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HA OCHOBE CHUCTEMBI Nb - Si METOJJOM ATOMHO-9MHUCCHOHHOHN
CIIEKTPOMETPHUHU C HHIAYKTHBHO-CBI3AHHOMH IIJIA3BMOM
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BricokoremmieparypHbie KOMIIO3UTHI Ha 0CHOBe cucreMbl Nb — Si mpuHaiesxar K HOBOMY II0-
KOJIEHHUIO KAPOIPOYHBIX KOHCTPYKIIMOHHBIX MATEPUAJIOB, UCIIOIb3YEMbIX [JIs1 U3TOTOBIICHUS
JIOTIATOK Ta30TyPOMHHBIX ABuratenei. J[ia npuganus Heo6XoquMbIX cBoicTB cucremy Nb-Si
nmerupyiot Ti, N, Mo, Hf, Cr, Al u npyrumu snemeHTamu, couep:ranne KOTOPhIX HE0OXOIHUMO
KoHTpoaupoBaTh. Onrcana MeToauKa openeaeHus Jerupyomux snementos Si, Ti, W, Mo,
Hf, Cr, Al B kommosuruonubix MaTepuaiax (KM) na ocaose cucrembr Nb — Si meTomom aTom-
HO-5MHUCCHOHHOM CIIEKTPOMETPHUU C WHIYKTHBHO-CBA3aHHOM ILIA3MOM C KCIIOJb30BAHUEM
MHKPOBOJIHOBO# ITPOGOIIOArOTOBKY. BhIOpaHb! ycmoBus pacrBoperus mpob (cmecs HyO +
+ HF + HNOg3 B o6nemuoMm otHomteruu 10:2:1, HarpeBanue B aBroknase xo 120 °C). [na mo-
CTPOEHUS IPayHPOBOYHOMN 3aBHCUMOCTH HCIIOIb30BAIN MeTo[ 100aBokK. Ilyrem anammsa Mo-
JIEJIbHBIX PACTBOPOB, COAEPKAIINX AHAJIUT U BO3MOKHBIE HHTEP(epPEeHThI, BHIOPAHbI AHAN-
THYECKHe JIMHUHU BCEX OIPENesIsieMbIX 3JIeMEHTOB, CBOOOAHBIE OT 3HAYMUMBIX CIEKTPAIBHBIX
HaTo:KeHUH. J[rana3oH ompenenseMbIX COAEP:KAHUH IMPEIJIOKEHHOM METOTUKH COCTABIIA-
er (%): Si—1-10; Ti—1-25;W —1-20; Mo—1-10; Hf —1-10; Cr — 1-5; Al —
1 - 3. Merposnoruyeckue XapakTEePUCTUKN METOAUKY ObLIH OI[eHEHbBI C UCIIOIh30BAHUEM MO-
JIENIbHBIX PACTBOPOB: ITOKA3aTeNb IIOBTOPAEMOCTH He mpeBbiaer 1 % OTH., IOKa3aTeNlb Ipo-
MEKYTOYHOH ITPEIM3UOHHOCTH He TpeBbIaeT 3 % OTH.

KroueBsbIe ciIOBa: METOMUKA ONPEIEIEHNUS; aTOMHO-9MUCCUOHHAS CIEKTPOMETPHS; UHIYK-
TUBHO-CBSI3aHHAA IITa3Ma; MHUKPOBOJIHOBOE DAa3JIOKEHFe; MOJAETIbHBIE PACTBOPBI; HHOOWIL;
KPEMHUI; BBICOKOTEMIIEPATYPHbIE KOMIIO3UTHL.

ICP-AES DETERMINATION OF ALLOYING ELEMENTS
IN Nb - Si BASED COMPOSITES
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At present, high-temperature composites of the Nb-Si-system are the most promising for use as
High-temperature composites of Nb — Si-system are among the most promising materials to be used as
heat-resistant structural materials and as an alternative to high-temperature nickel-based alloys that
have largely exhausted their ability to increase the operating temperature. The next generation of
high-temperature materials for casting blades of gas turbine engines should provide a temperature of
about 1350°C or higher which can significantly improve the efficiency of engines and contribute to
their environmental performance. Nb — Si composites are obtained by traditional methods of ingot pro-
duction and powder metallurgy. Statutory regulations impose heavy demands on the chemical compo-
sition of aviation materials used for manufacturing heavy-duty parts of gas turbine engines. We pres-
ent a technique for determination of the alloying elements Si, Ti, W, Mo, Hf, Cr, and Al in advanced
high-temperature Nb — Si based composite materials (CM) using inductively coupled plasma-atomic
emission spectroscopy (ICP-AES) and microwave sample preparation. Conditions of sample dissolu-
tion, method of calibration line construction, and analytical lines free of significant spectral overlap-
ping are specified to determine all the alloying elements of Nb — Si-based composites. To assess the
metrological characteristics of the developed technique we used model solutions of Nb — Si composites
prepared from state standard reference sample of solutions of ions of the elements. The repeatability of
the technique does not exceed 1% rel., the intermediate precision does not exceed 3% rel.

Keywords: determination technique, inductively coupled plasma- atomic emission spectrometry, mi-
crowave decomposition, model solutions, niobium, silicon, heat-resistant structural materials.
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B Hacrosiee BpeMsa HHOOHEBBIE CIITIABBI C CHIHALIHI-
HBIM YIPOYHEHWEM — EeCTECTBEHHO-KOMIIO3UI[HOH-
uble Marepuanbl (KM) Ha ocHOBe cucrembr Nb — Si
[1-3] aBasgiorca omuuMu U3 Hambojaee IEePCIeK-
TUBHBIX JKAPOIPOYHBIX KOHCTPYKIIMOHHBIX Mare-
puanoB, HUCIIOJIb3YEMbIX B KadeCTBe allbT€pPHaTUBbI
JKAPOIPOYHBIM HHUKEJIEBBIM CILIABAM, KOTOPBIE YiKe
MPAKTUYECKH UCIYEPIIATU CBOU BO3ZMOKHOCTH I10 yBe-
auyeHuio paboueit temmeparypsl. Ciemgyroiiee mo-
KOJIeHHEe HapPOIIPOYHbIX MaTepPHUaJIOB OJId JIUTbA JI0-
[MaTOK ra30TypOMHHBIX ABUTATEJIEH J0JKHO obecie-
quTh pabouyio Temmeparypy ~1350 °C uau Bbile,
YTO CYII[ECTBEHHO ITOBBICUT 3(P(DEKTHBHOCTH [BHUTA-
Tened u OyAeT Tak:Ke CIIOCOOCTBOBATH YIIYUIIIEHUIO
X 9KOJIOTUYECKUX ITOKa3aTesel.

Takue MaTepuanbl JOKHBI 067a7aTh PAAOM
VHHUKAIBHBIX XapPaKTEPHUCTHEK: BBICOKOE COIIPOTH-
BJIEHVE TEPMOITUKINPOBAHHUIO U IOJ3YYECTH, BBICO-
KHe I0KA3aTead BI3KOCTH PA3PYIIEHHUS U TEepPMO-
MPOYHOCTH, IKAPOCTONKOCTH, TEXHOJOTHYHOCTH U
T. 1. [4 — 6]. Nb — Si-KOMII03UTBI IOJIyYArOT METOIA-
MU TPAIUIIMOHHON METAJUIYPIHH IPOU3BOCTBA
CIIMTKOB U ITOPOIIKOBOM MeTamypruu. J[is mpuna-
HHS He0OXOTUMBIX cBoicTB cucremy Nb — Si merupy-
ot Ti, W, Mo, Hf, Cr, Al u gpyrumu siemeHTaMu
[7 - 9]. CocraB KM cucrembr Nb — Si mo:xeT BEKITIO-
4aTh OMHOBpPEeMeHHO 110 8 — 10 351eMeHTOB, cofep:xa-
HUS KOTOPBIX B Marepuaje KOHKPETHOH MapKH W3-
MEHSIOTCS B Y3KOM [HAIa3oHe.

XuMHUeCKU aHaIu3 ABIAETCH HEOTbeMJIEeMOMH
U BaxHeWIe:d HHPOPMAIMOHHON COCTABIAIOIIEH
onieHku Kadecrsa marepuaios [10]. K meTonam ana-
nusza KM, ucmonb3yeMbIM B aBHAIMOHHON OTPACIIH,
MPETBABIIIOT TPEOOBAHUS IT0 MHOTO3JIEMEHTHOCTH,
TOYHOCTH, YyYBCTBUTEJIBHOCTH U IMMHPOKOMY Jauaria-
30HY OIpefenaeMbIx comepxanmii [11].

OI[I/IH U3 TaKUuX YHUBEPCAJIBbHBIX METOJOB —
aTOMHO-3MUCCHOHHASA CIEKTPOMETPUSI C WHAYKTHUB-
Ho-cBazanuou mrasmoii (AJC HCII). Ilpeumyie-
CTBOM HTOTO METO/a ABIAETCH BO3MOKHOCTD HCIIOIh-
30BaHUsA OJHO- MU MHOTO9JIEMEHTHBIX CTaHJapPTHBIX
PACTBOPOB CPaBHEHHS HA OCHOBE YHCTHIX HIIEMEHTOB
IJIST TPAAYUPOBKM CIEKTPOMETPA, a4 TaKiKe IIPUro-
TOBJIEHUS HA X OCHOBE ATTECTOBAHHBIX CMeced I
KOHTPOJA MPABWIHHOCTH PpPEe3yJAbTaTOB aHAaIW3a.
ITocnensee 0cobeHHO AaKTyaqbHO IJIS TAKUX HOBBIX
obbexroB, kak KM Ha ocuoBe cucrembl Nb — Si B
CBf3H C OTCYTCTBUEM CTAHJAPTHBIX 00PA3IIOB.

O]_'[HI/IM U3 OCHOBHBIX 9TaIlOB aHajJIn3a C IIpuMe-
neruem meroma AJC UCII saeasercs mepesenenue
BCEX UCKOMBIX 3JIEMEHTOB B pacTBop. a4 3To0ii 1enu
HCIIOIB3YIOT PA3IMIHBIE CIIOCOOBI PA3IOKEHU IIPO6
KaK B OTKPBITHIX CUCTEMax, TaK U B 3aMKHYTBIX (Ha-
mpuMep, B aBTOKIaBax). Hambosnee spdekTuBHBIM
crIoco60M TTepeBeIeHns B pACTBOP TPY/IHOBCKPHIBae-
MBIX O0BEKTOB ABJISETCA MUKPOBOJHOBOE PasioiKe-

Hue. IIpumenenue cucreM pasioxeHUs ¢ TepMETHY-
HO 3aKPBITHIMH aBTOKJIABAMH IT03BOJIAET IIOBBHICUTH
CKOPOCThH pACTBOpPeHHA MP00, COKPATHB IIPHU STOM
KOJIMYECTBO HCIIOJIb3YEMBIX KHCJIOT, & TAKKe yCTpa-
HUTH BEPOATHOCTH IIOTEPU OTAEIbHBIX IHIEMEHTOB
pu 00pa30BaHUU JIETYIUX coenuHenu [12 — 14].

Iens nannHoil paboThl — pazpaboTKa METOTUKN
oupenenenus Si, Ti, W, Mo, Hf, Cr, Al 8 KM =a
ocaoBe Nb — Si meromom AJC UCII ¢ ucnonnzosa-
HHEM MHKPOBOJIHOBOU mpobomoaroroBiu. Jlnamaso-
HBI COJIEPIKAHNS dJIeMeHTOB B serupoBanuom KM nHa
ocuoBe cucrembl Nb — Si cocrasmsor (%): Si —
1-10; Ti — 1-25; W — 1-20; Mo — 1-10;
Hg—1-10;Cr—1-5;Al—1-3.

PacrBopenne nmaBecok KM wmaccoit 200 Mr B
BHJIE MIOPOIIKA U METAJLITHIECKOH CTPY:KKH IIPOBOIH-
J B CHCTE€ME MHKPOBOJHOBOTO pasio:kenus Mile-
stone ETHOS One B Te@ioHOBBIX aBTOK/IaBax
B cmecu Hy,O + HF + HNO; (B 06beMHOM OTHOIIIE-
uun 10:2:1). Comep:xrMoe aBTOK/IaBA HArpPeBaIu 10
120 °C B Teuenue 10 MuH C JaTbHEHIINM yIep:Ka-
HUEeM IIpU STOH TeMuepaTrype B TedeHue 20 MUH U
mocieayouM oxaakaenueM ao 25 °C. [lanee momy-
YeHHbIE PACTBOPHI MEPEHOCHIHN B KOJObI M3 TIOJH-
nponmirera oobemom 100 Mt u pasdasiasiau B 20 pas
TaK, 4TOObI KOHEUHbIE PACTBOPHI UMEIU KOHI[EHTPA-
nwio 100 mMr/im. AHanus BBITIOIHAIN C HCIOJb30Ba-
HHeM cuekrpoMeTpoB Varian 730 ES u Agilent 5100
C aKCHAJbHBIM 0030pOM ILIA3MbI MPHU CIELYIOIINX
YCIOBHIX: MOIIHOCTb miasmbl — 1,2 kBT, miasmo-
obpasymomuii moToK — 12 JI/MUH, aKCHAIBHBIHA I10-
ToK — 1,0 j1/MuH, moTok pacubuiuTesas — 0,7 j1/MumH.
Bpewmsa ananusa oot mpo6s — 1 MUH.

s mpuroToBJEHWS TPALYHPOBOYHBIX U MO-
JEeTbHBIX PAaCTBOPOB HCIOJIb30BATU TOCYIAPCTBEH-
Hble CTaHAAPTHBIE 00pAa3Ibl COCTABA PACTBOPOB
nouoB Nb, Si, Ti, W, Mo, Hf, Cr, Al. Jlns ob6ecme-
YeHUS MaKCHMAaJbHO TOYHOTO COOTBETCTBHUSA YCJIO-
BUH TPAJyUPOBKY W OMPENEIeHUS MPHU MOCTPOSHUN
IrPaJyupPOBOYHBIX 3aBHCHMOCTEH HCIIOIb30BAIN Me-
Tox npobaBok. Comep:kaHue omIpeeaIaeMoro sJe-
MeHTa B n00aBKe, KOTOPYI BBOAMJIM HEIIOCPEICT-
BEHHO B aHAIWU3UPYEMbBIH PacTBOP, COCTABIANO 25,
50 u 100 % mpexnmonaraeMoro Comep:KaHusa dIeMeH-
Ta B mpobe. B KauecTBe pacrBopa KOHTPOJIBHOTO
OTBITA WCIOJIb30BAIH KHCIOTHBIM PacTBOP, aHAJIO-
TUYHBIA TOMY, B KOTOPOM PAaCTBOPSIH MPo0y ¥ pas-
6aBmennbiii B 20 pas. ['pagyupoBounyo QyHKIHIO
MPEJCTABISAINA B BUJE rpaduKa 3aBUCAMOCTH aHA-
JIUTUIECKOTO CHTHAJA OT KOHI[EHTPAaIMH T00aBKH
(y = kx + b, rme x — KOHIIEHTPAIUS, Y — HHTEHCHB-
HOCTB); TIOJIyIeHHYI0 3aBHCAMOCTD KCTPAIIOIUPOBA-
1 HA 3HAYEHHWE CUTHAJIA PACTBOpPa KOHTPOJIHHOTO
OIbITA ¥ HAXOIWIN COMEPIKAHHE OIPEeaeaseMOoro
snementa. Takum o6pasoM, IpagyHpOBOYHBIN Ipa-
(buK cTpOMIH TIO HATH TOUYKAM.
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[IpenBapurensHo aHATUTHYECKHE JTHHUM OIIpe-
JeIIeMbIX DJIEMEHTOB BBIOMpPAIM Ha OCHOBAHHUH
OMOTHOTEKH ITPOTPAMMHOTO OOECIIEYEHUs CIIEKTPO-
MeTpoB. OMHAKO BO3MOKHBI HANIOKEHHWE AHAJIUTHU-
YECKUX JIMHWH 3JIEMEHTOB, IPUCYTCTBYIOIIUX B Pac-
TBOpax Ipob6, u usMeHeHue (poHa B crekrpe. Ha
MPEIBAPUTENHHO BHIOPAHHBIX [IWHAX BOJH A, B
pacTBope KOHTPOJIBHOTO OIBITA OIPEesIsiId HHTEH-
CHUBHOCTH CUTHAJIOB aHATUTOB (A). 3aTeM n3Mepsan
MHTEHCUBHOCTY CUTHAJIOB HA TeX iKe [JIUHAX BOJH B
pacTBopax, COAEP:KAIINX TOJIBKO AHAJIUT B KOHIIEH-
Tpaluy, COOTBETCTBYIOIEN MUHUMAaJIbHOM Macco-
BOI [[0Jie M3 YKA3aHHOTO BBIIIE JUANA30Ha, a TAKKe
B PacTBOpax, COJEP:KAIINX OCTAILHBIE 3JIEMEHTHI
KM — wunrepdepentsr (M) — B KOHIEHTpAIHUIX,
COOTBETCTBYIOIINX MAKCHMAJIBHOH MAacCOBOU [oJe
13 IMaIa30Ha OIpeiesseMbIx cofepskanuii. Pactso-
pbI «A» comep:Kaay TOMBKO 1 MI/JI aHATWUTA, PACTBO-
pbl «U» — BO3MOKHBIE HHTEP(EPEHTHI B CIEAYIO-
mux KourenTpamuax (mr/m): Nb — 80; Ti, W — 30;
Si, Mo, Hf — 10 u Cr, Al, Fe — 5 (Tak Kak BO3MOKHO
nornaganve B KM TexXHUYECKOW IIpHMeCH Kejesa).
[TonoxuTensHOe 3aKIOYEHWE O HAIUIUU CIICK-
TPAIBHOTO HAJIOKEHUS JIeJIAH B CIydae 3HAYUTEIb-
HOTO IPEBBINIEHNUI KOHIIEHTPAIIMHN AHAJIUTOB B pac-

TBOpAax, COAEPKAIINX HHTEeP(EepeHThl, 0 CpaBHe-
HUIO C Tipezenom obHapyskenus C; , paCCUNTAHHBIM
kak yrpoeanoe CKO 10 mapasienbHbIX W3MepeHUH
curHasia pacrBopa KoHTpoabHoro ombiTa (PRO)
(tabu. 1).

I[JIH WUIIOCTPAIUU IIOJIYYeHHBIX MOJaHHBbIX Ha
PUCYHKe TpeiCTaBlieH BUJ CIEKTPOB BOAW3U WC-
crnepyembix aHamuTudecknx jguHui Si, Ti, W, Mo,
Hf, Cr u Al

Bribpanubie TakuM 00pasoM aHAIUTHYECKHE
JVHUHN Bcex Jermpymoumux saementoB KM, cBobox-
HbI€ 0T 3BHAYUMBbIX CII€EKTPa/IbHbIX HAJIOKEHUN IIpu-
BeleHbl HUKE:

JIeMeHT AHarnTHYecKaa JHHHAA, HM
1 252,411; 251,920
Ti. . . . 336,122; 337,280
W. . 230,382; 224,876
Mo . ........ .. .. ...... 281,615; 202,032
) 301,290; 264,141
Cr ... . 267,716, 206,158
Al. . ... 394,401; 257,509

ITockonbky crangapTHbIe 00pasibl KM cucreMbr
Nb - Si orcyTeTByIOT, AJIS OLIEHKH METPOIOTHIECKUX
XapaKTEePUCTUK pa3pabaThbiBaeMOd METOOUKH B Ka-
yectBe o0pasmoe cpasHenus (OC) wucmonabsoBamm

Taéauna 1. CnexTpanbHble HATOKEHNA TOTEHINAIBHBIX HHTEPdEPeHToB Ha aHanuTudeckue auauu Si, Ti, W, Mo, Hf, Cr, Al

I, mvm/c KounenTparuu anamura

A Ay, HM u Ay, HM F— A - C,ins MT/TT B ppe <%, ar/
Si 252,411 Fe 252,429 55 966 48 0,014 0,008
Si 212,412 Mo 212,410 68 1096 496 0,018 0,42
Si 251,920 Fe 251,905 31 317 6 0,067 0,089
Ti 336,122 \' 336,110 325 85908 470 0,001 0,002
Ti 334,188 Nb 334,198 204 44063 13168 0,001 0,14
Ti 337,280 Nb 337,257 137 35640 196 0,001 0,002
A 248,923 Cr 248,928 54 48999 304 0,008 0,11
\' 230,382 Fe 230,335 30 22492 82 0,024 0,039
U 224,876 Cr 224,855 16 7849 23 0,006 0,019
Mo 379,825 Nb 379,812 99 5945 10855 0,003 1,84
Mo 281,615 Hf 281,606 69 5213 186 0,006 0,020
Mo 202,032 Nb 202,022 109 7076 119 0,003 0,001
Hf 339,979 Nb 339,970 37 8013 4249 0,003 0,53
Hf 301,290 Cr 301,303 8 6458 15 0,007 0,001
Hf 264,141 Cr 264,128 18 7055 9 0,003 0,004
Cr 267,716 w 267,715 41 16929 54 0,001 0,001
Cr 276,259 Mo 276,242 29 5042 1077 0,005 0,21
Cr 206,158 Nb 206,146 15 1164 14 0,018 0,011
Al 308,215 OH 308,207 771 3298 955 0,003 0,073
Al 394,401 Cr 394,380 95 6254 4 0,006 0,015
Al 257,509 Nb 257,482 30 446 6 0,022 0,056

* 3HauyeHwus, cyuiecTBeHHO npesbinanime C

min’

BBIZENIEHbI JKHPHBIM IIPU(PTOM.




«3aBoackasd sadoparopus. [[marnocruka marepuaaos». 2018. Tom 84. Ne 1(I) 17

Si 252,411 Hm $i212,412 um $i 251,920 Hm

Fe 252,429 um

Mo 212,410 Hm Fe 251,905 Hm

Ti 336,122 Hm Ti 337,280 Hm

Nb 337,257 um

W 248,923 Hm W 230,382 Hm W 224,876 Hm

Cr 248,928 Hm

Nb 379,812 vm Mo 281,615 Hm Mo 202,032 Hm

Hf 281,606 Hm

-
-

Hf 264,141 Hm

Cr 267,716 Hm Cr 276,259 Hm Cr 206,158 HMm

Mo 276,242 Hm
Nb 206,146 Hm

Al 257,509 Hm

Nb 257,482 Hm
f\

Bup sMuccHOHHBIX CIEKTPOB BO/IM3H HCCAeAyeMbIx ananmuTudeckux auuuit Si (a), Ti (6), W (8), Nb (2), Hg (9), Cr (e), Al (src)
(CcruIONIHAS TMHUS — CIEKTPhI PACTBOPOB aHAJIUTOB A, MyHKTUP — uHTepdepenTos 1)
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Ta6mauua 2. Cocras MmomenbHbIX pactBopoB KM (maccosas mosms, %)

Nb Si T W Mo Hf Cr Al
Ocx. 1,0 1,0 20,0 10,0 1,0 5,0 3,0
Ocx. 5,0 10,0 10,0 5,0 5,0 3,0 2,0
Ocx. 10,0 25,0 1,0 1,0 10,0 1,0 1,0

Ta6auma 3. Pesynwrarer ananusa OC (maccosas mons, %) (n = 6; P = 0,95)

Howmep cepun

Ompene-

JIIEeMBIN Cm 1 2 3 4
SJIenenT 3 CKO 3 CKO X CKO X CKO
Si 1,0 0,99 + 0,01 0,003 1,00 £ 0,01 0,01 0,99 + 0,01 0,02 1,01 £ 0,01 0,01
5,0 510 0,1 0,05 5,02 + 0,02 0,12 5,06 + 0,1 0,07 5,07 = 0,1 0,12
10,0 10,04 + 0,04 0,12 10,05 + 0,1 0,05 9,97 + 0,03 0,12 10,08 * 0,1 0,05
A 1,0 1,01 £ 0,01 0,004 1,02 £ 0,02 0,002 1,00 = 0,003 0,01 1,02 £ 0,02 0,01
10,0 10,12 +0,12 0,01 10,14 + 0,14 0,03 10,03 = 0,03 0,22 10,15 £ 0,15 0,24
20,0 20,11 +0,11 0,20 20,12 £ 0,12 0,19 19,92 + 0,08 0,19 20,10 = 0,1 0,06
Ti 1,0 1,001 +0,01 0,006 1,00 + 0,001 0,01 1,00 = 0,002 0,01 1,01 + 0,01 0,00
100 10,10 0,1 0,08 10,00 + 0,004 0,08 10,1 = 0,01 0,05 10,05 * 0,1 0,06
250 2469+0,3 0,19 25,01 + 0,01 0,21 24,97 + 0,03 0,20 24,87 + 0,1 0,25
Cr 1,0 1,01 £ 0,01 0,003 1,01 £ 0,01 0,003 1,02 £ 0,02 0,01 1,00 = 0,00 0,02
3,0 3,06 = 0,06 0,03 3,00 = 0,00 0,01 3,03 = 0,03 0,02 3,03 = 0,03 0,01
5,0 5,03 + 0,03 0,03 4,99 £ 0,01 0,02 5,00 + 0,00 0,04 5,01 + 0,01 0,03

Ta6auma 4. PesynbraThl OlIEHKH METPOJIOTHYECKUX XapaK-
TEPUCTUK METOAUKHU

Tluanason Ilokasarens  Iloxasarennb mpome-

DNEMCHT ONpeNeNAeMEIX TOBTOPSAEMOCTH  JKYTOYHOH IIPeIfu-

conepsarmii, % S,, % oTH., 3HOHHOCTH Sy(1()),

’ He Oonee % oTH., He bosiee
Si 1,0-10,0 1 3
Ti 1,0-25,0 1 2
w 1,0 - 20,0 1 2
Mo 1,0-10,0 1 3
Hf 1,0-10,0 1 2
Cr 1,0-5,0 1 2
Al 1,0-3,0 1 2

mozenbHble pacTBopbl KM cucrembr Nb — Si ¢ 06-
el KOHIeHTpamued 2 1/ ¢ pasHbIMH MACCOBBIMU
IOJIAMH ompenenseMbix siemenTos (C,,), IPUroToB-
mernble u3 ['CO pacTBOPOB HOHOB BJIEMEHTOB.
Suauenus C,, BeIOMpaTH Tak, YTOOBI COMEpIKAHIE
onpepensiemoro smemenTa B OC oxBaThIBAlIO Bech
IuanasoH Hu3MepeHHuy, NIpefyCMOTPEeHHBIH MeTo-
nuroi (taba. 2). [lorpemrsoctu A, OTIOPHBIX 3HAYE-
HUU MacCOBOU [0JIM DJI€MEHTOB B MOJIEIBHBIX pac-
TBOpaX OIEHUBAIHU IIyTEM CYMMUPOBAHUA IOILyCTHU-
MBIX CHCTEMaTUYEeCKHUX U CIIyJalHbIX IIOTPEITHOCTEN
HCIIOIb3YEMbIX [03aTOPOB, MEPHBIX KOJIO U aTTeCTo-
pauHbIxX 3HaueHni ['CO HOHOB 9/1eMEHTOB B pacTBO-

pe. B manmoii pa6ote MakcuManbHOe 3HaueHue A,
He npeBbImaet 1,4 % orH.

W3 nonyuennsix pacteopoB (OC) orbupanu de-
ThIpE cepuu (p) MO IeCTh aJTUKBOTHBIX dacTed (1)
¥ TIPOBOJWJIN OIpPEeIeHre DIEMEHTOB. Pesyib-
tarel, monxydenubie muda Si, Ti, W, Cr, npusegeHs! B
Tabi. 3.

JlyiA OIeHKH CHCTEMAaTHYeCKOH ITOTPEITHOCTH
BBIYUC/ISIIA PA3HOCTh MEKAY CPEIHUM 3HAYEHUEM
Pe3yIbTaTOB aHAIM3A YEThIPeX CEePUd U OIMOPHBIM
suauenuem C,, obpasiia cpaBHEeHMs, TPOBEPSIIA 3HA-
YUMOCTb BBIYUCIEHHBIX 3HAYEHNH PA3HOCTH II0 KPU-
teputo Creromenta (P = 0,95; f=3). Mexny pe-
3yJbTATAMYU AQHAIW3A U OTIOPHBIMY 3HAYEHUSIMHU OT-
CYTCTBYIOT 3HAUMMbIe pacxoskaeHusn. Ha ocHoBauun
MOJIyYeHHBIX MAHHBIX [0 CXeMe, H3JI0KEHHOH B
T'OCT P HUCO 5725-2-2002, omeHuBaIX IIOKa3a-
TeNlb TTOBTOPAEMOCTH S, — CpeIHEeKBaIPATHIECKOe
orximonenrie (CKO) moBTOpsieMocTH W IIOKA3aTesb
IIPOMEXKYTOYHOM mpernusuoHHOCTH Spypo) — CKO
MPOMEIKYTOYHON MPEIU3NOHHOCTH MPY HU3MEHEHUN
daxTropor Bpemenu u omneparopa (tabdim. 4).

CpaBHenue pe3yiabTATOB aHAIM3A TIPOM3BOICT-
BeHHBIX mpob MozensHOoro KM Ha ocHOBe cucTeMbl
Nb - Si, pacTBOpeHHBIX Pa3HBLIMH OIEPATOPAMH B
pasHbIe IHU C UCIIOIb30BAHWEM Pa3HOTO Habopa Io-
CyZIbl, PEAKTHUBOB M3 PA3HBIX HAPTUH U MTPOAHATU3H-
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Ta6mauua 5. Pesynbprars! anamusa mpou3BOACTBEHHBIX P00, % Mmacc. (n = 3; P = 0,95; ¢ = 4,3)

ITuxrosoii cocraB KM

Omeparop Si Ti Hf Cr Al
55-6,5 15,5 - 16,5 9,0 - 10,0 25-35 1,0-15
Anamurug 1 5,92 = 0,17 15,77 + 0,11 9,86 + 0,15 2,77 + 0,04 1,09 + 0,06
Ananuruxk 2 5,82 + 0,13 15,70 + 0,10 9,84 + 0,12 2,73 + 0,04 1,11 + 0,05
Ananurux 3 5,77 + 0,11 15,63 + 0,16 9,74 + 0,12 2,81 + 0,05 1,17 + 0,06

POBaHHBIX C IIPHUMEHEHHEM CIIEKTPOMETPOB, IIPHBe-
IleHo B Tadi. 5.

W3 naHubIxX, IpUBEIEHHBIX B TA0. 5, BUIHO, YTO
PesyabTaThl COMOCTABUMBI M MEKIY COOOM, U C WH-
hopmarireil 0 MIKXTOBOM COCTABE — MEKIY HHUMHU
OTCYTCTBYIOT 3HAYMMBIE Pa3JIHYMSI.

Takum o6paszom, BHIOPAHBI CII0CO6 ¥ YCIIOBHS
IIPOOOIIOATOTOBKM KOMIIO3UTHBIX MAaTEPHAJIOB CHC-
tembl Nb - Si, axciepuMeHTaIBHO TO00PAHEI aHA-
JTUTAYECKHe JUHuM Ay onpenenenud Si, Ti, W, Mo,
Hf, Cr, Al. Ha ocHoBaunuu NpHWBEIEHHBIX JAAHHBIX
paspaborana meroguka oupenenerus Si, Ti, W, Mo,
Hf, Cr, Al B maTepuanax cucrembl Nb — Si meTomom
ASC UCII u orieHeHbI ee METPOJIOTHYECKHE XapaK-
TepucTuru. Ilokazaresnb MOBTOPAEMOCTH HE MIPEBHI-
maet 1 % OTH., MOKa3aTelb MPOMEKYTOYHOM IIPeIu-
3MOHHOCTH — 3 % OTH.

Paboma evinoamena 8 pamkax peaiu3ayull
Komnexcrnozo Hanpasaenus 2.1 «Dyndamenmans-
HO-OpueHmuposarnble uccaedosanus» («Cmpame-
2uYecKue HANPABACHUS PA3BUMUSL MAMEPUAL08 U
mexnonozull ux nepepabomru nHa nepuod do 2030
200a») [15].
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