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IBOJIIOITHOHHOE PA3BUTHE KOHCTPYKI[MOHHBIX JKAPOIPOYHBIX CIIABOB IIPHUBEJIO K CO3IAHMUIO BbI-
COKOTEMIIEPATYPHBIX EeCTeCTBEHHO-KOMITO3UIMOHHBIX MaTepuanoB (KM) Ha ocHOBe cucreMbl
Nb - Si, KoTopbIe ABIATCA MEPCIEKTHBHBIMH I U3TOTOBJIEHI JIOIATOK ABHAIMOHHBIX Ia30-
TypOMHHBIX aBUraTenei ¢ paboueil temmeparypoi mo 1350 °C. Jlna nmpumanus HEOOXOTUMBIX
CBOMCTB (KapOIIPOYHOCTE, JKAPOCTOUKOCTh, COITPOTUBIIEHHE TI0JI3yIECTH, BASKOCTD PA3PYIIEHs,
TeXHOJOTHYHOCTD ¥ 1ip.) B KM Ha ocHoBe cucrembl Nb — Si BBogaT MoguHItupyoIpre 106aBKu
B, Ge, Sn, Zr. ITpu ucronb30BaHAN TEXHOIOTMHA MEXAHIMIECKOTO JIETUPOBAHUS IS IIPOU3BOICT-
Ba KoMmo3uToB cucrembl Nb — Si B MmaTepuan moryT monagars Fe u Ni kak TexHrdYecKre mpumMe-
cu. B aBrnakocMu4ecKoii IIPOMBINITIEHHOCTA K Ka4eCTBY MATEPHAIOB IPEIbABIAIOTCA BHICOKHE
TpeboBanwus. J[J1g KOHTPOJISA KayecTBa MOIy(PabprKaTOB B X0/1€ IPOU3BOJICTBA U TOTOBBIX KOMIIO-
3utoB cucreMbl Nb — Si He06X0UMO TOUHOE OIIpe/iesieHIe MATPUYHBIX, JIETUPYIOIUX ¥ IIPUMec-
HBIX DIIEMEHTOB B COCTaBe CILIaBOB. PazpaboTana MeToiKa aHATH3a KOMIIO3UTHBIX MATEPUAIOB
Ha ocHOBe cucreMbl Nb — Si MeTos0M aTOMHO-3MUCCHOHHOM CIIEKTPOMETPHUHN C WH/yKTHBHO-CBSI-
3aHHOM IJIA3MOH C WCIIOIb30BAaHHEM MHKPOBOJIHOBOM ITOATOTOBKY IIp00. BriOpams ananutmye-
ckue nmunaun B, Ge, Sn, Zr, Fe, Ni, cBo60oHbBIE OT 3HAYMMBIX CIEKTPAIbHBIX HAIOXKeHu. Juamna-
30H OIpenensaeMbix comepskanuii cocrasiser ( %): Nb — 40-80; B, Ge, Zr — 1-5; Sn —
1-25;Fe—0,01-10; Ni— 0,01 — 5. [l 711 OIIeHKH METPOJIOTHIECKUX XapPAKTEPUCTHUK METOAMKN
B KauecTBe 00pasiioB CPABHEHUS UCIIOIH30BAIHN MOJIEIHHBIE PACTBOPHI, AHAJOTUYHBIE 110 COCTa-
BY aHAJIUBUPYEMbIM KoMmrozutaM, npurorosieHusie w3 ['CO pacTBopoB noHOB simeMeHTOB. [l
IIPOBEPKH MPABWIBHOCTH PE3yJIbTATOB aHAJIN3a METOIOM «BBEIEHO — HAMIEHO» HCITOIb30BAIIH
O/IM3KHe 110 coCTaBy K KommosutaMm Ha ocHoBe cucreMbl Nb — Si I'CO ¢epponrobus u TuTaso-
BBIX CILIABOB. J[J1 BCex OIpenenaeMbIx 3JIEMEHTOB [I0KA3aTelb IIOBTOPIEMOCTH HE IIPEBBIIIAeT
2 % oTH., a IOKa3aTeNlb MPOMEKYTOUHOH IPEeU3uOHHOCTH — 4 % OTH.
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The evolutionary development of structural heat-resistant superalloys has led to creation of high-temper-
ature niobium-silicon based natural composite materials (CM) which are promising for manufacturing of
aircraft gas turbine engine blades with an operating temperature of up to 1350°C. To impart the necessary
properties (heat resistance, heat resistance, creep resistance, fracture toughness, manufacturability, etc.)
CM are doped with modifiers, e.g., B, Ge, Sn, Zr. When using the technology of mechanical alloying for pro-
duction of niobium-silicon based composites Fe and Ni can enter the material as technical impurities. The
quality of materials is the first concern in the aerospace industry. Accurate determination the matrix, al-
loying and impurity elements in the CM composition is necessary for quality control of the semi-products
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and off-the-shelf CM. We improved the method of ICP AES with microwave sample preparation for deter-
mination of the chemical composition of niobium-silicon based composite materials. The analytical lines of
B, Ge, Sn, Zr, Fe, and Ni free of significant spectral overlap are used. The range of the determinable con-
tents (wt.%) is: Nb — 40 - 80; B, Ge, Zr — 1 - 5; Sn — 1 - 2.5; Fe — 0.01 — 10; Ni — 0.01 - 5. To evaluate
the metrological characteristics of the method, model solutions similar in composition to the composites
analyzed, prepared from certified solutions of the ions, were used as reference samples. State standard ref-
erence samples of ferroniobium and titanium alloys similar in composition to Nb — Si based CM were used
to verify the accuracy of the technique in spiked tests. The repeatability and intermediate precision indices
did not exceed 2 and 4 %rel., respectively, for all the elements studied.

Keywords: technique of analysis; atomic emission spectrometry; inductively coupled plasma; microwave
decomposition; niobium; silicon; heat-resistant structural materials; high-temperature composites.

BBenenue

Bricokoxaponpoysble HHOOUEBBIE CILIABHI C CH-
JIANMIHBIM YIIPOYHEHWEM WJIM €CTECTBEHHO-KOMIIO-
3UIMOHHBIE MaTepuaisl (in situ composite, KM) na
ocuoBe cucrembl Nb — Si mranupyercs nmpuMeHSTH
[IPY TIPOU3BO/ICTBE JIOMATOK /IS ABUAIIMOHHBIX IBHU-
rareiefl BMECTO :KAapOIPOYHBIX CIIABOB HA OCHOBE
Ni. IIpeanonaraercs, uro KM mosmxubI 00ecriednTsb
pabouyro Temmeparypy Jgomarok 10 1350 °C u moBsbI-
cuTh 3(PPeKTUBHOCTh paboTwl asuraresnei [1]. [l
MOJIyYeHUs B3aJaHHBIX CBOUCTB ((KapOIIPOYHOCTb,
JKAPOCTOMKOCTD, COMPOTHBJIEHUE TOJ3Y4ECTH, Bs3-
KOCTh paspylleHus, TeXHOJIOTUIHOCTh U ap.) KM Ha
ocuoBe cucreMbl Nb — Si 71erupyioT cooTBeTCTBYIO-
mumu snementamu: Ti, Hf, W, Mo, Al, Cr [2]. Ompe-
JIeJIeHbl BapHaHThI cocTaBa KoMmmo3uToB Nb —Si ¢
YAOBIETBOPUTEIBLHBIM  0AJAHCOM MEXAHHYECKHUX
CBOMCTB M COIPOTHBIIEHHEM OKHciIeHui0. Paspab6o-
TaHbl TEXHOJOTUH TIOJ[yUeHHUA STUX KOMIIO3UTOB Me-
TOMAMY TPASUITHOHHON METAJIYPTHH TPOU3BOCTBA
CIUTKOB, B TOM YHCJIE W METOJOM HAIPABIEHHOH
KPUCTAIU3AINH, a TAKKe MOPOIIKOBON MeTaIyp-
ruu [3, 4].

HssectHo, uTO0 HHOOHEBBIE CILIABHI 00JIA1AI0T
HU3KUM COIPOTUBJIEHUEM OKHUCIEHUIO0 MPU ITOBBI-
mnieHHou Temmeparype [5]. nsa ymydieHus compo-
tusiasemoctu okucienuio csbiae 500 °C 8 KM na
ocuoBe cucrembl Nb — Si sBogsar Ge u B [6, 7]. dus
YMEHBIIIEHUs CKJIOHHOCTH maHHBIX KM K mec-
TUHT-KOPPO3WK TPUMEHAIOT JerupoBanwe Sn [8].
Hobaska Zr B cucremy Nb — Si yBenuuuBaer mpod-
HOCTB TBEPOT0 PACTBOPA HUOOU, IIOCKOIBKY ZT XO0-
poitio pactBopsaercsa B Nb, mogudwuiupys Hampas-
smeHHy0 crpykrypy KM mpu BhIILIaBKE METOIOM Ha-
MIpaBJIEHHOU KpucTawutusanuu [9].

B onpenenennpix mapkax KM Ha ocuoBe cucre-
mbI Nb — Si mHegomycrumo nanuuue Fe wru Ni, koto-
pbleé MOTYT OTPHIIATENIHFHO CKA3hIBATHCI HA CBOMCT-
Bax KM, omHaKO 9TH HIeMEHTHI ITOMAIAI0T B KOMIIO-
3UTHI KAK TeXHUYECKHEe MPUMECH, HAIpUMep, TpH
WCIIOTb30BAHUN TEXHOJOTUHM MEXAHHUYECKOTO JIETH-
poBanwus [10].

Takum obpasom, KM Ha ocHOBe cucreMmbl
Nb - Si Moryr OBITH JIErHPOBaHbI OIHOBPEMEHHO
5 — 7 aemMeHTaMHu U cofepiKaTh paz npumeced. Jlna-

[Ma30HbI JOILyCTUMbBIX COIEPIKAHUN dieMeHToB B KM
Pa3HBIX MApOK MOTYT CYIIECTBEHHO PAaslIHYaThCH.
CymmapHoe comepskaHue I0JIed JIETHPYIOIIUX diie-
menToB B KM mo:xer 661Th 601ee 50 %. K xoncTpyk-
[HOHHBIM MATEPUAIaM B ABHALIMOHOM IPOMBIIILIECH-
HOCTH IIPEIbSIBJISIOTCI BHICOKHE TPEOOBAHUA 110 XH-
MHUYECKOMY COCTABY: AHAJTUTUYECKUH KOHTPOIb IIPO-
BOAAT TPU TOJyYEeHUU MOIydabpHUKATOB M CAMHUX
KOMITO3UTOB Ha OcHOBe cucrembl Nb — Si [11]. Ilpu
COZIEP:KAHUH JIETUPYIOIIUX 3JIEMEHTOB HHKE, YeM B
YCTAHOBJIEHHOM B TEXHWYECKUX YCIOBUAX AWAIIA30-
ue, KM me OyayT o6iamarh 3aJaHHBIMA ITPOYHOCT-
HBIMH XapaKTEPUCTHKAMU, 4 B CIIy4ae IIPEBbIIIeHUsT
BEpPXHEH I'paHUIlbI JUANA30HA IOILyCTUMBIX COZIEp-
SKAHAHM BO3MOKHBI CTPYKTYPHBIE Te(DEKThI.

Pamee nna onpeneneHus ynbTpaHU3KUX COZIEP-
skanui npumeceit B KM Ha ocuose cucremsbr Nb — Si
ObLTa paspaboTaHa METOIMKA C IIPUMEHEHHEeM Mace-
CIIEKTPOMETPHUH C WHAYKTUBHO-CBA3aHHOU TJIa3MOU
(MC HUCII) [12, 13]. B pa6ote [14] onucama meTomu-
Ka aHanmusa JaHHbix KM MeTomoM aToMHO-3MUCCH-
OHHOHM CIIEKTPOMETPHH C WHAYKTHBHO-CBI3aHHOM
wrazmoit (ADC UCII) muma ompesenenus psaaa Jeru-
pyromux snementos (Si, Ti, W, Mo, Hf, Cr u Al). Ox-
HAaKO IIPUBEIEHHbIe METOIWKM He IIpeayCMaTpHhBa-
for onpenenenus Nb u rakux ajaemeHToB, Kak B, Ge,
Sn, Zr, Fe u Ni, koTopble B 3HAYUTEIILHON CTEIIEHU
BIIMAIOT HA CBOMCTBA KOMIIO3UTOB HA OCHOBE CHCTE-
MbI Nb — Si.

Iens mannHoit paborhl — paspaboTKa METOTUKN
ompeeeHns HHOOUA, MOAU(PUIUPYIOMINX T00aBOK
B, Ge, Sn, Zr u npumeceit Fe u Ni B Kommosurax Ha
ocuoBe Nb - Si merogom AJC UCII B puanmasonax
coJlep:KaHu, IPUBEIEHHBIX HIKe, U IIPOBEPKA IIpa-
BWJILHOCTH PaspabOTAHHONU METOIUKH C HCIIOJIb30-
BaHHeM craugapTHbIX oopasios (CO) marepuanos,
OJIM3KUX II0 COCTABY K MCCJIEAYEMbIM KOMIIO3UTAM.

Anemenm Huanason onpedensemvix

codepacanuii, %
Nb. .. ... o o 40 - 80
B. 1-5
Ge . . .. 1-5
Sno.o. o 1-25
Zr . .. 1-5
Fe. ... ... . . . 0000 0,01-10
Ni. oo 0,01-5
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JKCIIepHMEHTATBLHAS 9aCTh npobbsl. Bpems crabuimusanuwu curHaia Imepes us-
MepeHHueM HHTEHCHBHOCTHU aHaJTUuTHYEeCKEHUX JIUHUNA
cocrasnano 30 ¢, mamee AT KaKIOTO pacTBopa Ipo-
BOOWIN TATH maMepeHui 1o 5 c. I'pagyupoBounsie
3aBHCHUMOCTH CTpomIu MeTomoMm no6aBok. IIpemsa-
PUTEJIBbHO aHAJIUTHUYECKHUEe JIMHUU 3JIEMEHTOB BI)I6I/I-
pajin Ha OCHOBaHUU 68.31)1 OAaHHBIX CIIEKTPAJbHBIX
JIMHUH TPOrPaMMHOTO obecriedenws mpubopa.

Hagecku npoussomacTBennbix mpod KM Ha ocuo-
Be cucreMbl Nb — Si B BHjie MOPOIIKA U MeTaJLIHYe-
CcKOH cTpy:kkm Maccor 200 Mr mepeBOAMJIM B pac-
TBOP C TIOMOII[BI0 CHCTEMbI MUKPOBOJHOBOTO Pa3Jio-
JKeHHUSA B Te(JIOHOBBIX ABTOKJIABAX B CMeCH pas3bas-
mernbix Kuciaor (HyO:HF:HNO; = 10:2:1 mo o6we-
my). IlapameTrpsl mpoliecca pasoKeHUs: Harpes
comep:xumoro aprokaasa 10 120 °C — 10 mum; ynep-
JKaHUe TIPU JaHHOU TeMmiieparype — 20 MUH; OXJIaK-

OO6cy:xxneHue pesyabrTaTOB
neuve mo 25°C. Jlanee mosjydeHHBIE KHCIOTHBIE YA pesy

PacTBOPHI IOMEIIAIN B MEPHbIE KOJIOBI U3 IOJUIPO- Il 1s1 BBIOOpA AaHATUTUIECKUX JIMHUM, CBOOOTHBIX
nunena obbemom 100 mi, 3aTeMm pasbaBnanu B 20 OT B3HAYHMBIX CIIEKTPATIBHBIX HAIONKEHUH JIMHUH
pas Takg, 4TOOBI KOHEUHBIE aHa/Inu3upyeMmbie pacTBoO- MeHIIaoniuX J3JEeMEHTOB, aHaJIHW3UpOBAIN MOJENb-
pbl nMenu KoHIleHTpanuio 100 MI/JI. PaCTBOp KOH- HbI€ PacTBOPBI: pacTBOPBI «A», HCIIOJIb3yEeMBblIe NI
TPOJIBHOTO OIIbITAa COAEPKaI TOJIBKO pasﬁaBJIeHHbIe TpagyHupoOBKH, COOEPKAIM TOJBKO OAWH OIIpeness-
kuciorel (0,1 Mt HF u 0,05 mm HNO; ma 100 M eMmbIii semenT (1 mr/i), a pacrtBopel «M» — ocraib-
H,0). Hele Memamomue siaeMeHThl (80 mr/m — Nb;
B pabore mcmonbzoBamu coexrpomerp Agilent 20 mr/n — Ti; Si, Hf, Mo, W, Fe — mo 10 mr/x; Cr,
5100 B peruMe aKCHAIBHOTO 0030pa IIasMbl C Al, Zr, Ge, Sn, B, Ni — 1o 5 Mr/1), 3a HCKIIOYUeHHIEM
unepraor k¥ HF cucremoii pacnbimeHus pacrBopa OIIpeeIieMOro B KOHKPETHOM OIbITe dJIeMeHTa.

Ta6mauma 1. CrexTpaibHble HAIOKEHNS JUHUH MEIIaoIuX JIeMeHTOB Ha ananutudeckue tuauu Nb, B, Ge, Sn, Zr, Fe, Ni npu
onpenenennu merogom AJC HCII B maTepuanax ua ocHoBe cucrembl Nb — Si

Table 1. Spectral overlaps of the lines of interfering elements and analytical lines of Nb, B, Ge, Sn, Zr, Fe, and Ni determined
by ICP AES in the niobium-silicon based materials

JlmnHa BOMHBI Jauna HHTeHCHBHOCTD CUTHANIA HA IVIMHAX BOJTH «Muumas»
OrmnpenenseMblii  aHAIATH- Mermarommia BOJTHBI AHAIUTAYECKUX JTUHUM, UMII/C KOHIIEHTPAIUA
9JIEMEeHT, 9ecKoH JJIEMEHT, MelaoIei C iy MT/I aHaauTa
THII IUHUK JIAHUH THII THHUH JIMHUAA Pacreop PKO Pacreop «A» Pacrsop «M» B pacTBope

Ay, HM Ay, HM «M», mr/m*
Nb II 309,417 OH 309,462 36 175891 35 0,01 0,01
294,154 Fel 294,134 57 179 050 38 0,01 0,01
321,559 WI 321,556 61 131721 2034 0,02 0,60
B I 249,772 Fe II 249,782 102 15883 230 0,003 0,004
249,678 HfII 249,699 73 7636 486 0,01 0,09
182,577 Mo I1 182.586 23 595 20 0,02 0,02
Ge I 259,253 Till 259,258 11 542 80 0,04 0,17
265,157 Nb II 265,112 17 821 19 0,04 0,04
269,134 Nb II 269,177 8 1246 12 0,10 0,11
Sn I 326,233 HfI 326,247 23 3832 186 0,07 0,23
II 189,925 Till 189,939 5 2820 9 0,02 0,03
I 242,170 Si 1T 242,172 14 1437 22 0,03 0,03
VAY II 343,823 NbII 343,842 141 46530 6381 0,002 1,73
349,619 NbI 349,603 35 28953 43 0,002 0,008
327,307 WII 327,328 16 15911 29 0,001 0,007
Fe II 238,204 Nb II 238,229 694 2399 751 0,01 0,01
259,940 Nb II 259,952 242 799 393 0,003 0,027
258,588 Mo II 258,595 151 468 164 0,004 0,004
Ni I 352,453 Mo I 352,465 27 682 6757 0,01 2,06
I 341,476 Zr 11 341,468 123 1370 2272 0,01 0,34
II 231,604 Mo I 231,610 32 1038 35 0,01 0,01

* Pesynbrarsl, cymecrBeHHO (6oiee yeM B 3 pasa) mpesbIianliue npenent oouapy:xenus C ., BbIIEIEeHbI JKUPHBIM IITPUQTOM.

min’
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Nb II 309,417 am Nb II 294,154 um

OH 309,462 um Fe 1294,134 uam

B1249,678 um
B1249,772 um

Fe I1 249,782 um

~

Ge I 259,253 am
Ge 269,134 am

Sn II 189,925 um

Mo I 326,263 um u Hf T 326,247 uam Till 189,939_ HM

Zr 11 343,823 um Zr 11 349,619 um

Nb I 349,603 am
Fe 11 259,940 um

Fe I1343,831 um u Nb II 343,842 um
Fe 11 238,204 um

Nb II 238,229 um Nb IT 259,952 um
Mo I 352,465 um Zr 11 341,468 um
P ~
uc / \ - /7 \ Nil 341,476 um
b P— JEm— —— [y .
. ) e N/
Ni I 352,453 um

Fe IT u Hf IT 249,699 uum

Nb II 321,559 am

W1 321,556 am
B1182,577 um

Mo II 182,586 um

Ge 1265,157 am

Nb II 265,112 M

-~

Sn 242,170 um

- e o

Ti I 242,130 uM Si I1 242,172 mum

Zr 11 327,307 am

W II 327,328 uam
Fe 11 258,588 um

W II 258,593 um u Mo I1 258,595 um

Ni IT 231,604 am

Mo I 231,610 um

Buj sMuCCHOHHBIX CIIEKTPOB BOJIM3M MCCIIeLyeMbIX aHanuTudeckux jguuuii Nb (a), B (6), Ge (8), Sn (2), Zr (0), Fe (e) u Ni ()

(crimomrHast TMHUA — CHEKTPBI PACTBOPOB aHAIHUTOB, IyHKTUP — UHTEP(EPEHTOB)

Emission spectra near the analytical lines of Nb (a), B (b), Ge (¢), Sn (d), Zr (e); Fe (f), and Ni (g) (spectra of analyte solutions —

solid line, interferent solution — dotted line)
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Ha npenBapuTenbHO BHIOPAHHBIX U3 OHOIHOTE-
ku nporpammuoro obecreuenus ICP Expert (Bepcus
7.2.1.8252) cnexrpomerpa Agilent 5100 paurax
BOJIH /i1 pacTBopa KoHTpoabHoro onbira (PKO) us-
MepAIN UHTEHCUBHOCTH (DOHA, 3aTeM H3MEPAIH HH-
TEHCUBHOCTH CUTHAJIOB Ha TeX Ke JIMHAX BOJH B
MOJieNTbHBIX pacTBopax. [lomoskurenbHOE 3aKiIOUYe-
HU€e 0 HAJTUYUHN 3HAYUMBIX HHTEPMEPEHIHH 1eaaiu
IPHU CYIIECTBEHHOM TIPEBBIIIEHUN PACCIUTAHHOH
KOHIIEHTPAIIUH OIIPEeIeIAeMbIX 3JIEMEHTOB B PACTBO-
pax ¢ ajaeMeHTaMU-UHTEeP(EepPeHTAMHU 110 CPABHEHUIO
¢ npenenom obuapyxenus C;,, PACCIMTAHHBIM IIO
3s-kpurepuio nad 10 mapaiieabHBIX ONpeneIeHun
(Tabm. 1).

s wiutiocTpanuy moJIyIeHHbIX JAHHBIX HA PU-
CYHKe MPEeJCTaBIeH BHUJ CIEKTPOB BOIMU3U HCCIEMY-
embix auuni Nb, B, Ge, Sn, Zr, Fe u Ni.

C y4yeToM JaHHBIX, IPEICTABIEHHBIX B Ta0I. 1 1
HAa PUCYHKE, ObLTH BHIOPAHBI aHATUTHIECKHE JIMHUN
s onpeenenusa smemeHToB B KM Ha ocHOBe cuc-
Tembl Nb — Si, cBoOogHBIE 0T Hambolee 3HAYHMMBIX
CIEKTPATBHBIX MHTEP(EPEHITHE:

poB, ko6 u arrecroBaHubix s3Hauenuit 'CO moHOB
9JIEMEHTOB B PaCTBOpE: MAKCHMAJIBHOE 3HAUYEHHe
A, IS OIpeesieMbIX DIEMEHTOB He IPEBBIIIAeT
2 % oTH.

Jlma Kamoro w3 4YeThIpeX BapWAHTOB COCTABA
OC (cMm. Tabm. 2) orbupanu 10 YeTbipe cepuu (p) mo
[IIECTh AJWKBOTHBIX YacTed (1) U OIpemesiii KOH-
IIEHTPAIlUK B3JIEeMEHTOB. Pacuer MeTpOoIOTHIeCKUX
XapaKTEePUCTHK pa3pabaThbiBAEMON METOAMKH IIPO-
soaunu B coorsercTBuu ¢ I'OCT 5725-2002 u PMI'
61-2010. launable, IOIyIeHHbBIE IIPU OIPENeIeHUN
Fe u Ni 8 OC, npuseznens! B Tadi. 3.

ITo mosmy4yeHHBIM TAHHBIM, UCIIOAb3YS KPUTEPUA
Creiogenra (P = 0,95; f = 3), onenuBaiu cucreMa-
TUYECKYI0 MOTPENIHOCTh: YCTAHOBIEHO, YTO MEKAY
pesynbTaTaMu OIpefelieHnus 3JIEMEHTOB B PACTBO-
pax meromom AIC HCII u omopHbIMY 3HAYECHUIMU
OC oTcyTCTBYIOT 3HAYMMbBIE PACXOMKIACHUI. Pes3yin-
TaThI OLIEHKH METPOJIOTMIECKUX XapaKTEePUCTHE Me-
TOAUKH IIPECTABIEHbI B TA0I. 4.

Beuny orcyrcreua I'CO koMIIO3UTHBIX Mare-
puanoB Ha ocHoBe cucteMmbl Nb — Si 171 KOHTPOJIA
nmpaBuiIbHOCTH omnpenenenus Nb, Zr, Sn, Fe ¢ mpu-

Anemenm Anaaumuveckue AuHUL, HM "
Nb 994,154: 309,417 MeHEeHHeM pa3paboTaHHOM METOIUKH HCIIOIb30BAIIN
B.... ... .. . . 249,772; 182,577
Ge ................... 269,134; 265,157 Ta6auma 2. Coctae  06pas3ioB cpaBHeHus (MaccoBas
Sn ... 189,925, 242,170 mons, %)
%‘Z ggg:gég: 2;;;81 Table 2. Composition of the reference materials (wt.%)
Ni o oo 231,604 dmevent Onoprre suavterus, C,,
Nb 80 70 60 40
B xauecrse o6pasios cpasuenus (OC) ucmonb- Si 5 10 10 15
30Bajld MOJIEJIbHbBIE PACTBOPHI, IPUTOTOBIEHHBIE U3 T 5 10 10 20
onuovmemeHTHBIX ['CO pacTBOpOB HMOHOB JJIEMEH-
toB. IIpu BBIGOpPE OomopHbIx 3Hauenuit OC — C,, py- HE 5 10 10 15
KOBOJICTBOBAJIMCH TeM, YTOOBI IMAMA30HBI KOHIIEH- B 1 2 3 5
Tpamuy oIpeAegeMbIX BJIeMeHTOB OXBaThIBAIU Ge 5 3 2
IHUAIMa30Hbl, YCTAHOBIEHHbIE B MeTofauKke (Tabm. 2). Sn 1 2 3 3
IlorperiaocTy BEIOPAHHBIX OMOPHBIX 3HAYEHUH A, T 5 3 2
KoHrenTparuu snemenToB B OC oleHUBaIN IIyTeM Fe 0,01 0.1 0.5 10
CyMMHPOBAHUS [OIYCTUMBIX CHUCTEMATHYECKUX U .
CIy4alHBIX IOTPEIIHOCTeH MCIIONb3yeMbIX 03aTo- Ni 0,01 0.1 0.5 5
Ta6auna 3. Pesynsrare: onpenenenus Fe u Nis OC (n = 6; P = 0,95)
Table 3. The results of Fe and Ni determination in model solutions (n = 6; P = 0.95)
N c % X * A, %, nns HoMepa cepun
1 2 3 4
Fe 0,01 0,0098 = 0,0001 0,0104 = 0,0002 0,0106 = 0,0001 0,0105 = 0,0002
0,1 0,104 + 0,001 0,103 =+ 0,001 0,103 *+ 0,001 0,103 + 0,001
0,5 0,49 = 0,01 0,51 = 0,01 0,50 = 0,01 0,49 = 0,01
10 10,26 = 0,04 10,17 = 0,08 9,95 + 0,17 9,96 + 0,15
Ni 0,01 0,0097 = 0,0003 0,0101 = 0,0002 0,0095 + 0,0003 0,0094 = 0,0003
0,1 0,105 = 0,001 0,099 = 0,001 0,101 = 0,001 0,104 = 0,002
0,5 0,49 = 0,01 0,49 = 0,01 0,51 = 0,01 0,50 = 0,01
5 4,92 = 0,01 5,04 = 0,01 4,99 + 0,01 5,01 = 0,01
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Ta6auua 4. Pesynbrarhl OIeHKM METPOJOTHYECKUX XAPAKTEPUCTUE METOIUKH, IOJIyYeHHbIE C MCIIOIb30BAHUEM MOEIbHBIX

PacTBopoB

Table 4. The results of evaluating the metrological characteristics of the technique obtained using model solutions

DiIeMeHT JuanasoH ompeneseMbIx

IToxkazarenn IIOBTOPSAEMOCTH

IlokasaTens TOYHOCTH
+38, % orH.,

IToxasarenxs MpOMEKYTOIHOM

conepari, % Srm » % o, 1 Goee Hpeanzigfizcggnigm), mpu P = 0,95, me 6osee

Nb 40,0 - 80,0 1 2 3
B 1,0-5,0 1 2 4
Ge 1,0-5,0 1 2 4
Sn 1,0-2,5 1 2 3
Zr 1,0-5,0 1 2 4
Fe 0,01-0,5 2 4 10

0,5-10,0 1 2 4
Ni 0,01-0,5 2 3 9

0,5-5,0 1 2 4

Ta6auma 5. ArrecroBanubie comepskanus sneMeHToB B CO u BBeIeHHbBIE COIEp:KaHusd JIeMEHTOB (a), pesyabTaThl aHaIn3a

pacrBopos meromom AIC UCII 6) (n = 3; P = 0,95;¢ = 4,3)

Table 5. Certified values of CRM (a) and results of element determination in the solutions using ICP AES method (b) (n = 3;

P =0.95;¢t=4.3)

co Nb Zr Sn Fe B Ge Ni
®Peppornodbuii  a 48,47 141 — H/a 1,00%* 5,00% 0,010%*
CO Ne 162 6 4951 = 1,04 1,37+ 0,09 — — 1,04+ 0,06 5,10 0,23 0,013 + 0,004
BT5-1TCO  a 40,0 — 2,50 0,109 — — —
2730-83 6 40,65 £ 0,88 2,47 £ 0,09 0,112 = 0,004 — — —
BT20 I'CO a 80,0 3,28 — 0,40 5,00 1,00 0,100*
2194-81 6 81,22+134 319=0,11 0,42 £0,02 521+025 099 =005 0,105 0,007

* Comep:xaHusa BBEIEHHBIX SJIEMEHTOB.

apxXUBHBIE CTAHAAPTHBIE 00pPa3Ibl (PEePPOHHOOUS
CO Ne 162 (aTTecroBaHbl Y paTbCKUM HAYYHO-HCCIIE-
OBATEIbCKUM HWHCTHUTYTOM YEPHBIX METAJJIOB), a
Takke TuTaHOBBIX criaBoB BT5-1 I'CO 2730-83 u
BT20 I'CO 2194-81 (arrecroBansl Beepoccuiickum
uHCTUTyTOM Jerkux ciiasos (BUJIC)). Kpome Toro,
IJIST TIPOBEPKH TTPABUIHLHOCTU PaspaboTaHHON MeTo-
nukn npu onpenenennu Nb, B, Ge, Ni ucmonbsora-
au Te xe camble CO u MeTo[ «BBeZEHO — HANIEHO».
ITosyuenubie faHHbIe IPU OIIPEIEICHUN SJIEMEHTOB
¢ momotsio Mmetoga AJDC UCII B pacTBopax mpob u
3HavyeHusa cojepskanuii anemenTos B 'CO mpexcras-
JeHbI B Ta61. 5 (KOHIIEHTpAIIUNY BBEJIEHHBIX SI€MEH-
TOB OTMEUEHBI 3Be3/I0uK0i). Mexay pesynbTaramu
ASC UCII, arrecToBaHHLIMY 3HAYEHUAMHU COJIEPIKA-
Huit smemenToB B CO ¥ 3HAYEHUAMH MaCCOBBIX JI0-
Jell BBeIEHHBIX 3JIEMEHTOB OTCYTCTBYIOT 3HAUHMBIE
Ppacxox/IeHUs.

3axJIroueHue

Takum oOpasom, paspaboTaHa MeTOIUKA KOJIHU-
YeCTBEHHOTO 3jemMeHTHOro aHanusza KM Ha ocHOBe
cucrembr Nb — Si meromom AIC UCII ¢ npexnsapu-
TebHBIM MUKPOBOJIHOBLIM PA3JIOKEHHEM JIJIS OIpe-

IeneHuss MOIU(HUITUPYIOIIUX 100aBOK, IIpUMecei u
HHOOWS. JKCIIEPUMEHTAILHO BhIOPAHBI AHATUTHIE-
cxue nuuuH 14 onpenenenns Nb, B, Ge, Sn, Zr, Fe,
Ni. IIpoBenena olieHKa METPOJOTHIECKUX XapakKTe-
PHUCTHK METOIWKH: IIOKA3aTeIb MOBTOPAEMOCTH He
mpeBbimaer 2 % OTH., a TMoKa3aTelb ITPOMEKYTOd-
HOM TpenusnoHHOCTH — 4 % OTH., I0Ka3aTerb TOY-
HOCTH He TmpeBbimaer 4 % OTH. JJId COAEeP:KaHUI
amemenToB 6osbie 0,5 % u 10 % oTH. — mis comep-
swauua Fe u Ni menee 0,5 %. [IpuBenennnie qanHbie
HCIIONIb30BaHbl mpu paspaborke MU 1.2.049-2013
«MeToguKka W3MepeHH MAaCCOBOM IOJNH JIETHPY-
IOIIMX 3JIEMEHTOB B BBICOKOTEMIIEPATYPHOM ecTe-

CTBEHHO-KOMIIOSUITUOHHOM MaTepuasie Ha OCHOBe
Nb - Si».

duHaHCUpOBaHUE

Pa6ora nposenena mpu peanusanuy HAIpasiie-
Husa 2.1 «PyHIaMeHTaIbHO-OPUeHTHPOBAHHbBIE HC-
crenoBanus» («Crpareruueckre HampaBIeHHUS pPas-
BUTHS MATE€PHAJIOB M TEXHOJOTHH UX IepepaboTKH
Ha mepuon 10 2030 roga») [15].
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