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Bceepoccuniickuii MHCTUTYT aBHanMOHHBIX Matepuanos (PI'YII «BUAM»
I'HI]) — xpymnHeiiiee pocCUCKOE TOCYJapCTBEHHOE MAaTEepUAIOBEIUECKOE
npeanpusaTHe, Ha HpoTsbkeHuH 80 serT paspabarbiBaroliee U IPOM3BOJsIIEE
MaTepHualbl, ONpeAesstolmye O0JIMK COBPEMEHHOM aBHALMOHHO-KOCMHUYECKOM
texuuku. 1700 corpyaaukoB BUAM Tpynsrcs B 6oiee ueM TpUIATH HAYYHO-
UCCIIEIOBATENLCKUX JIAOOpAaTOPHsIX, OTHENaX, MPOM3BOACTBEHHBIX II€Xax U
UCHBITATEIbHOM LIEHTPE, a TakKe B 4YeThlpex ¢uinanax uHcTuTtyra. BUAM
BBIMOJIHAET 3aKa3bl Ha pa3pabOTKy UM IOCTaBKYy METAIMYECKUX U
HEMETAJUIMYECKUX MAaTEepHalIOB, IMOKPHITHI, TEXHOJIOTMYECKUX IIPOLECCOB U
000pyIOBaHUs, METOJIOB 3aIUTHl OT KOPPO3WH, a TAKKE CPEICTB KOHTPOJIS
UCXOJHBIX MPOJYKTOB, MONy(paOpHKaTOB M M3AEIMH Ha UX OcHOBe. PaboThI
BEIyTCA KaK 10 FOCYyIapCTBEHHBIM IIporpaMMaM P®, Tak u 110 3aka3zaM BEAYIINX
MpeaNpUATHI aBUallMOHHO-KOCMUYECKOro KoMIuiekca Poccuu u mupa.

B 1994 r. BUAM mnpucsoen craryc ['ocyaapcTBEHHOro Hay4HOTO IEHTpa
P®, mHOrOKpaTHO 3aT€M UM ITOATBEPKIACHHBIN.

3a pa3pa0oTKy M cO3JaHHE MaTepuajoB JJs AaBUAIMOHHO-KOCMMYECKOH M
JIpYTUX BHUJIOB clienUanbHON TeXHUKH 233 corpynHukam BUAM npucyxaeHbl
3BaHMsI JIaypeaToB pa3IMUHbIX FOCy1apcTBEHHBIX npeMuil. M300perennss BUAM
OTMEUEHBI HarpaJaMHu Ha BBICTaBKaxX M MEXIYHApOJHBIX caloHax B JKeHeBe u
Bbproccene. BUAM HarpaxkaeH 4 30710TbIMHU, 9 cepeOpsHbIMU U 3 OPOH30BBIMHU
MEIAIAMU, TOJTYYEHO 15 TUImIoMOoB.

Bosrnasnser mHcTUTYT naypear rocynapcrBeHHbix npemuit CCCP u PO,

akanemuk PAH, nmpodeccop E.H. Ka6nos.
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OMNPEJIEJIEHUE HUOBHUS B J)KAPOITPOUYHBIX HUKEJIEBBIX CILJIABAX,
COJIEPKAILMX JI0 30% (IO MACCE) MOJIUBIEHA

Oonum u3 mpyoHOONpeOensieMviX JIecUpyroOuux dJeMeHmMOo8 8 JHCAPONPOUHBIX HUKETIeBbIX
CNIABax Npu 0OHOBPEMEHHOM NPUCYMCMBUL 8 HUX OPY2UX DIEMEHMO08, MAKUX KaKk MOIUOOeH,
MAHmMan, YupKoHuil, 2apuuil u opyaue, Aeasemcsi Huooutl.

Cosz0aHnue HOB80U cepuu JHCaponpouHbIX Hukenevlx cniasos (KHC) ons eazomypOunHbix
ogucameneti (I'T[]) nocreonezo noxonenus, SHePeeMUYECKUX YCHMAHOBOK C OXAANCOEHUeM J10-
NAMOK, NO38OJAIOWUM YEEIUHUMb memMnepamypy 2aza neped mypounoi 0o 2100-2200 K, ue-
603MOJICHO De3 pazpadomKu HOBbIX MEXHOI02UL U320MOBIEHUSL HeOOXOOUMbBIX CNIIABO8 U HOJLY-
(abpuxamos, nO360IAOWUX PEUamsb NOCMAsIeHHble 3A0aUU.

C yenvio KOHmMPOJsL COOEPICAHUSL HUOOUSL 8 ICAPONPOYHBIX HUKENEeBbIX CHIABAX, JIecUPOBAH-
Hoix 00 30% (no macce) moauboenom, pazpabomana memoouxa onpedenerus cooepcanus Nb
6 unmepeaine xonyenmpayuii 1-15% (no macce) cnekmpoghomomempuueckum memooom ¢ npu-
MEHEHUeM peazenma — RUPUOULA30Pe30PYUHA.

Knrouesvle cnosa: memoouka, nuoOuu, MoauboeH, peazenm RUPUOULAZ0PE30PYUHA, CHEK-

mpoqbomoxwempuﬂ, KUucjiomsl, JfcaponpovHvle HUKeleeble Cniaesl.

N.V. Goundobin, V.I. Titov, L.V. Pilipenko

DETERMINATION OF NIOBIUM IN NICKEL SUPERALLOYS
CONTAINING UP TO 30 WT% MOLYBDENUM

One of the difficult-defined number of alloying elements in high-temperature nickel alloys,
while alloys in the presence of interfering elements molybdenum, tantalum, zirconium, hafnium,
et al. Is niobium. Creation of a new series of heat-resistant nickel alloys (ZHNS) for gas turbine
engines (GTE) for the latest generation of power plants with cooling vanes, allowing to increase
the temperature of the gas to 2100-2200 K, requires the development of new technologies for
the production of the required alloys and semi-finished products, allowing to solve tasks. In or-

der to control the content of niobium in these heat-resistant nickel alloys developed a method



for determination of niobium in the concentration range of 1-15% by weight. alloys at a content
of up to 30% by weight. Molybdenum spectrophotometric method with a reagent piridi-
lazorezortsinom.

Keywords: methods, niobium, molybdenum, piridilazorezortsinom reagent, spectrophotome-
try acid nickel superalloys.
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BBenenue

JInsi  yCOBEpIIEHCTBOBAHHUS CYIIECTBYIOUIMX JKApOIPOYHBIX HHUKEJEBBIX CILIABOB
(OKHC) s razorypounnbsix nsurareneid (I'TJl) HOBOro moOKoJIEHUS, SHEPTETHYECKUX YCTa-
HOBOK C BBICOKOX(()EKTUBHBIM OXJIAXJICHHUEM JIOTIATOK HeoOXoauma pa3paboTKa HOBBIX TEX-
HoJOoTUH [1], BKJIIOYAIOIIMX: JIETMPOBAHHE CO COATaHCUPOBAHHBIM XUMHUYECKHM COCTABOM
(Ta"Ta), HUOOMIA, peHul) [2]; CHIKEHUE COJIEP)KAHUS BPEIHBIX MPUMECEH; MUKPOJICTHPOBa-
HHe penko3emenbHbIMU MeTaiamu (P3M) [3]; dopmuposanue y'-hassl [4] Tpebyemoro pas-
Mepa MyTeM TepMUYECKOH 00pabOTKH.

W3 mocnemaux pa3paboTOK MOYKHO BBIICIUTH BEICOKOXKAPOIIPOYHBIN ePOopMUpyeMbIi
nukenesbiit crutas BXK175 [5], neruposannsiii Co, Cr, W, Mo, Nb, Al, Ti u makpomgo6aBkamu
B, La, Sc, Ce, koTopblil mpeHa3Ha4YeH JJIs U3TOTOBJICHUS TMCKOB U JPYTUX BBHICOKOTEMIIEpa-
TypHbIX neraneu I'T/I.

C uenpro moBsilieHUs1 padouero pecypca aetaneit [T/ ucmons3yroTcsi COBpeMEHHbBIE
WOHHO-TIJIa3MEHHbIC 3alUTHBIC TOKPBITHS [6, 7].

OnHUM U3 TPYAHOONPEAENAEMbIX JIETUPYIOIIMUX 3JEMEHTOB B KapOIPOUYHBIX HHUKEJe-
BBIX CIlIaBax siBisieTcs Huoowii. C 1enpio KoHTpos coaepkanus auoous B JKHC pazpabora-
Ha METOJ/IMKA OTPEJICTICHUS €ro COIepKaHUs B MHTEepBaJie KoHleHTpaui 1-15% (mo macce).

CH0KHOCTh aHAIMTHYECKOW XMMHH HHOOHS 3aKIJIIOYAETCs B CKIIOHHOCTH €r0 COEIH-
HEHUU K TUIPOJU3Y, MOJIUMEPU3ALUU U CONMOJIMMEPU3AIMU C 3JIEMEHTAMH COCEIHMX TPYIII
[Tepuoanueckoit cucremsl snemedToB JI.M1. MenneneeBa, B 1erkoM oO0pa3oBaHUM KOMILIIEKC-
HBIX COCMHEHUHN M KOJUTOMIHBIX pacTBOPOB [8]. B CBsI3u ¢ 3TUM BMECTO KJIACCHUYECKUX Tpa-
BUMETPUUYECKUX U 0OBEMHBIX METOJOB MUCCIICTOBAHUI CO CIIOKHBIMU OTIEPAITUSIMU OTIACIICHUS
HUOOUS OT JPYTUX SJIEMEHTOB B HACTOSAIIEE BPEMsl IIMPOKO MPUMEHSIOTCS CIIEKTPO(OTOMET-
PHUECKUE METOJIbI C HCIIOJIb30BAHUEM CIICIIUAIBHBIX OpraHuveckux peareHToB [9]. Haunbonee

HN3BCCTHBIC PCArCHThI, MHCIIOJIB3YCMBIC [JIA OIPCACICHUA COACPKAHUA HI/IO6I/I${, — Ouc-



a30IPOU3BOIHBIE XPOMOTPOIOBOM KUCIOTHI (cynabdoxmopbenon C, mukpamun P u 1p.) u ok-
CUIIUPUINIIA30COEANHEHNS, TIEPBOE MECTO CPEIN KOTOPHIX 3aHUMAET NUPHUINIA30PE30PLIMH.
Panee aBTOpamMu Oblna paspaboTaHa METOIUKA ONPEACICHUS COAEPIKaHUS HUOOHS B
JKHC, nerupoBaHHBIX TaHTAJIOM, C IPUMEHEHHEM peareHTa cyiabdonutpaso D [10], koTopsii,
BCTYIas B PEAKIUIO C MOJUOIEHOM, OKpAIIUBAET PACTBOP, UTO HE MO3BOJISET ONPEAETUTH CO-
nepxanne HHoOus. Pearent ITAP He okpammBaeT pacTBOp BCTymas B PEakIHIO ¢ MOJIMOe-
HOM Wid TaHTanoMm [11]. B cBs3u ¢ 3TuM 111 pa3paboTKU METOAMKU ONPENENICHHs COIepkKa-
Hus anobus B JKHC BeiOpan pearent [TAP, koTopslii 0Opa3yeT oKpalleHHbI KOMIUICKC C HU-
obuem B TapTpaTHOM pacTtBope ammonus (mpu pH=5-7) u B 0,5-1 H. pacTBOpe COJIIHOM KHUC-
JIOTBI, IPU 3TOM UYBCTBUTEIBHOCTb PEAKLUH BbIIIE, yeM B 0,75 H. pacTBOpe COJITHOW KHUCIIO-
Thl. B kucnoii cpene pearent [TAP cranoButcst 6os1ee CEJIEKTUBHBIM 110 OTHOIICHUIO K HIOOUIO,

TaK KaK MHOI'€ 5JICMCHTBI HC BSaHMOﬂeﬁCTBYIOT cIIAP B JaHHBIX YCJIOBUAX.

Matepuajibl 1 MeTOABI
Jlist poBeIeH s UCCIIEIOBaHUI OBLITN BHIOPAHBI CIISTYIOIINE MaTEPUAIIbL:

— KHCJIO0Ta TUIaBUKOBas,

— KUCIIoTa a3otHas (IioTHocTh d=1,4 F/CM3);

— BOJHBIH pacTBOp cepHoil kuciots 1:1 (mrotrocts d=1,84 r/em®);

— aMMOHHMI BUHHOKHCJIBIHN (COJIB);

— 0,1%-ubIii BogHBIN pacTBOp nupuauiazopesopuuna (ITAP);

— pactBop ¢oHa: 20 M CepHOM KUCIOTHI pa30aBisIOT BOJOH, cojepxaiieil 20 r BUHHO-
KHCJIOTO aMMOHHUS, B MEpHO# Kos10e eMKocThio 500 mut;

— pacTBOp A — craHaapTHbIH pacTtBop HHoOuUs: HaBecky 0,145 r Nb,Os cmemmBator ¢ 3 T
MUPOCEPHOKUCIIOTO Kalus METOJOM CIUIABJICHHMS B KBapleBOM THIJIE MOJ Kpblmikoi. ITpu
HE00XO0IMMOCTH JOOABIISAIOT MO KaIlJIsIM CEPHYIO KUCIOTY 0 MOJIY4YEHHUs MPO3PAvyHOro IUIaB-
HSI, KOTOPBIN 3aT€M BBIIIEIAYMBAIOT B KOHIICHTPHPOBAHHOW CEPHOM KUCIIOTE B MEPHOM KoJI0e
emkocTbio 100 mi1. [Tonmy4ennsiit pactBop A (1 mut) comepxur 1 mMr Huobus. PactBop b roro-
BAT IyTeM paszbasnenus pactBopa A (B 10 pa3) 4%-HbIM pacTBOPOM BUHHOKHCIIOTO aMMOHHSI:
1 mx pactBopa b conepxkut 100 MKr HHOOMS;

—tpwioH b, 0,1 H. pacTBOp.

Uccnenoanus mpooauin Ha ciekTpodoromerpe 113-5400B.

Pe3yabTaTsl



[Ipu orpa®oTke METOOUKH IMPOBEpEHA 3aBUCUMOCTb OINTHYECKOW IMIOTHOCTH KOM-
TJIEKCOB OT KOHIICHTPAIMH HUOOUS Pa3IMYHON KUCIOTHOCTH U COJISTHOM KHCIIOTHI B pacTBOPE.
YcTaHOBIIEHO, YTO MAKCUMYM ONTHYECKOHN IJIOTHOCTU KOMIUIEKCA MPAKTUUECKU HE MEHSETCA
B nipenenax 0,5-1 H. Mo consHON KHCIOTE. B 3TUX yCIIOBHSIX OKpAaIIEHHBIH KOMIUIEKC HHO-
ouii—I1AP nomuunsiercs 3akony bepa B auanazone konmeHTpamuii ot 10 g0 150 Mkr HHOOUS
B 100 mu pactBopa. MccnenoBanusi MpOBOAWIM Ha STATIOHHBIX M MPOM3BOJICTBEHHBIX 00pa3-
nax JKHC. BeicokonerupoBannbie mpou3BoacTBeHHble 00pasisl XKHC nomumo 30% monu6-
JIeHa COoJepKalu elle OOJbIIoe KOJIMYECTBO BoJib()pama M THUTaHA, IMO3TOMY PAaCTBOPEHUE
CIUIaBOB (B BUJI€ CTPY>KKH) MPOBOJIMIIM B CMECH IJIABUKOBOM M a30THOM KHCIIOT C MOCIENYI0-
MM BBITTAPUBAHUEM PACTBOPOB C CEPHOM KUCIOTOM M0 BhiAeneHus napoB SO;. B kauecTe
KOMIUICKCAHTa JJIT HUOOUS M 3€MENbHBIX KHCIOT B KHUCJIOW CPeJe MCIOIh30BAIA BUHHOKHC-
JBIA aMMOHUH (IIPH ATOM BCE KOMIIOHEHTHI CIUIaBa, BKIIOYas HUOOUMN, OCTaBAIUCh B PaCTBO-
pe). Huobwuit o6pasyer okpalieHHbIE KOMIUIEKCHBIC COeTUHEHUs ¢ peareHToM ITAP Tosbko B
BUJIC TPEXKOMIIOHEHTHBIX WJIM CMEIIAaHHBIX KOMIUIEKCOB C OKcajlaT-TapTpaT-UuOHAMHU WIIN
JIPYrUMU KOMIUIEKCAaHTaMU. B OTCYyTCTBHE KOMIUIEKCAaHTOB OKpacka KOMILUIEKCa HUOOWI—
[TAP nHe mpossnsercs. MakcuMyM ONTHYECKOW IUIOTHOCTU KoMmIuiekca HHoOui—IIAP moctu-

raeTcsl MPU KOHIIGHTpaluy TapTpara ammonus 0,2 Mr/mi u 10 koHmeHtpanuu 10 Mr/mi ocra-

€TCs TOCTOSHHBIM, IIPH 3TOM MaKCHMyM KOHIEHTpauuu uoHoB SO7 B 06beme 100 mi co-

crasnster 200 mr. Konnenrpanus nonos SO} B pacTBOPE U B MCIIBITYEMBIX IIP0Oax M0JDKHA

OBITH CTPOrO OJMHAKOBOW [IJIs MOCTPOCHHUS TPaalyHMpOBOYHOTO Tpaduka. YCTOHYMBOCTH
OKpAaCKM KOMIIJIEKCOB OCTAE€TCs MOCTOSHHON B T€UeHHUe CyTOK. Ha oCHOBaHMM IPOBEAECHHBIX
HKCIIEPUMEHTOB TMOA00paHbl ONTUMAJIbHBIC YCIOBHS OINPEICICHHUS COJEpXKaHUS HUOOHUS B
JKHC u cocTaBlieHa METOAMKA aHAIK3A.

MeTon OCHOBaH Ha W3MEPEHUH ONTHYECKOH MIOTHOCTH KoMIulekca HuoOui—IIAP B
TapTPATHOM PACTBOPE aMMOHMS NpU KUcIoTHOCTU 0,75 H. 1O constHOM KucioTe. Meroa mo3-
BOJIIET ompenessth coaepxanue Huodbus B JKHC, meruposanusix Fe, Cr, Co, Mo, Al, Zr.
MakcuMyM CBETOIOTJIOMICHUST KOMIUIEKCA HaXOIUTCS TIPH JUJIMHE BOJHBI A=536 HM B KIOBETE
JIMHOM 5 cM. MeTon 3akitouaercs B CIAEAYIONIEM: HaBecKy ciuiaBa maccoi 0,1 T pactBopsnu
B 30 MJI MJIaBUKOBOW KHUCJIOTHI C MOCHEAYIOIMIUM OKUCIEHUEM 3—5 MJI a30THOM KHUCIOTHI 110
MOJTHOTO PAaCTBOPEHHMSI HABECKH, TIOCIIE YE€TO K pacTBopy M00aBsumm 10 M CepHON KHUCTOTHI,
pa30aBiieHHON BOJOM B coOTHOUIeHHH 1:1, ¥ BhIMapUBaJv 10 MOSBIEHUS €€ MapoB. 3aTeM
pacTBOp OXJIaXkAaau, J00aBsUId 4 T BUHHOKUCIIOTO aMMOHWUS, BOAY M PACTBOPSUIM COJU TPHU
HarpeBanuu. PacTBop momeniany B MepHYIO K00y eMkocThio 100 MJI M TOBOJIWIHM BOJOM 10

HeoOxoaumoro oowrema. s oTomeTpupoBaHus B MEpHYIO K00y emkocThio 100 Mt oTOuM-



pai aTMKBOTHYIO YacTh pacTBopa (2 mur), 1o0aBisimu pactBop ¢gona g0 oobema 10 mi, 1 H.
pactBopa cousiHoi kuciotel (60—70 mi), 0,1 H. pactBopa Tpuiiona b (0,5 mi), yepe3 15 mun
no6asisuti [TAP (2 mi) u pa3z6aBisuid 1 H. pacTBOPOM COJISTHOM KHCJIOTHI 10 METKH. 3amep
ONTHUYECKOM MJIOTHOCTU pacTBOpa MpoBoAWIM yepe3 3 uinu 12 4. B kaduecTBe pacTBopa s
CPaBHEHHS MCIIOJIb30BAIH XOJIOCTYIO MPoOy (Ha BCE PEAKTHUBBI).

Conepxanrie HHOOWS HAXOAAT MO COOTBETCTBYIOUIEMY T'PaJlyMPOBOYHOMY Trpaduky
WK TI0 CTaHJapTHOMY 00pas3iy ¢ 6im3kum coaepkanueM ND. Pacder mpousBoanu mo ¢op-
MyJie

c =L .100%,
Vig

Tae a — KOJIMYECTBO HI/IO6I/I$I, HaflI[eHHOG B COOTBETCTBHUU C ITOKa3aHUEM an60pa, r;V— 00beM MEp-

HOW KOJIOBI, MJT; Vi — 00bEM aIMKBOTHOM YacTH PacTBOPa, MJI; § — HaBECKa CIUIaBa, T.

O0cykaeHne U 3aK/JII0YCHUSA
[IpoBeneHsl MccieoBaHUS MO MEPEBEICHUI0 aHATUTHUECKON MpoObI crjiaBa B pac-
tBOp. IlogoOpan pearent (IIAP) uig nonyueHus: OkpaeHHOro KoMmiuiekca ¢ HuooueM. M3y-
YEeHO BIIHMSHHE KOMIIOHEHTOB CIIaBa HA U3MEPEHUE ONTUYECKOM MIIOTHOCTH KOMITJIEKCa HHO-
ouii-I1AP. B pesynbraTe uccienoBanuii pazpaboTaHa METOAMKA OMPEICIICHUs COACPKAHUS
1-15% (mo macce) HuOOUS ¢ TOCTUTHYTHIM abcomoTHBIM oTKIoOHeHueM 0,1-0,5% (mo macce)
Ha ()OHE OCHOBHI M KOMIIOHEHTOB BBHICOKOJIETHPOBAHHOTO HHUKEJIEBOTO CIIABA, JISTHPOBAHHO-

ro 110 30% (o macce) MoIuOAeHA.
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