1a€
MOKJIUBICTh BU3HA4YaTH Ba)XKOATOMI30BYBaH1 elleMEHTH (LMPKOHiN) 0e3 MOKJIaJaHHS BEIHKUX
3ycuns [19, 20].

Y  4KOCTI palllOHATbHUX AaHAMITHYHUX IMICIHHMX JTHIM I BHU3HAYEHHS LUPKOHIIO
BUKOPHUCTOBYETHCS JIHIA 3 JJOBKUHOIO XBUII1 343,82 HM.

Bubip niHii 0O0yMOBIEHMH CKJIQJOM JOCHIJKYBAaHOIO MaTepialy, MOMJIMBUM CIEKTPaJIbHUM
HAaKJIQJaHHSM JIIHIA CYMyTHIX KOMIIOHEHTIB, HassBHICTIO HEMEPEPUBHOTO (POHY 31 CTOPOHU MaTpHIIl,
BILJTUBOM JIETKO 10HI30BaHUX KOMIIOHEHTIB, SIKI BHOCSITh MPHU MPOOOIIITOTOBII, @ TAK0X HEOOXiIHa
HasBHICTb eMICiiHOI JiHIi y 610yi0Teni mnporpaMHOro 3a0e3leyeHHs] BUKOPHCTOBYBAHOTO
CIIEKTPOMETDY.

Jlnst emiciiiHoi minii mmpkoHito (343,82 HM) BCTaHOBICHA BiJICYTHICTh BIUIUBY 3 OOKY THTaHY,
ANOMIHII0, MOTTIOIeHY.

Mertoa 103BOJIsIE BU3HAYUTH MACOBY JIOJIFO IIMPKOHIIO 3 OLIBIIOI0 IMBUJIKICTIO, IEPEBATOI0 METOTY
€ MOXJIUBICTh OJIHOYACHOTO 0araToeJIeMEHTHOI0 aHali3y, BUCOKA TOYHICTh pe3yNbTaTiB, IUPOKUI
JTUHAMIYHUN [1alla30H BU3HAYCHHSI KOHIEHTpAIli, aje s MPOBEACHHS KamiOpyBaHHS MpUIIALy
noTpiOHO MaTH CTaHJAPTHI 3pa3KM 1AEHTUYHOTO CKJIATY 1 CTPYKTYpPH, IO 1 aHalli30BaHa PEYOBHHA
(crimaB abo HeopraHiyHUI Martepiain).

OTtpumaHi pe3yabTaTu CIYTyIOTh NEPeIyMOBaMHM PO3POOKH YHIBEPCAIbHOI, EKCIPECHOI METOAUKH
BHU3HAUEHHS IIUPKOHIIO B KapOMIIIHUX CIlJIaBaX Ha OCHOBI THTaHy, KO Oyje BUpIIIEeHE MUTAaHHS
PO3pOOKHM CTaHAAPTHUX 3Pa3KiB.

OTxe MOXKHa 3pOOHUTH BHCHOBOK, HIO (I3MKO-XIMIYHI METOAM EKCIPECHI, TOYHi, MpoTe MAJis
NPOBE/ICHHS] BHU3HAUEHHS MOTPEOYIOTh JOPOroi amapaTrypd, KBamipikoBaHUX MpPALIBHUKIB Ta
CTBOPCHHS CTaHIAPTHHX 3pa3KiB, IO IMITYIOTh CKJIaJ, CTPYKTYPY AOCITIIHKYBAaHOTO MaTepiary
(cuiaBy).

Tomy XiMiuHI METOAM BH3HAYCHHS LUPKOHIIO HE BTPATUIM CBOEl akTyalbHOCTi. Bimomi
(hOTOKOJIOPUMETPUYHUIA METOJI BU3HAUCHHS ITUPKOHIIO 13 3aCTOCYBAaHHSIM OPTaHIYHHUX pEarcHTIiB
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apcera3o Il (miamazon Bm3nadyenHs Big 0,02 go 0,5% wmac. IUPKOHIIO) Ta KCHIEHOJIOBOTO

opamxkeBoro (uyruBicTh Merony — 0,005%.) Ta rpaBiMeTpUYHUN METOJ (Iiana3oH BHU3HAYCHHS
0,5- 20% mac. uupkoHito). I'paBimeTpuunuii hocdaTHmii MeTO ] 3aCHOBaHUI Ha PO3UMHEHH] TPOOH
y cynb(darHiii KUCIOTI, OCA/PKEHHI MHMPKOHIIO au3aMimeHuM (GocHOpHOKHCIUM aMOHIaKOM, B
MPUCYTHOCTI TiIPOTE€H TEPOKCHAY, Y BHUIJISAAI IUPKOHIN murigporeHdocdary Ta mpoxaproBaHHI
ocaxy mpu Temmeparypi 1000£10 'C mo mmpkowmiit (IV) dochary (Zrs(POs)s) i 3BaxyBaHmHi
npokapeHoro ocany.Hemomik meromy moisirae B TOMY, IO BiH Ma€ JOBTOTPHBAIUN TEPMiH
BUKOHAHHS (BU3HAYCHHS We OinbIie § roauH).

XiMi4HI METOJIM BH3HAYCHHS BMICTY HIMPKOHIIO B THTAHOBUX CILJIABaX TAKOXK MAIOTh Psifl CYTTEBHX
HEJOMNIKIB (IOBrOTpHUBaJli, MAaIOTh CKIAAHY MPOOOMiAroTOBKY, Oarato omepaiiii). Came Tomy
po3po0Ka HOBOTO TUTPUMETPUYHOTO METOJY BU3HAYCHHS IIMPKOHII0O B THTAHOBHX CIUIABIB €
IMUTAaHHS aKTyaJIbHEC.

ToMy OIHUM 3 MEPCHEKTUBHUX, JJIsl BU3HAYCHHS IIUPKOHIIO B CepiiHOMY BHUPOOHUITBI Ha 0asi
JOCKOHAJIBHOTO aHai3y BCIX BIJOMHX METOIB BU3HAYCHHS IUPKOHIIO B THTAHOBUX CIUIaBaX Ta
fWoro  HeopraHiuHOi  cnoidyku  (IIMPKOHOBOTO  KOHIIGHTpATy), MOXe OyTH  METO[
KOMIUICKCOHOMETPUYHOTO TUTPYBAHHS.

[lin wac mnpoBeneHHS BH3HAYEHb BUKOPHCTAHO METOJ INPSAMOrO KOMIUIEKCOHOMETPUYHOTO
TUTPYBaHHS 3 IHIWKAaTOPOM KCHJICHOJIOBHHM OpaHXEBHH, Ta B SKOCTI apOIiTPaXHOTO METOdY -
rpaBiIMETPUYHUI METOI.

PE3YJBTATH TA IX OBTOBOPEHHSI

JlocnipKeHHsT TPOBOAMJINCH B XIMIKO-aHaNITH4HIM naboparopii Ha AO «Mortop Ciu» Ta
JepKaBHOMY HiANpUeMCTBI JlepkaBHUM HayKOBO-IOCIIAHUI Ta IPOEKTHUN 1THCTUTYT TUTAHY.

Haii0inbie nmpaktuyHe 3HaueHHs KomiuiekcoHlll (auHaTpieBa cunb eTHIEHIMaMIHTETPACTaHOBOI
KHCJIOTH) Ma€ Il TATPUMETPUIHOTO BU3HAUCHHS IUPKOHIIO.

Kommnekconlll yTBoproe 3 IUpKOHIEM CTIMKHMI y KHUCIOMY cepeloBuUIll KoMmIuleke (puc. 1) mpu
eKBIBaJICHTHOMY BijiHOMICeHHI 1:1 (koHCTaHTa crilikocTi Zr'Y=29,5).

Pucynox 1- KommuiekcHa criosryka HUpKOHIIO 3 KoMIiekcoHoM 11

[{upkoHiii BiAPI3HAETHCS BiJl BCIX IHIIUX 10HIB THUM, IIO BiH YTBOPIOE HAHOUIBII MIIHY CIOJIYKY 3
komruiekcoHoM |1l 1 moxxe OyTu BinTuTpOBaHUil y OinbIn KHcIoMy cepenoBuii (PH=1-2), Hix 1HIIi
10HM METaiB.
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Came 3aBIsSKM I[IbOMY JIMIIE JEAKI CTOPOHHI IOHH 3aBaKalOTh KOMIUIEKCOHOMETPUYHOMY
TUTPYBAHHIO TUPKOHIIO.

Taxum ynHOM KOMHHCKCOHOMeTpI/ILIHi METOJH BU3HAYCHHSA I_II/IpKOHiI-O JOCUTDH CEJIEKTHUBHI

Bubip HaBakku s TPOBEIACHHS aHalizy OyB OOYMOBJICHHI THUM, MO JUis 3a0e3medeHHs
HAJMEHIIOI OXUOKH THTPYBaHHS BMICT LHPKOHiI0 B 100 cM’ pO3YMHY IIOBHHEH CTAHOBHTH HE
Menie 50 mr.

Came TOMy s aHamiizy TutaHoBux craBiB BT-9, BT-20 maca HaBakkum oOpaHa HUISIXOM
po3paxyHKy Ta ctaHoBuiaa 1,0 r, a 111 HUPKOHOBOTO KOHIIeHTpaTy- 0,1r.

st aHanmizy BHKOPHCTAHO 3pa3ku TUTaHOBUX cruiaBiB BT-9, BT-20 y Burmsimi cTpyxku Ta
IUPKOHOBHH KOHIEHTpaT Yy BuUragl mopomky. Ctpyxkky macoro 0,1 ta 1,0 T 3BaxkyBasm Ha
aHamiTunyHUX Barax ¢pipmu RADWAG.

[Tpu TUTpyBaHHI IUPKOHIIO IO aHATI30BAHOTO PO3UUHY JI0AAIOTH, B SIKOCTI IHAMKATOPY, OYAb-SIKY
OpraHiuHy CHOJYKY (epioXpOMIIMaHiH, apceHa30 Ta iH.), IO YTBOPIOE 3 LIUPKOHIEM IHTEHCHBHO
3a0apBIIeHy KOMILIEKCHY CIIOJIYKY, MEHII CTIMKY, HiXk 3 KoMruiekcoHoMm 1.

[Ticns Toro, sik yBech LIMPKOHIN mpopearye 3 komiuiekcoHoMm |ll, BinOyneThcs 3MiHA KOJIBODY,
BHACIIIZIOK pyHHYBaHHS 3a0apBIICHOI CIIOIYKH IIUPKOHITO.

YiTka 3MiHa KOJBOPY IHAMKATOPY MpPH TUTPYBAHHI LMPKOHIIO po3uyrMHOM KoMiuiekconylll moxe

OyTH OCATHYTAa y TOMY BHITQJIKy KOJM KOHCTaHTA CTIMKOCTI CIOJYKH LUPKOHIIO 3 IHIUKATOPOM
4 . .o . .

Oyne y 10" pa3iB MeHIIIe KOHCTAHTH CTIMKOCTI KOMIUIEKCOHATY ITUPKOHIIO.

BciM nepepaxoBaHMM BHIIE YMOBaM HaWKpalle BIANOBIJAE OPraHIYHUNA 1HIUKATOP KCUIICHOJOBHM
OpaHKEBHH.

IIpu po3poOri yHiI(pIKOBAHOT €KCIIPECHOI METOAMKM BHU3HAUEHHS BMICTY JIETYIOUOIO €JIEMEHTY
LUPKOHIIO B KAPOMILIHUX TUTAHOBUX TUTPUMETPHUUHUM METOAOM JOCIIIM MPOBOAMIN Ha OIOPETI
micTkicTio 10 em®, mo Bigmosinama TOCT29251-91[6].

VYcraHOBKa THTpPY: Ul YCTAaHOBKM THUTPY HaMH OyB BUKOpHCTaHMH JlepKaBHUIl cTaHIapTHUN
3pazok Titanium Alloy C101 P8290 BATCHA (MBH Analytical LTD) macoBa 4acTka IUPKOHIO
Zr = 2,98%.

Pesynbratu nocmipkeHHs TUTPY MIpeACTaBieH] B Taou. 1.

Tabnuus 1 — Po3paxyHok TUTpY

Ne V (tpumona b 0,05N), T, r/em® Teeps r/em”
oM’

1 5,4 0,00275 0,00266

2 58 0,00257

PesynpTaTi AOCHIKEHHS BMICTY IMPKOHIIO B TATaHOBOMY crutaBi BT-9 npencrasneni B Tab6mn.2.1.
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Ta6muist 2.1— Pesynbrati 10CiiKeHHs BMICTY HUPKOHIFO B THTaHOBOMY ciuiaBi BT-9 (n=5,

p=0,95)

Tun Ne V(0,05NTpunona B), | Zr, Zr(%)ceptE
CILUTaBY oM’ % wmac.
BT-9 1 7,4 1,97

2 6,4 1,70

3 6,6 1,76 1,83+0,14

4 7,2 1,92

5 6,8 1,81

PesynbpraTu goCiiKeHHS BMICTY IMPKOHIIO B TATaHOBOMY ciutaBi BT-20 npencrasieni B Ta0i1.2.2

Tabmuus 2.2— Pe3ynbTati 10CHiHKEHHs BMICTY IUPKOHIIO B THTaHOBOMY cruiai BT-20 (n=>5,

p=0,95)

Tun Ne V(0,05NTpunona b), | Zr, Zr(%)ceptE
CILJIaBY oM’ % wMac.
BT-20 1 9,4 2,50

2 8,8 2,30

3 8,8 2,30 2,36x0,11

4 9,0 2,39

5 8,8 2,30

Pesyneratn mociipKeHHS BMIiCTy IUPKOHIO, a came mupkoHii (1V) oxcuny (ZrO,) B iupKOHOBOMY
KOHIIGHTpATI IpecTaBieHi B Ta0m.3.
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Ta6muist 3 — Pe3ynbTaTl 1OCHIKEHHS BMICTY IIUPKOHIIO B IMPKOHOBOMY KOHIIEHTpati (N=5,

p=0,95)
Ne V (0,1N Tpunona b), X(ZrOyp), X cepenne (ZrO2)+E
oM’ % Mac.

1 5,40 66,42

2 5,42 66,67

3 5,41 66,42 66,42+0,14

4 5,38 66,17

5 5,40 66,42

KoHTpoib npaBuIbHOCTI pe3ynbTaTiB po3podsieHoi MeToAuKH (Tab1.4) mpoBeaeHO MOPIBHIHHIM 3
rpaBiMETPUYHUM METOJIOM BU3HAuCHHs, Mo npencrasienuit y FOCT 19863.13-91[7].

Ta6muus 4 — KoHTpos paBHIIbHOCTI pO3pO0ICHOT METOIMKY BU3HAUCHHS IUPKOHIIO B TATAHOBHUX
ciaBax BT-9, BT-20 Ta B iiupkoHoBoMy KoHIeHTpati (n=3,p=0,95)

No AHanizoBaHa Meton BU3HaAYEHHS
PeuoBnna I'paBimeTpuunuii meton, % | KommiuekcoHomeTpuuHuii
Mac. meTton, % mac.
1 BT-9 1,80 + 0,05 1,83+ 0,14
2 BT-20 2,34+ 0,06 2,36+ 0,11
3 [{upkoHOBUI KOHIICHTpPAT 66,38+ 0,08 66,42+ 0,14

TakuM uynHOM MCTOJ TMPAMOI0 KOMIIUICKCOHOMCTPUYHOTI'O TUTPYBAHHSA OO3BOJIAE OACPKATH

pe3ybTaTH, SKi BIAMOBIIAIOTH TOYHOCTI apOiTpaxkHOTro Merony [7].

1.

2.

BU3HAYCHHA

BUCHOBKHA

Po3po6ieHo MeToa mpsiMOro KOMIIJIEKCOHOMETPUYHOTO TUTPYBAHHS LIUPKOHIIO0 B TATAHOBUX
crutaBax (BT-9, BT-20) Ta HeopraniuHiii crionyii (LHPKOHOBOMY KOHLIEHTPAT1).

EKCHCpI/IMCHTaJIBHO MOKa3aHO, 0 OIITUMAJIbHUMHU YMOBaMHU IJId KOMIIDICKCOHOMCTPHUYHOT'O

[UPKOHIIO  €:

BUKOPUCTAHHA B

SIKOCTI

THTpaHTa —

TUHATPIEBOT  COJI

eTHJICHINaMIHTeTpacTaHOBOT KUCIOTH (koMruiekconylll), B skocTi iHauKaTOpa — KCHUIEHOJIOBOTO
opamkeBoro npu PH po3unny 1-2.

3. EKcrnepuMeHTaJbHO TIATBEpIUKEHA KOPENLis pe3yldbTaTiB OAEp)KaHUX 3a PpO3poOICHUM
METOJIOM TPSIMOTO KOMIUIEKCOHOMETPHYHOTO THUTPYBAaHHSA Ta apOITPaXHUM TI'paBIMETPHYHHM
METOJIOM.
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