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Bcepoccutickuii mHCTUTYT aBuanMoHHBIX MaTepualioB (DPI'YII «BUAM»
I'HL]) — xpymnHeiiiiee pocCUCKOE TOCYJapCTBEHHOE MAaTEepUaIOBEIUECKOE
npeanpusaTHe, Ha npoTsbkeHuH 80 seT paspabarbiBaroliee UM MPOU3BOJSAIIEE
MaTepuasbl, ONpENeNsIone OOIMK COBPEMEHHON aBHAllMOHHO-KOCMUYECKON
texuuku. 1700 corpynaukoB BUAM tpyastcs B 6osiee yeM TpUILIaTH HAYYHO-
UCCIIEIOBATENbCKUX JIA0OpAaTOPHsIX, OTHENaX, MPOU3BOACTBEHHBIX II€Xax U
UCTIBITATEIPHOM ILIEHTPE, a TaKkKe B 4YeThIpex Quiuanax umHCTUTyra. BUAM
BBIMIOJIHSIET 3aKa3bl Ha pa3padOTKy M  IOCTaBKy METAIMYECKUX U
HEMETAJUIMYECKUX MAaTepUaioB, MOKPBITHM, TEXHOJOTMYECKHX IIPOLECCOB H
000pyIOBaHUs, METOJIOB 3aIUTHl OT KOPPO3WH, a TAKKE CPEICTB KOHTPOJIS
MCXOJHBIX TPOJIYKTOB, MONy(paOpHKaTOB W HM3AETHA Ha MX OCHOBE. PaboThI
BEJIYTCS KAaK IO rOCYIapCTBEHHBIM ITporpammaM P®d, Tak u no 3akazam BeAylIux
NpEeANpPUITHI aBUALIMOHHO-KOCMHYECKOr0o KoMIuiekca Poccuun u mupa.

B 1994 r. BUAM mnpucsoen craryc ['ocyaapcTBEHHOro Hay4HOTO IIEHTpa
P®, MHOrOKpaTHO 3aT€M UM ITOATBEPKICHHBIN.

3a pa3paboTKy M CO3JaHUE MaTepHUajoB JUIsl aBUALMOHHO-KOCMUYECKOW M
JIpYrUX BHUJIOB CHENMaIbHONW TeXHUKHU 233 corpynHukam BUAM npucyxaeHsl
3BaHMsI JIaypeaToB pa3IUYHbIX rOCy1apcTBEHHBIX npeMuil. M300perennss BUAM
OTMEYEHBl HarpajaMH Ha BBICTaBKaxX M MEXJIYHApOJHBIX cajoHax B JKeHeBe U
Bbproccene. BUAM HarpaxzaeH 4 30710TbIMHU, 9 cepeOpssHbIMU U 3 OGpPOH30BBIMU
MeJalsIMU, TIOJy4YeHo 15 aumiomos.

BosrnaBnser mHcTUTYT naypear rocynapcrBeHHbix npemuit CCCP u PO,

akanemuk PAH, mpodeccop E.H. Ka6os.
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MHUKPOBOJIHOBAS ITPOBOINOATI'OTOBKA HUKEJIEBBIX CIIJIABOB
JJIsA OITPEJAEJIEHUSA JIETUPYIOIUX 2JIEMEHTOB METOAOM A3C-UCII

B cocmas srcaponpounsix Hukenesvix cniagos moogicem O0OHOBPEMEHHO 6X0O0UMb
bonvuwoe Koauvecmeo necupyiowux snemenmos, maxux xax Al, Ti, Cr, Co, Zr, Nb, Mo,
Ru, Ta, W, Re. Oonaxo memooux ux 0OHOBpeMeHH020 onpedeieHus (be3 npumeHeHus
OU3KUX NO COCMABY CMAHOAPMHBIX 00pA3Y08) 00 NOCIEOHe20 8PEMEHU He CYUeCmB0-
eano. /[ns onpedenenus iecupyrouux 31emMeHmo8 8 HUKele8blxX Cnideax Ovlil NPedodiceH
Memoo amoMHO-3IMUCCUOHHOU CHEKMPOCKONUU ¢ UHOYKMUBHO-CEA3AHHOL NIA3MOU
(A2C-UCII). Ha obpa3zyax pasiuunvix cocmagos, 8 mom uucie u pymeHUuticooepica-
wux, ompabomana mMemoouKa MUKpOBOIHOBOU NPOOONOO20MOBKU HUKENEBbIX CHIABOS.
Ilooobpanvl cocmasel cmeceli 0151 pacmeopeHus U napamempsbt. MUKPOBOIHOB020 Pas3-
JIOJHCEHUSL.

Paszpabomanvr u ammecmosanvr memoouxu uzmepenuti maccosou ooau Al, Ti, Cr,
Co, Nb, Mo, Ru, Ta, W, Re 6 Hukenesbix cniasax memooom amoMHO-IMUCCUOHHOU
cnekmpomempuu ¢ UHOYKMUBHO-CEA3AHHOU NAa3Mou. I panuyst omHocumenvbHou no-
epewHocmu uzmepenus maccogou 0oau snemenmos om 0,1 0o 20% ne npesviwarom 4%.

Knrouesvie cnosa: mukpogonnosas npobono020moeka, Hukenesvie Cniassl, amomHo-
IMUCCUOHHASL CHEKMPOMEMPUSL C UHOYKIMUBHO-CEA3AHHOL NIIA3MOLL, MemoOuKa usmepe-

HUL.

F.N. Karachevtsev, R.M. Dvoretskov, T.N. Zagvozdkina

MICROWAVE PROBE PREPARATION OF NICKEL ALLOYS FOR
DETERMINATION OF ALLOYING ELEMENTS USING ICP-AES METHOD

A large amount of alloying elements such as Al, Ti, Cr, Co, Zr, Nb, Mo, Ru, Ta, W,
Re may be in a composition of heat-resistant nickel alloys simultaneously. However, till
the last time there were no techniques for simultaneous determination of them (without

an application of similar by composition standard samples).To determine the alloying



elements in nickel alloys a method of atomic emission spectroscopy with inductively
coupled plasma has been proposed (ICP-AES). The technique of microwave sample
preparation of nickel alloys was worked out for samples of different composition includ-
ing ruthenium containing ones. Compositions of dissolution mixtures and parameters of
microwave digestion were chosen.

Measurement techniques of mass fraction of Al, Ti, Cr, Co, Nb, Mo, Ru, Ta, W, Re in
nickel alloys by atomic emission spectrometry with inductively coupled plasma were de-
veloped and verified. Limits of relative measurement error for elements mass content
from 0,1 to 20% don't exceed 4%.

Keywords: microwave digestion, nickel alloys, inductively coupled plasma atomic

emission spectroscopy, measurement procedure.
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Beenenue

B COBPCMCHHOM aBHAIMOHHOM JIBUT'aTCICCTPOCHUH JACTAIM OTBETCTBCHHOI'O HA3HAYCHHA
M3rOTABIMBAIOT M3 JKAPONPOYHBIX HUKEJIEBBIX CIUIABOB. JDTO OOYCIOBIEHO X BBICOKOW Ka-
POIPOYHOCTBHIO U TEPMUYECKON CTaOMIBHOCTBIO. [10BBIIIIEHNE YPOBHS KapOIPOUYHOCTH HUKE-
JICBBIX CIUIABOB (HE3aBHCHUMO OT YCIIOBHMH HMX TIOJYYCHHUS U CTPYKTYPhI) OCYIIECTBISCTCS MTY-
TEM YBEJIMUYCHHUS B UX COCTABE COJCPIKAHUS TYTOILIABKHX JISTHPYRONHX dneMeHToB [1-8]. Ta-
KUM 00pa3oM, B COCTaBE COBPEMEHHBIX aBHAIIMOHHBIX CIJIABOB Ha HUKEJIEBOW OCHOBE MOXKET
OJIHOBPEMEHHO MPUCYTCTBOBATh OOJIBIIOE KOMMYECTBO Jerupyromux snementos (Al, Ti, Cr,
Co, Zr, Nb, Mo, Ru, Ta, W, Re), a taxxe npumeceii (B, Si, P, V, Mn, Fe, Cu, Y, La, Ce).

Hawubosee yacTo B COBpPEeMEHHBIX J1Ta0OPATOPHUSIX METAJUTyPTUUYECKUX MPEIIPUATHN MPH-
MmensitoT meton, ADC-UCII, ¢ moMomplo KOTOPOTO MOYKHO OJHOBPEMEHHO OIPEICTIHTh
OOJIBIIIYIO YaCTh BCEX BBILICYKA3aHHBIX JICTHPYIOMIUX M MPUMECHBIX 3JIEMEHTOB B JIHANla30HE
or 10™ 10 100% (1o Macce) ¢ BBICOKOH TogHOCTHIO [9, 10]. Mcmomnb3oBaHie MHKPOBOIHOBBIX
CHCTEM PAa3JIOKEHHS CYIIECTBEHHO YMEHBIIACT MPOJOJIKUTEILHOCTh PACTBOPEHHUS MPOOBI,
TIO3BOJISIET COKPATUTh KOJIMYECTBO MCIOJB3yEMBIX PEareHTOB M BPEIHBIX BHIOPOCOB B aTMO-
cdepy, a TakKe YMEHBIIUTh BEPOSTHOCTh MOTEPU BEIIECTBA B PE3yJbTaTe Pa3OpBI3TUBAHMS
IpY KUIIEHUH PAcTBOPOB, & OT/ENIbHBIC AIEMEHTHI yOepeub OT MOTEPU MPH 00pa30BaAHUHM Jie-

Ty4qux coeaunenuii [11, 12].



CymecTByeT OrpaHHYCHHOE KOJIMYECTBO HOPMATHBHBIX JIOKYMEHTOB, B TOM YHCIIE aTTe-
CTOBAHHBIX METOAMK, PETIIAMEHTUPYIOIIUX OIpPENeICHIHEe XUMUYECKOTO COCTaBa CIUIABOB HA
HukeneBoil ocHoBe MeTosoM ADC-HMCII. OnHako CylIeCTBYIOIIME METOJIMKH, OCHOBAHHbBIC
Ha TPAJUIMOHHBIX METOJaX PA3JIOKEHUS, HE OXBATHIBAIOT HEOOXOJIUMBIC JHMANa30Hbl KOH-
IEHTpAIMiA WK He HeCyT nHpopMaIu 000 BCeX AIIEMEHTAX, COJCPKAIIMXCS B CIUIaBax HA HU-
KEJICBOI OCHOBE, KOTOPHIC YK€ IPUMEHSIOTCS B TPOM3BOICTBE aBUATEXHUKH. Tak, Hampumep, B
['OCT 6012-98 [13] npuBeneHa MeToauKa onpeaeacHus npumeceii 10 1% (1o macce) aToOMHO-
SMHCCHOHHBIM CIIEKTPAJILHBIM METOJIOM C MHIYKTUBHO-CBS3aHHOH IJIa3MOi B HHKele. MeTo-
auka wu3Mepenuin AM  0557665-72-323-2008 [14] wumeer auama3oHBl OMPEACIICHUS:
Cr—ot 5 1o 20% (o macce); Fe — ot 1 10 10% (1o macce). Crangapt ASTM E2594-09 [15]
perIaMeHTHPYeT METOAUKY M3MEPEHUsI MACCOBOM JIOJU DJIEMEHTOB B HUKEJICBBIX CIUIaBaX B
nuamazonax (%, mo macce): (0,060-1,4) Al; (0,02-3,1) Ti; (0,002-0,65) Mn; (0,002-0,1) Zr;
(0,02-5,5) Nb; (0,01-0,05) Ta; (0,007-0,11) W.

JIyist ycTaHOBJICHHS JUAITa30HOB MAacCOBOM JIOJIM 3JIEMEHTOB B COBPEMEHHBIX HHUKEIIEBBIX
CIUTaBax, MPOBEJICH aHAM3 HAYYHO-TEXHUUYECKOHN JTUTEpaTyphl B 00JIACTH aBHAIIMOHHOTO Ma-
TepuanoBeaenus. B padore [16] npuBeaeHbl JaHHBIE 110 KaporpodHbM ciiaBamM BXKM1 (9%
(mo macce) Re) u BXM4 (6% (o macce) Re u 4% (o macce) Ru), paspaboranusim B BU-
AM. 3apyOexHblil XKapONpPOUYHbII HUKEIEBBIN CIIaB 4eTBepTOro nokosenus TMS-138 umeer
B cBoeM cocrtase (%, mo macce): 5,8 Al; 6 Ru; 5,6 Ta; 5,8 W; 4,9 Re. BoiOpanbl 1uamna3oHsl
U3MEPEHUI MacCOBOM JIOJIM 3JIEMEHTOB B HUKEJIEBBIX CILJIaBaX, KOTOPbIE OXBaTBHIBAIOT COJEP-
’KaHHME BJICMEHTOB B ciulaBax THma: Rene, Nimonic, Inconel, BXJI20, BXKXM4, BX172,
BKHA2S5, XKC36 u npyrue (tabmn. 1). ComepkaHne OCHOBHOI'O DJIEMEHTa — HHKEJsl — HaxXo-
mutea B guamnasone ot 30 mo 80%.

TakuMm oOpazom, 11es1b PabOTHI 3aKIIOYAETCS] B BHIOOPE ONTUMANIBHBIX PEKUMOB, cMeceit
KHUCTIOT JUIS PacTBOPEHHsI 0OpaslloB HUKEJIEBBIX CILIABOB C IIEJbIO OMpEAENeHUs] MaccoBOM

JIOJIA JIEMEHTOB B JMana3oHax, ykazaHHbIX B Ta0m. 1, merogom ADC-UCII.



Tabruya 1
Jlnana3oHbl H3MePeHUI MacCOBO 0J1M HEKOTOPBIX 3JIEMEHTOB
B COBPEMEHHBIX HUKEJIEBBIX CIJIABaX

DJIeMeHT Jwnanazon nzmepennit, % (1o mMacce)
Al 0,01-25
Ti 0,001-5
Cr 0,001-40
Co 0,01-60
Nb 0,01-15
Mo 0,01-20
Ru 0,02-10
Ta 0,02-10
W 0,01-20
Re 0,02-15

MarepuaJjisbl 1 METOAbI

Anamn3 meronom ADC-UCII Beimonusanu Ha cnektpomerpe Varian 730 ES ¢ akcuans-
HBIM 0030pOM IITa3Mbl. B mccienoBaHuM HMCIONB30BaHbl CTAaHIAPTHBIE MapaMeTpbl pabOoThI
CIIEKTPOMETpPA: MOIIHOCTH Iu1a3Mel 1,2 kBT; motok aprona yepe3 pacnbuurens 0,75 j/MuH;
w1a3Moo0pasyonyid motok 15 ji/MuH; nonojHuTe bHBIH (auxiliary) motok 1,5 n/muH; 3a-
Jep’KKa Ha cTadmin3anuio 15 ¢; NpoJoKUTENbHOCTh U3MEPEHHUS S C; KOJIHMYECTBO M3Mepe-
HUii 5; paboumii ra3 — aprod Beicokoil unctoThl (99,998%). Cucrema BBOJa aHAIU3UPYEMbIX
pacTBOpOB B CIIEKTpOMETp: KBapiieBas ropenka Quartz Torch for Varian Axial; crexisunas
pacnbuIMTeNIbHAsS Kamepa Twister Spray Chamber; cTekisHHbBIN KOHIIEHTPUYECKHIA PACIIbLIH-
tenb Sea Spray Nebulizer 2 ml/min. J{ns onpeneneHuss HU3KOro COAEpPIKaHUS DJIEMEHTOB B
KOHIICHTPUPOBAHHBIX pacTBOpax (¢ comepskanueM (GTOpoBOaOpoaHON KHCIOTH >0,2%), uc-

I0JTB30BAJICS MJIaCTHKOBBIN pactbutuTenb PolyCon Nebulizer.

PesyabTarsl

JI1s MOBBIIIEHNS TOYHOCTH PE3Yy/IbTaTOB aHAIM3a MCIOJb30BaIM BHYTPEHHHUM CTaHIapT
(BC), koTopblii KOMIIEHCUPYET Apeld crneKTpoMeTpa, YaCTUYHO — MaTpU4yHbIe 3PQEKTHI, a
TaK)K€ U3MEHEHHE pa3Mepa Kamellb a3po30Ji1 U CKOPOCTH €ro MOJa4yd B FOPENKY, BbI3BaHHBIE
B CBOIO OYEpE/b Pa3HOM BA3KOCTHIO AHAJIU3UPYEMBIX PaCTBOPOB M I'PaIyHPOBOYHBIX PacTBO-
POB, MIPUTOTOBJIEHHBIX METOJIOM CTaHIApTHBIX N006aBoK. BeiOop snementa BC npoBoaumnu c
y4eTOM pEKOMEHIAIni, MpuBeaeHHbIX B padote J.L. Todoli [17]. [l HUKeNeBBIX CILUIABOB
BBIOpaHb! aHauTHYeckue Tuauu In (410,176 um) u Ga (287,419 um). UHTEHCHBHOCTD TEpBOMA
JIMHUY BbIIIE, ofHako Ha 3Ty junuto (In 410,176 M) HaknagsiBatoTcs auHud Ru u Ce, 4to
NPUBOJUT K HEKOPPEKTHBIM pe3yJIbTaTaM, KOT/Ia IaHHbIE JIEMEHTHI PUCYTCTBYIOT B cIulaBe. B

TaKoM ciydae ucnojb3oBamn Ga. Jxcnepumentsl (o 'CO 1609-79) ¢ ucnons30BaHHEM CO-



CTaBa CIUTaBa Ha HuKeaeBoi ocHoBe (H15) mokassiBalOT 3HAYUTENBHOE YBEINYEHUE TOYHOCTH

aHanu3a npu ucnoibs3oBanuu BC (Tabim. 2).

Tabauya 2
Buiusinue BuyTpenHero ctanaapra (BC) Ha pe3yibTaThl H3MepeHHii

YcnoBust uamMepeHuit ConepskaHue J1eMeHToB, % (1o Macce)
Ti Fe Co Mo W
be3 mpumenenus BC 2,66 0,48 16,11 5,79 572
C npumenenneM BC (In) 2,53 0,51 14,96 5,49 551
ATTeCTOBaHHOE 3HAYECHUE 2,53 0,53 15,08 55 55

C uenbl0 yMEHbBLIEHHS MATPUUYHBIX BIMSHUH TP HOCTPOCHUU TI'PaTyHPOBOUYHBIX
3aBHCUMOCTEH BBIOpAH METOJ CTaHIApTHBIX 100aBokK. [1pu sToM ucnons3oBanmu ['CO coctaBa
pacTBOpPOB HOHOB 3JEMEHTOB, a TaKXKE MOHORJIEMEHTHBIE CTaHIAPTHBIE PAaCTBOPHI
npowusBozctBa High-Purity Standards (CILIA).

BeiOpanHble mpu pa3paboTKe METOJUK OCHOBHBIE M albTEPHATUBHBIC AHAIUTHYECKUE
JVHAW, a TaKke OJM3KO pAacHOJOXKEHHBIE JMHUHM 3JEMEHTOB, CO3JAIOIIUX ITOMEXH,
npuBeieHbl B Tabn. 3. B mpUCYTCTBUM 3JE€MEHTOB, CO3JAIOIIMX IIOMEXH, CIEAYyeT

HCIIOJIL30BAaTh JIH0O OCHOBHY1O, 1100 AJIBTCPHATUBHYIO aHAJIMTUYCCKYIO JIMHUIO.

Tabnuya 3
AHaJIuTHYEeCKHE JTHHHH

D1eMeHT Anxanutndeckast THHUSA, HM JInHMS pIIeMeHTa, CO3ar0Iero MOMEXH, HM

Al 257,509 -

Co 238,892; 235,341 238,891 (V)

Cr 276,259; 206,158 276,248 (V); 206,160 (Ru)
Ti 334,188; 337,280 334,184 (Mo)

Re 197,248; 227,525 197,267 (W)

Ru 349,894; 379,890 349,907 (Mo)

Mo 379,825; 202,032 379,812 (Nb); 202,033 (Re)
Ta 226,230; 240,063 226,213 (Nb); 240,074 (Re)
W 207,912 -

Nb 288,317; 294,154 294,152 (Mn)

OKCIIepUMEHTBI IO PACTBOPEHHIO 00pa3llOB HUKEJEBBIX CIIJIABOB MPOBOJAMIM B CUCTEME
MHKpOBOJIHOBOTO pasioxenus Milestone ETHOS 1 B cocynax PRO 24 o6bemom 75 eM® ¢
aBapuiiHbIM cOpocoM naBiienus. [IpoOa npeacrasisiia coO0H METATITMYECKYIO CTPYKKY, OTO-
opannyto o 'OCT P MCO 14284 [18]. lnst pacTBopeHHs PoO MCIOJIL30BaIaCh CMECh MH-
HEPAITBHBIX KHUCJIOT, B KOTOPHIX XOPOIIO PAaCTBOPSIOTCS OT/ACIbHBIE 3JICMEHTHI, BXOJSIINE B
COCTaB CIUIaBa: B pa3daBieHHON a3oTHOM kucnote pactBopsitorcs Al, Co, Ni u Re; B constHol
kucinotre — Cr u RU; B IpucyTcTBUM (PTOPUCTOBOIAOPOAHOM KUCIOTHI — TYrOIJIABKUE HJIEMEH-

o1 Ti, Zr, Nb, Mo, Ta, W [19]. Bce xucinoTsl ouninanu neperoukoit. OT UCmonbp30BaHus cep-



HOM KHUCJIOTHI ObUIO PEIIEHO OTKa3aThCsl BCIEACTBHE €€ BBICOKON BS3KOCTH U CIOXKHOCTHU
OYHCTKHU.

ITpoBeneHn noadop cMeceit KUCIO0T AJisl PACTBOPEHUS HUKEJIEBBIX CIUIABOB.

Jliis yCTaHOBIICHHS BIIMSIHUS a30THOM KUCIIOTHI Ha Iporiecc pactBoperus oopasusl (I'CO
10124-2012) maccoii 0,2 r pactBopsuii B cmecu: Boaa (10 m)+HF (1 mi) ¢ mobGasienunem
Pa3IMYHOrO KOJMYECTBA a30THOM KHCIOTHI (Tabi. 4). PacTBOpeHue MpOBOIMIN B OJIHY CTa-

o 1o pexkumy: HarpeB 10 170°C 3a 15 muH, Beinepxkka mpu 170°C B Teuenue 10 MuH.

Tabruya 4
Pe3yabTaThl onpeneiaenus 3aeMenToB B oopasie (I'CO 10124-2012) cocTaBa ;KaponpoYHOro
cmiiasa BJKMS5Y (n=2, P=0,95)

KonuuecTBo a30THOM CopeprxaHue dJIeMeHTOB, % (110 mMacce)
KHCJIOTBL, MII Cr Mo W Ta Co Re Ti Al

0 1,68 0,27 3,57 4,89 7,84 0,00 1,23 6,74

0,1 3,43 1,47 4,43 496 | 10,63 | 4,66 1,21 6,81

0,25 3,53 1,49 4,45 498 | 10,85 | 4,95 1,22 6,78

0,5 3,47 1,49 4,47 499 | 10,85 | 4,94 1,22 6,77

1 3,46 1,50 4,48 501 | 10,86 | 4,95 1,23 6,78

2 3,47 1,50 4,47 500 | 10,81 | 4,95 1,22 6,73
ATtrecTroBaHHoe 3HayeHue | 3,46 1,50 448 5,01 10,86 4,95 1,23 6,78

BBIsSBIICHO, YTO TIPH COJEP)KAHUK a30THOM KUCIOTHI B KosmdecTBe 0,25 MII BCe DIIEMEHTBI
HIOJIHOCTBIO TIEPEXOJIAT B PACTBOP.

Ha crnenyroniem srtame W3ydaid BIMSHHC XJIOPUCTOBOJOPOMHON KHCIOTHI HAa MPOIECC
pactBopenus. J{ist aroro oopasisr ('CO 10125-2012) sxaponpounoro crutaBa BX172 mac-
coit 0,2 t pactBopsuii B cmecH: Boza (10 mu)+HNO;3 (1 m)+HF (1 M) ¢ mobGaBnenuem pas-

JIUMYHOI'O KOJINYCCTBA XJIOpI/ICTOBO,I[OpO,Z[HOﬁ KHCJIOTBI (Ta6J'I. 5)

Tabruya 5
Pe3ysabTaThl onpeaeaeHus 3jaeMeHToB B o6pasie (I'CO 10125-2012) cocTaBa sKaponpovyHoOro
cmiiasa BXK172 (n=2, P=0,95)

KonunuectBo constHOM Copepxanne dy1eMeHTOB, % (1o mMacce)
KHUCJIOTBI, MJI Cr Mo w Co Ti Al Nb Zr

0 16,63 3,93 1,477 | 14,18 | 0,474 2,25 4,74 0,321

0,25 16,62 3,94 1,476 | 14,19 | 0,475 2,25 4,72 0,320

0,5 16,63 3,95 1,479 | 14,19 | 0,472 2,26 4,74 0,318

1 16,71 3,96 1,486 | 14,25 | 0,471 2,27 4,74 0,319

2 16,71 3,97 1,495 | 14,28 | 0,470 2,27 4,74 0,322

3 16,70 3,95 1,486 | 14,20 | 0,474 2,26 4,76 0,321
ATtrectoBanHoe 3Hauenne | 17,01 3,94 1,451 | 14,28 | 0,481 2,27 4,69 0,32

BrisiBneno, uto n3menenue oobema HCl B cmecu (pu pacTBopeHnn) He OKa3bIBaeT 3Ha-
YUMOTO BJIMSIHUS HA CTENEHb W3BJICUEHHS AJIEMEHTOB U3 cIulaBa. OHAKO 3aMEUYeHO MOHUXKe-
HUE 3HAYEHUM MpU ONpPENENIeHUU COJAEp KaHMsI XpOMa BCIIEACTBHE €ro MacCUBAallMM a30THOMN

kucnotoil. JlanHas ommbka Habmonanack Ipu coaepkaHuu xpoma >15% (mo macce), oco-



OCHHO B IPUCYTCTBHUH B CIUIaBE MOJIMOIeHA, BOJIbpama, HHOOUS, TaHTaaa win raduaus >15%
(cymmapno). Tak, manpumep, npu pactBopenuu ('CO 1519-90I1) oopasna H126 B cmecwu:
Boza (10 eM®)+HCI (3 em®)+HNO; (1 em®)+HF (1 em®) — MIPOMCXOUT MOHIKEHUE PE3yIbTa-
TOB onpezaesieHust Xxpoma Ha 1,7% (mo macce) (mpu aTTeCTOBaHHOM 3HaueHUH Xxpoma 15,48%;
coaepxkanne monmuoaena 16,12%)

[Tpu conepxanuu xpoma >20% (1o Macce) B IpUCYTCTBUH MOJuOeHa, Boib(pama, HU-
o0us1, TanTana uin ragpuus B KonmyectBe 15% (mo Macce) u 6osee HUKENEBBINA CIUIaB MpakK-
TUYECKH HE PACTBOPSIETCS B CMECSX C a30THOM KUCIOTON. J[jIs TakuX CIIaBOB YAaloCh MOAO-
OpaTh JMINb ABYCTAIMIHOG PACTBOPCHHE: HA IEPBOH crammk — cMmech: Boma (5 cm’)+HCI

(5 em®)+HF (2 em®), Ha Bropoii — nobasmsum HNO; (1 em®) (Ta6i. 6).

Tabnuya 6
Pe3yabTaThl onpenesnenus 3aeMenToB B oopasue (I'CO 1631-861I1) nukesieBoro ciiasa H14s
(n=3, P=0,95)
Cmias Copepxanue 3JIeMeHTOB, % (1o mMacce)
Cr Mo W
H14B (cranmapTHbIii 06paserr) 24.,40+0,10 1,32+0,02 13,42+0,12
ATTecTOBaHHOE 3HAUECHUE 24,35+0,05 1,32+0,01 13,47+0,07

HeBo3moxHO 000iTHCH 6€3 CONMSHON KUCIOTHI PU PACTBOPEHHH CILIABOB, JIETUPOBAHHBIX
Ru. BBumy oTCyTCTBHSI CTaHIAPTHBIX OOPa3LOB C aTTECTOBAHHBIM COJEPYKAHWEM DPYTEHHS, a
TaKOKe JJIsl TIPOBEPKH THITOTE3bI O TIOTEPE PYTCHUS B BUJIE JIETYYUX COCIMHEHHH MPOBE/ICH KC-
NEpUMEHT «BBEJICHO—HAMICHO» Ha 00pa3liaX HUKEJIEBhIX CIIABOB, COJEPIKAIMX PYTEHUH 1 0e3
Hero. B monoBuHy cocynoB ¢ HaBeckamu cmiaBoB (0,2 T) u cMmechro: Boaa (10 CM3)+HC|
3 CM3)+HNO3 (1 CM3)+HF (1 CM3) NOGABHIA 1O 5 CM° CTaHJApTHOI'O pPacTBOpa PYTEHUs
(B BHJIC pyTEHATa aMMOHHsI) KOHIeHTpammeit 1 r/m°, aro comocrasumo ¢ 50 mr/av® wm 2,5%
(mo macce) pyreHus B ciiaBe. PactBopenue npoBoawm B cocynax PRO 24 no pexxumy: HarpeB
1o 170°C 3a 20 muH, Boiaepxka npu 170°C B Teuenue 10 muH. [Tocie oxnaxxaeHus conepKu-
MOE COCYJIOB MIEPEBOIIIIA B IIOTHIPOIHICHOBBIE KOMOBI BMecTHMOCTBI0 100 cM>. Pesymbratsr

oTpezeNieHusl PyTeHHs MPeACTaBIEHbI B Ta0I. 7.

Tabnuya 7
Pe3yabTaThl onipeeieHusi pyTeHHs ¢ MPUMEHEHHEM MET0/1a «BBeeHO—HaI1eHO0»
(n=3, P=0,95)
CrmaB Conepxanue pyterus, % (1o macce)
Bgeneno Haiineno Paznuiia
BXJI21 2,50 2,50+0,01 2,50+0,01
0 0

BXM4 2,50 6,37+0,07 2,53+0,08

0 3,84+0,04




Takum 00pa3oM, MOXKHO CEJIaTh BBIBOA, YTO MOTEPh PYTEHUS MPH TAKOM CIIOCO0E MPo-
OOIMOATOTOBKH HET. JTO XOPOIIO COTJACYeTCsl C JaHHBIMH W3 JINTEPATYPHBIX HCTOYHUKOB.
Pyrenuii oOpasyer neryuue coenuHeHus B Buae RuOs, oAHAKO MOMYYUTH JAHHBIA OKCH
MOYKHO TOJIBKO B PAacTBOpax MIEJI0YEH, CEPHON M XJIOPHOW KUCIIOT MO JCHCTBUEM CHIIBHBIX
okuciuTenei. B consHOkHCBIX pacTBopax RuO, BoccraHaBnmuBaercs, o0pasysi HeleTyqne
xnopuast Ru (1V, 111) [20, 21].

Jliis HUKeJeBBIX CIIaBOB 0e3 pyTeHwus, cogepkamux xpom <15% (mo macce), BO3MOKHO
NPUMEHEHHE PACTBOPEHHSI B CMECH a30THOW W TUIABUKOBOW KHCIOT. /s ycTaHOBICHHS KO-
JMYECTBa PTOPUCTOBOAOPOIHON KHCIOTHI, HEOOXOAMMOM ISl TIOJIHOTO Pa3JIOKEHHS HUKEIIe-
BOTO cruiaBa, oopasibl Maccoit 0,2 T pactBopsiin B cMecu: Bojaa (10 mm)+HNO3 (1 mu) ¢ mo-
0aBJICHMEM Pa3JIMYHOTO KOJIMYECTBA (TOPUCTOBOIOPOAHON KHUCIOTHI (Tabu. 8). BeisBieHo,
4yto nipu coaepkannu HF B konmyectse 0,25 Mi1 Bce TYrorjiaBKUE DJIEMEHTHI TIOJTHOCTBIO Tie-

PEXOMST B pacTBOp.

Tabnuya 8
Pe3yabTaThl onpenenenus daeMenToB B oopasue (I'CO 10124-2012) cocTaBa :kaponpoYHOro
cmiiasa BJKMS5Y (n=2, P=0,95)

KommgectBo Copeprxkanue 3neMeHToB, % (1o Macce)
(bTOPUCTOBOIOPOTHOM Cr Mo w Ta Co Re Ti Al
KHCJIOTBI, MJI
0 3,46 1,07 0,04 0,01 | 11,08 | 5,00 | 0,712 | 6,95
0,1 3,44 1,29 0,68 0,72 | 11,05 | 4,98 | 1,004 | 6,94
0,25 3,49 1,53 4,27 491 | 11,18 | 5,01 | 1,224 | 7,06
0,5 3,45 1,52 4,62 505 | 11,02 | 4,93 | 1,209 | 6,95
1 3,47 1,54 4,64 509 | 11,08 | 4,94 | 1,220 | 6,99
2 3,41 1,50 4,58 502 | 11,09 | 484 | 1,196 | 6,84
ATTECTOBAaHHOE 3HAYECHUE 3,46 1,50 448 5,01 10,86 4,95 1,23 6,78

Jliis u3ydeHus BIMSHUE KOHIIEHTPALMU KHUCJIOT Ha pacTBOpeHue, oOpasibl maccoit 0,2 T
pactBopsir B cMmecu: HNO3 (2 mn)+HF (2 M) ¢ mob6aBiieHreM pa3iiyHOrO KOJIMYECTBa OH-

JTUCTHUTUPOBAHHOM BOIBI (TabI. 9).



Tabnuya 9
PesyabTaThl onpeaeaenus djaeMenToB B oopasie (I'CO 10124-2012) cocTaBa sKaponpo4HOro
cmiiasa BJKM5Y (n=2, P=0,95)

KonuuectBo Copneprxkanue 35eMeHToB, % (1o Macce)
OMANCTIIINPOBAHHOM Cr Mo W Ta Co Re Ti Al
BOJIBI, MJI

0 2,91 1,51 4,38 4,89 8,31 4,81 1,21 0,43

0,5 3,04 1,51 4,38 4,89 8,39 4,83 1,18 0,45

1 3,06 1,51 4,38 4,88 8,51 4,84 1,18 0,52

15 3,19 1,52 4,39 4,92 8,65 4,79 1,19 0,87

2 3,28 1,50 4,38 4,90 9,24 4,83 1,18 2,27

2,5 3,32 1,55 4,42 4,91 9,35 4,81 1,19 2,34

5 3,46 1,51 4,41 4,93 10,98 | 4,89 1,18 6,93

10 3,39 1,51 4,40 4,91 10,95 | 4,85 1,18 6,86

15 3,41 1,52 4,42 4,90 10,96 | 4,85 1,19 6,85
ArtrtecToBanHoe 3Hauenue | 3,46 1,50 4,48 5,01 10,86 4,95 1,23 6,78

BruaBneno, uto Al, Cr u Co MOTHOCTBIO NMEPEXOIAT B PaCTBOP TOJIBKO B MPUCYTCTBHU B
cMecH 5 MJI BOJABI. DTO CBSI3aHHO C Majioi pacTBOpUMOCTHIO coneld Al u Co B KOHIIEHTPUPO-
BaHHBIX KUCJIOTaX.

Takum 00pa3oM, ONTUMAIIBLHBIM 00BEM pPacTBOPHUTENEH, HEOOXOIUMBIA ISl «BCKPBITHS
npoOsr, ipu onpeneneaun Al, Ti, Cr, Co, Mo, Ta, W u Re: H,O (5 mi)+HNO3 (0,25 m)+HF
(0,25 mm). lng KOHcepBalMU MOMYYEHHBIX PACTBOPOB pelieHo yBenuduTh o0bembl HNO3 u
HF — o 1 mut, Bobl — 10 10 Mt (J71st TOJTHOTO PACTBOPEHUSI BCEX DJICMEHTOBR).

Ha cnenyromem 3rane ycraHaBIMBaIM ONTUMAIBHYIO TEMIIEPATYPy MHUKPOBOJIHOBOIO pa3-
nokeHus: mpoObl. TIpoBeneH psi AKCIEPHUMEHTOB Uil pasHbIX HaBecok mpoOsl (0,1; 0,2 m
0,5 ) mpu pa3HOIl TemriepaType pacTBOpeHUs. PacTBOpeHre MPOBOIMIA B MUKPOBOJTHOBOW CH-
cTeMe passioKeHHs B cocyaax oobeMoM 75 mit B BeiOpanHoii panee cmecu (HoO (10 mm)+HNO;
(1 mm)+HF (1 mi)) mpu cryneruarom Harpee 10 100—170°C B Teuenue 20 MUH C MOCIIECTYIO-
muM oxJiaxaeHueM 10 35°C. B pe3ynbpTaTe SKCIIEpUMEHTOB MOKA3aHO, YTO MOJHOE PacTBO-
peHHe yKa3aHHBIX HaBECOK HUKeNeBoro cruiaBa mpoucxoaut npu 130-170°C. 3aBucumoctu
MOJTHOTBI «BCKPBITHI» TPOOBI OT MAacChl HABECKH HE YCTAHOBJICHBI.

Ha ocHOBaHMM TpOBEAECHHBIX HCCIEAOBAaHUN pa3paboTaHbl M aTTecToBaHbl Bo DI'YII
«BHUHNODU» u ®I'VII «K BHUUMC» MeTOIUKNA U3MEHEHHU

— MU 1.2.037-2011 «MeTroaunka u3MepeHH MaCCOBOM JIOJIM aJIFOMUHUs, KOOanbTa, pe-
HUS, pyTeHHUA, TaHTalla ¥ BoJb(ppama B CIUIaBaX W MaTepuaniax Ha HUKEJIEBOH OCHOBE METO-
JIOM aTOMHO-?MHUCCUOHHOM CIIEKTPOMETPUHU C UHAYKTUBHO-CBSA3aHHOM MJIa3MOi»;

— MM 1.2.038-2011 «MeTtoanka U3MEpEHHI MaCCOBOM JIOJIM XpoMa, MOJUO/IeHa, TUTAHA,
HUOOWS M JIaHTaHa B HAHOCTPYKTYPHUPOBAHHBIX Je(HOPMUPOBAHHBIX >KAPOTPOUHBIX HHUKEIIE-
BBIX CIlJIaBaX METOJOM SMUCCHUOHHOMN CIIEKTPOCKONUHU C HHAYKTUBHO-CBA3aHHOM MJIa3MOil».

MeTpOJ'IOTI/I‘{CCKI/IC XapaKTCPUCTHKU MCTOIHUK I/I3MepeHHﬁ IMPUBCJICHLI B taba. 10.



Tabnuya 10
IHoxa3aTe/in TOUHOCTH METOAUKH
(rpaHMIbI OTHOCHTEJbLHOI MOTPELIHOCTH M MpPe/e] MOBTOPAEMOCTH)

DJIeMeHT Huramna3zon uzmepsieMbIx ITokazaTenb TOUHOCTH — IIpenen
3HaueHnH, % (10 Macce) TpaHULbl OTHOCUTEIBHOU roBTopsieMoctH I, %
norpemHocti £, % (npu P=0,95) (P=0,95, n=2)
AJFOMUHHIA Ot 0,01 mo 25 (BKIL) 2 1,5
KobGanbet Ot 0,01 10 0,05 (BKIL.) 4 15
Cg. 0,05 mo0 60 (BK1.) 2 1,5
Penmii Ot 0,02 mo 0,05 (BKiL.) 5 3
Ca. 0,05 mo 15 (Bki1.) 2 1,5
Pyrennii Ot 0,02 1o 10 (BkJ1.) 3 3
Tanran Ot 0,02 10 0,05 (BKI.) 6 3
Cs. 0,05 10 3 (BKIL.) 3 3
Cs. 3 1o 10 (Bxi.) 2 1,5
Bonshpam Ot 0,01 mo 4 (BKki1.) 5 3
Cs. 4 10 20 (BKi1.) 3 1,5
Xpom Ot 0,05 1o 40 (BKi1.) 3 3
MonubneH Ot 0,01 mo 1 (Bxi.) 2 15
Cs. 1 1o 20 (Bx1L.) 3 3
Turan Ot 0,01 mo 1 (Bxi.) 5 3
Cg. 1 10 5 (BKJI.) 3 3
Xpom Ot 0,05 1o 15 (BKi1.) 3 3

O0cyskaeHne U 3aK/JII0YCHUA

Ha ocHOBaHuU MPOBENEHHBIX YKCIEPUMEHTOB BHIOPAHBI YCIOBUS MUKPOBOJIHOBOM MPO-
001oAr0TOBKK HUKEJEBBIX ciiiaBoB i onpenaeienus Al, Co, Cr, Ti, Re, Ru, Mo, Ta, W, Nb
u Ni metogom ADC-UCIT:

— macca HaBecku 0,2-0,5 1; cmech Ju1d pacTBOpeHUs: OuaucTwiMpoBaHHas Boja (10
min)+ +HNO3 (1 mm)+HF (1 mn);

— ISl pYTEHUHCOIepIKAIINX CIUIABOB CMECH ISl PACTBOPEHHSI: OUIMCTUILINPOBAHHAS BO-
na (10 ma)+HCI1 (3 M) +HNO3 (1 mo)+HF (1 mn);

— IIpHU cojiepkaHuu xpoma >15% (mo macce) cMech JUIsl paCTBOPEHUS HA EPBOM CTaIUu:
oumuctiuupoBantas Boaa (5 mn)+HCI (5 mn)+HF (2 mn), Ha BTOpOi — ¢ mobaBieHHEM
HNO; (1 MJ'I);

— pacTBOpeHHe pu nocteneHHoM Harpese 10 170°C B Tteuenue 20 MUH, MPOAOTKUTEb-
HOCTb yzepkanus 20 MuH.

MeToaukH ¢ MPUMEHEHUEM MUKPOBOJIHOBOTO Pa3jioKeHUs pa3padoTaHbl, aTTeCTOBAHBI U
BHeceHbl B DeepanbHbli HHGOPMAMOHHBIN (OHJT O 00ECTIeUeHUI0 €AMHCTBA U3MEPEHU.
['paHUIIBI OTHOCUTENHHON MOTPENTHOCTH H3MEPEHHS MacCOBOH JI0JIM AJIEMEHTOB B JIHANla30HE

ot 0,1 10 20% ne npesbimaroT 4% (+5, mpu P=0,95).
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