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PASPABOTRA CTAHITAPTHBIX OBPA3IIOB MATEPHUAJIOB
HA OCHOBE TUTAHA
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Ipunama k nybaurxayuu 28 dexabps 2022 2.

WHCTUTYTOM CTaHIAPTHLIX OOpPA3IoB BIEPBBIC BLIMYIIEHLI CTaHmApTHBIE obpasier ('CO
11777-2021) MmaccoBoii 10U BOAOPOAA, KACIOPOA U A30Ta B MATepUATIaxX Ha OCHOBE TUTAHA:; TH-
taroBoM ciutase tuna 2B (MCO 1-1) u turane BT 1-00 (MCO 1-2). 'oToBbIid MaTepuan crangap-
THBIX 06PA3IoB [IPEICTABICH B BUIE [AWTHHIPOB Maccoi okomo 0,1 r ¢ quamerpoM 2,5 MM U BBI-
coroi 5 — 6 . [l71s aTTecTanuu raz006pasyoInux 3IeMeHTOB [IPAMEHEeHBI METO/IBI BOCCTAHOBH-
TENBHOTO IIABTIEHUS B TOKe HHEPTHOTO rasa (BOZOpOJ, KUCIOPOA, a30T) U BEICOKOTEMIIEDATYD-
HOU BaKyyMHOH DKCTPAKIIUH ¢ MACC-CIEKTPOMETPHUICCKIM IeTeKTHpOBaHUEM (BOIOPOI); I
TPaIyUPOBKU aHATHU3ATOPOB HCTIONL30BAHEBI CTAHNAPTHLIEe 00paslibl, TazoBad fo3a (Ha BoIopon),
a TaKsKe BEIIeCTBO IOCTOSHHOTO CTEXHOMETPHIECKOTO COCTaBa (HUTPAT KaIud). ¥ TOUHEHEI YCI0-
BUS ONPEIENICeHAA BOIOPOAa, KUCI0POIA U a30Ta B TUTAHE U TUTAHOBBIX CILIABAX ¢ IPUMEHEHU-
eM aHaIu3aTopa razoe B TBepabix MaTepuanax ONH-2000 (ELTRA). Ha ocuoBe skcrepumeH-
TATLHBIX JAHHBIX YCTAHOBICHBI IMOKA3ATEIH TOYHOCTH METOIUKHA W3MEPEHUH (IMpUITACAHHBIC
XaPaKTEPUCTHKMA).

Kimouessie cioBa: TUTAH; CTAHIAPTHBIC O6pa3I_U:I; ra3006pa3y10111ne SJICMCHTLI, METOJ BOC-
CTAaHOBUTEIBHOIO IVIABJICHUA B TOKC HHEPTHOI'O ra3a; IrpaiyupoBEa; BCIISCTBO IIOCTOIHHOTO CTe-
XUOMETPHICCKOTO COCTaBa; IIOKa3aTeJIu TOYHOCTH METOJUKNI I/ISMepeHI/IfL

DEVELOPMENT OF TITANIUM-BASED CERTIFIED REFERENCE MATERIALS
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Beenenne

B nacrosiee Bpemsa TUTAH — O[UH U3 BAYKHEH-
IIUX KOHCTPYKLMOHHBLIX MeTa/LJIU4YeCKUX MarTepua-
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The Institute for Certified Reference Materials (ICRM) issued for the first time certified reference mate-
rials (CRM 11777-2021) of the mass fraction of hydrogen, oxygen and nitrogen in titanium-based materi-
als, i.e,, titanium alloy 2V (ISO 1-1) and titanium VT 1-00 (ISO 1-2). The finished material is presented in
the form of cylinders 2.5 mm in diameter and 5 -6 mm height. The mass of a cylinder is about 0.1 g.
To certify gas-forming elements, we used the methods of fusion under inert gas flow (hydrogen, oxygen,
nitrogen) and high-temperature vacuum extraction with mass spectroscopy (hydrogen). The analyzers
were calibrated using CRM, a gas dose (for hydrogen), and a substance of constant stoichiometric composi-
tion (potassium nitrate). Conditions for the determination of the mass fraction of hydrogen, oxygen, and
nitrogen in titanium and titanium alloys using an ELTRA ONH-2000 gas analyzer in solid materials have
been refined in the analytical laboratory ICRM. The accuracy indicators (assigned characteristics) of the
measurement procedure were determined using a great bulk of experimental data.

Keywords: titanium; standard samples; gas-forming elements; method of fusion under inert gas flow;
calibration; substance of constant stoichiometric composition; accuracy indicators of the measurement
procedure.

eM TeXHUKU TPeGOBAHWA K TUTAHOBBIM CILIABAM CTA-
HOBATCH BCe 60J1ee BEICOKUMH.
IIpucyrcreyromue B Turane npumecu rasoobpa-

JIOB, CILIABBI KOTOPOTO COYETAKT B cefe JIerkocTs, 3YIOIUX 3JI€MEHTOB (BOJI0POJIa, KUCI0PO/a U a30Ta),
MPOYHOCTh U KOPPO3SHOHHYI0 cTOUKOCTh. C passuTu- BHEJAPASACH B KPUCTAILUIMIECKYIO PeLIeTKy u 00pasys
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TBEpAbIe PACTBOPBI BHEApPEHWS (WM THAPUABL H
HHUTPULBI TUTAHA), CYI[ECTBEHHBLIM 06Pa30M BIHAOT
HA €r0 TeXHOJIOTHYECKHe XAPAKTePUCTHKU: CHIILHO
CHUJKAIOT IUIACTUYHOCTh, A IPHU JOCTATOYHO BEI-
COKOM COJEPKAHHN [PEBPAIIAIOT €r0 B XPYIIKHU
METAJUI, HeIPUTOAHBIHA I IPAKTAIECKOTO UCIIOJb-
30BAHUA.

B sroli cBsA3m Merposormyeckuil KOHTPOJIL CO-
Jep:KaHui ra3o00pasyomUX SIeMEHTOB, IS KOTO-
pOro Heo6XOAMMBI COOTBETCTBYIOIINE CTAHAAPTHEIE
o6pasmper (CO), umeer ocobo BaxkHOe sHadeHue [1].
CO unpepmasHageHbI Uil KOHTPOJS TOYHOCTH pe-
3yJAbTATOB AHAIN3A, YCTAHOBIOHUS U KOHTPOJIA IPa-
OYAPOBOYHBIX XAPAKTEPHUCTHK IIPU OLPEe[eIeHun
3JeMEHTOB (DU3UKO-XUMUYECKUMU METOJAMH, I
[IOBEPKHU U KAIMOPOBKU CPEACTB HM3MEPEeHHU, arTe-
CTANNY, BAIMAAUNU ¥ BepU(PUKANNU METOAUK K3-
MepeHHH.

Ha6op CO yrBep:aennoro tuma (I'CO) wmare-
pHAIOB HA OCHOBE THUTAHA C ATTECTOBAHHBIMHU Xa-
PAKTEPUCTHKAMHU Ta3000pa3yOIUX HIEMEHTOB HAa
OTEYEeCTBEHHOM PBIHKE OTPAHMYEH CTAHIAPTHBIMU
o6pasmamu npoussoxcrea LECO (I'"CO 11011-2017
u I'CO 11012-2017), ELTRA (I"CO 11575-2020,
naprusa Ne 1 u 2), BUJIC (I'CO 3608-87).

B karamorax szapybemHBIX TPOHU3BOAUTENEH
upexncrasiaens: CO turana kaxr B paure RM (Refer-
ence Materials), rak u CRM (Certified Reference
Materials), ogaako ux npuveHeHue periaMeHTHDY-
erca Tpebosauuavu ['OCT 8.315 [2].

Paspa6orka ['CO mBeTHBIX METAIIOB ABIAET-
¢ HOBBIM HampasieHueM B gearensHoctr SAQO
«CO». Buepssie spmymens: ['CO 11777-2021
MACCOBOM [0JIM BOZAOPOAA, KUCIOPOAA, A30TA B MaTe-
puanax Ha ocuoe turana (MCO 1-1, UCO 1-2).
Cranpaprasie 06pasnbl [IPUTOTOBIEHBI W3 IIPOBO-
soxu Mapox 2B u BT 1-00 npoussogcrea AO «Ye-
HeNKUN MeXaHUIeCKHU 3aBOjA» B BUAE NUJIUHADPOB
maccou oroio 0,1 r ¢ guamerpom 2,5 MM U BBICOTOMN
5 — 6 MM, ymaxkoBaHHBIX B 6auky 1m0 11 1.

Marepnaabl H MeTOABLI HCCAETOBAHUI

BHyTpu- ¥ MeHSK3eMIUIAPHYI0 OJHOPOXHOCTD
MATepHAaia OLEHHWBAIW I[yTeM AHAIN3A IATH OTO-
6pauubix sk3emiuiapos CO (mBe cepum mo aBa ma-
PAJLIENBHBIX OLPEAEICHUA B KAKAOM) B COOTBETCT-
Bun ¢ muacrpyknuern M.CMK.MJL.15-2019 «Ouenn-
BaHWE OJAHOPOZHOCTH MATEPHUAIA CTAHAAPTHBIX 06-
PasIoEB B BHJE MOTKOB WJIU IIPYTKOB»!, Pesymbrars
ompeneaeHus ra3000pasyoIuX SJIeMEHTOB [I0LyIe-
HBI C WCIIOJb30BAHWEM METO[IUKHM HU3MEPEeHUul, per-
mamentuposanson HIM 01.07.190-2020 (1o peecr-
py meronuk usmepenuit SAQ «MCO») u ananusaro-
pa ELTRA ONH-2000, paccuuranubie xapakrepu-
CTHKH OJHOPOJHOCTHU HpuBeaeHbl B Tabi., 1.

Kak Bugro us tabo. 1, niud Bcex aTTeCcTOBAHHBIX
SJIEMEHTOB BhIOIHAETCH yeiaosue S, < 0, Cnemosa-
TEJIBHO, BHY TPUSK3EMILIAPHY OJHOPOIXHOCTb MATe-
PHAIIOB MOKHO CIUTATH YAOBIETBOPUTENBHOM, & IS
SK3eMILIAPOB ¢ KPAWHWMY 3HAYEHUSMU DPe3yiIbTa-
TOB cobiomanock HepaBeHCTBO (G < (.4, SHaAUe-
HH€ CTaHAAPTHOM HEOUPEeNeIeHHOCTH OT HEONHO-
POJHOCTH MATepHUANa U; YIWUTHIBAIH IIPH OLIEHKE
PACIIMPEHHON HEOLPEeNeIeHHOCTH ATTECTOBAHHBIX
suagenuii CO.

Haumensinas npejcrasurensaas npoba 1js Tu-
tana — 1 muuaap maccoi 0,1 .

SHAYEHUA ATTECTYeMbIX XAPAKTePUCTHK yCTa-
HABJIWBAIN IIyTeM MeKIa60pATOPHOTO SKCIIEPH-
meHTa B coorBercrBum ¢ tpebosammamu ['OCT
8.532-2002 [3] upm y4acTuum ARKPEAUTOBAHHBIX
1a60paTOPUH OTEIECTBEHHDIX IPEAIIPUATHN 1 HAYY-
HbIX yupeskmenuir (B tom wwmcne, AO «YIM3»,
OITYII «-BUAM>», AO «I1O Cesmam», UMET PAH,
HUMET ¥pO PAH, AO «Heneukuii MexaHUIECKUU
sapog», ITAOQ «Ypanxummarn», PI'YII «JTHHWU-
Yepmer um. Y. II. Bapguna, [TAO «Koproparus
BCMIIO-ABUCMA>», ITAO «H3XEK», [TAO «HME»
u ap.). [lag xapakrepusanuu razoo6pasymonmx sie-
menToB B CO mCIIOnb3oBanu MeTOAbI BOCCTAHOBH-
TEJIBHOTO IUIABIEHUA B TOKE HHEPTHOTO rasa (Bomo-
POJ, RUCIIOPO], A30T), BEICOKOTEMIIEPATYPHOR BAKY-

1 PaspaGorana u yreepsxaena 3AO0 «MCO», r. Exarepun-
Gypr, 2019 r.

Tabémauma 1. PesynpraTe onennsanua oguaopoguoctu CO UCO 1-1 w UCO 1-2 (P = 0,95)
Table 1. The results of the assessing the homogeneity of ISO 1-1 and ISO 1-2 RMs (P = 0.95)

CKO Hopumuposanusii Kpurepuii I'pab6ea Crannapraas Heonpese-
Wunerc CO Onement MOBTOPA- IOKA3ATETh JIEHHOCTD OT HEOIHO-
eMocrn, S,  MOBTOPAEMOCTH, O, Grnax Grnin Grasn POAHOCTH MATEPHANA, ),
nCo 1-1 H 0,000082 0,00011 1,692 0,911 1,715 0,000023
0] 0,0013 0,0052 1,112 1,290 1,715 0,00017
N 0,00048 0,00063 0,855 1,123 1,715 0,00012
HnCo 1-2 H 0,00037 0,00075 1,438 1,223 1,715 0,00013
0] 0,0012 0,0052 0,860 1,648 1,715 0,00023
N 0,00045 0,00063 0,885 1,695 1,715 0,00020
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YMHOM SKCTPAKLIMU C MACC-CIIEKTPOMETPUYECKUM
JeTeKTHPOBaHUEM (BOTOPO).

Paccesnue pesynbpraroB mnapasnienbHBIX Olpe-
JEeJIeHUU COCTABA U OTKJIOHEHHE BOCIIPOU3BEIEH-
HOM MAaCCOBOM JOJH DIEMEHTOB OT YCTAHOBJIEHHOTO
3HAYEHUS B KOHTPOJIBLHOM CTAHAAPTHOM 0ofpasie He
OPEBBINAOT  3HAYEHHM, perJaMeHTHPOBAHHBIX
T'OCT 28052-97 [4], TOCT 24956-81 [5], HIU
01.07.190-2020%2 u CTO 20872050 CMK.CK.09-
2018 «OuenvBanme METPONIOTHYECKHUX XapakTe-
PUCTUE CTAHAAPTHBLIX 00PA3I0B METAJILyPIAYECKOTO
npoussojcrea»>, Crarucrudeckas obpaboTka pe-
3yJAbTATOB MEKJIA00PATOPHOTO SKCIEPUMEHTA BbI-
[I0JIHEHA IIPY HEW3BECTHLIX 3HAYEHHUAX IIOKazare-
J'Ieﬁ BOCIIPOU3BOJUMOCTH U IIOBTOPAEMOCTH.

Pesynbrarsl HpOBEPKH TUIIOTE3EI 0 HOPMAJIBHOM
pacipesie/ieHru CPEIHUX PE3YIbTATOB OllPee/IeHHUs
3IIeMEHTOB IIPUBeIeHkl B Tabi. 2, Tie ) — BEIGOpOoY-
HOe 3HayeHwe crarucruku Kpurepus 1lanu-
po — YHiKa, w — KBAHTUJIb CTATUCTUKU KPUTEPUS
ms Ny ¥ ypoBHaA sHaammocta o = 0,05.

W3 rabn. 2 cnemyer, uro sMoupryeckoe pacipe-
JeJIeHre CPeHUX PesyJbTaTOB U3MEDPEHUH He IIpo-
TUBOPEYUT HOPMAIBLHOMY: 0 > w.

Crarucrudeckas o6paboTKa pesybTaToOB MeE-
smabopaTopHOTO SKcHepuMenTa aid Kuciopona 8 CO
HCO 1-2 semoamena B coorBercrBuu ¢ ['OCT

2 PaspaGorama u arrecroana 3AQ «HMCO», r. Exarepusn-
6ypr, 2020 r.

3 PaspaGoran u yrsepixaes 3AO «HCO», r. Exarepuntypr,
2019 r.

8.532-2002 [3]. Pesynbrarsl OlIEHKHA COOTBETCTBUSA
TOYHOCTH YCTAHOBJICHHUSA aTTeCTOBAHHBIX 3HA4YEHUU
CO merposorugeckuM Tpe6OBAHUAM HPUBEAEHLI B
tabi. 3.

Merposoruaeckas mnpocieRxuBaeMoCcTb ATTECTO-
BAHHBIX 3HAYEHHUN MACCOBOM [OJH BOAOPOAA, KHC-
sopona u asora obecmedena cobirogenuneM Tpebo-
BaHUi [8], B TOM 4mMCIe, IOCPEICTBOM IIPUMEHEHUS
[IOBEPEHHBIX (KAIUOPOBAHHBIX) CPEACTB M3MEPEeHHI
U METOJUK, OCHOBAHHBIX Ha I'PA/lyHPOBKAX C IIpUMe-
HEHHEeM CTeXHuOMEeTPHUYIeCKUX COGI[I/IHGHI/Iﬁ I/I/I/I.TII/I
CepTU(HUIMPOBAHHBIX CTAHAAPTHELIX 06PA3IIOB.

Beuny orcyrerBus craHnapTH3OBAHHBIX Me-
TOLUE OIIPE/e/IeHH a30Ta U BOZOPOAA BOCCTAHOBH-
T€JIbHBIM IUIABJIEHHEM B TOKE HHEPTHOIO rasa B
CILJIABAX HA OCHOBE TUTAHA, 4 TAKKe TOro (hakra,
aro 'OCT 28052-97 [4] e BriIHOYAET HCIIONH30BA-
HUEe COBPEMEHHOM aniaparypsbl MJIS OIpejelleHUs
KUCIOpOAa, B aHamurmdeckon mnaboparopum W]
3A0 «MCO» 6puta uposemena pabora mo yrod-
HEHUIO YCIOBHH OILpEJeNIeHus Tra3000pasyommux
AJIEMEHTOB. PeBy.TII:TaTI:I IIOJIy9€HbI C IIDUMEHEHHNEeM
aHAIM3aTOpa TA30B B TBEPABLIX MAaTepuaiax
ONH-2000 (ELTRA), ocramensoro nagpaxpacHom
AIEUKOU 1A ONpeAeNeHus KUCIOPOAa U TEPMOKOH-
IYKTOMETPHYECKOU AYEUKOU AJIA ONpeeeHus a30-
Ta W BOAOpOna, a Takke amamuzaropa TC-436
(LECO).

B xome skcuepumeHTOB HCHOIB30BaHBI KaTa-
JIU3aTOPhI — OJIOBO WM HHUREJIDb, HeO6XOI[I/IMI:Ie AJs
[IOJIHOTO HM3BJIEYEHUA BOAOPOAA, KHCIOPOJA U a30Ta
W3 TUTAHOBOTO CILJIABA.

Tabaunma 2. PesyabTaThl IpoBepKH TUIIOTE3E] 0 HOPMAIBLHOM PacIpefe/leHiuU CPEIHUX Pe3yNbTATOB ONpefelleHua razoobpasy-

OIHUX 3JIEMEHTOB

Table 2. Results of testing the hypothesis about the normal distribution of the average measurement results

CcO dmement - ¢, % SEN e =) R w w

HnCco 1-1 H 12 0,00066 2,27 - 107 2,16 - 107 0,950 0,859
0O 12 0,0956 9,96 - 104 9,58 - 104 0,962 0,859
N 13 0,0047 1,49 - 105 1,41-10°% 0,942 0,866

HCO 1-2 H 14 0,0070 1,74 - 105 1,69 - 105 0,969 0,874
N 12 0,0037 9,83 - 106 8,561-10° 0,865 0,859

TaﬁJII/IHa 3. Pe3y.TIBTaTBI OLI€HKH COOTBETCTBUA TOUYHOCTH YCTAHOBIESHNUA aTTEeCTOBAHHBIX suavennii CO METPOJIOTHIECKHM Tpe-

6oBaHHAM

Table 3. Results of assessing the compliance of the accuracy of the determination of the certified values of reference materials

with the metrological requirements

cO OneMeHT L — A, % Uy o5(4), % 0,4A, %

nCo 1-1 H 12 0,0007 0,0001 0,00016
0O 12 0,096 0,006 0,006
N 13 0,005 0,001 0,0010

HnCo 1-2 H 14 0,0070 0,0007 0,0012
0O 12 0,081 0,003 0,006
N 12 0,0037 0,0007 0,0008
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Pemaromuvu axropavu, Brmsommvmy HA pe-
3yJbTaT aHajaus3ad, ABJAKTCA Ka4eCTBO IIOATOTOBKH
IMOBEPXHOCTH IIPOOBI U CIIoco6 TpagyupoBEH Ipubo-
pa. Y3 cooco6oB moaroroBkm mpob i ompenese-
HHUA KUCIOPOoAa B THTAHOBBIX MaTepuaiax TpaBie-
HmeM, perjaMeHrupoBaHHbix crangaprom ASTM
E1409-13 [6] u mexaynapomupim crammaprom [SO
22963-2008 [7], opeamourenue ormaHo 06paboTke
npo6 B cmecu 100 cm® asorHoi kucinorsr (1:1) u
5 M3 hTOpPOBOIOPOIHON KHUCIOTEI.

st TpagyMpOBEY aHAIU3ATOPOB UCIIOIb30BAIH
I'"CO LECO, BUJIC u crammaprapie 006pasipl 3a-
py6eskaoro npomssopcrea (RM u CRM), razosyro
103y (LIpH OLpEeAeNIeHHH BOJOPOAA), 4 TAKKE Belle-
CTBO MOCTOSHHOTO CTEXMOMETPUYECKOr0 COCTABA —

muTpar kanusa [9, 10] (mpu onpenenenuu Kuciopoaa
u azora). [lepeuens CO miis rpagyrpoBEY U KOHTPO-
JIsl TOYHOCTH NIpUBEeH B Tabi. 4.

Tlpu oupenenenuu EHCIOpOAA WM a30Ta IS
IPajlyrpPOBKH aHAIM3aTOPA [0 HUTPATy Kauua (Super-
pure 99,995 %, Merck) roroBuiam mCXOAHBIE pac-
TBOPBI cpaBHeHwms, coorsercrByiomme 0,0050 r/cwm?
rucnopona u 0,0050 r/cm® aszora. 3arem rorosuiau
pacTBOPHI CPABHEHUA B JHWANIA30HE KOHIIEHTPAITUH
0,01- 0,2 (O) u 0,002-0,02% (N) ciaegyrouum
obpasom:

or0UpaIK C IOMOIIBI MHUIIETOYHOrO 03aT0pa
AJTMKBOTBI MCXOMHOTO pacrBopa obwemom 0,1 cv® B
IIpeaBapuTeJbHO IIOATOTOBJICHHDBIEC OJIOBAHHBIC WA
HUEKeJIeBbIe KallCyJibl, KOTOPbIE CYIIWJIN IIPU TeMIIe-

TaﬁJII/IHa 4. CTaHI[apTHBIe o6pa3um, HCIIONIBb30BaHHBIE IJIA T'PAAYHPOBKHU U KOHTPOJA TOYHOCTH Pe3yIbTaTOB OIIpeAeIeHUA BO-

mopoma, xucmopoaa, asora 8 CO UCO 1-1 u 1-2

Table 4. CRM and RM used for calibration and accuracy control of the results of hydrogen, oxygen, and nitrogen determinati-

on in RM ISO 1-1 and 1-2

Homep CO Hawnmenosamue CO

JoBepuTenbuble TPAHAIET

a6COMITHOM TOTPEIITHOCTH

aTTeCTOBAHHOTO 3HAYEHU
npu Bepoaraocta P = 0,95, %

ArrecroBannoe
3HAYEHHUe MAac-
coBo# nonu, %

OneMenT

T'CO 11011-2017 CramgapTaeii ofpaser tutana us Habopa I'CO 0 0,311 0,008
T-876 T-88 maprusz Ne 1 (LECO 502-876) N 0,006 0,001
H 0,00152 0,00032
T'CO 11012-2017 CrammapTaeii ofpaser; Tutana us "Habopa I'CO 0 0,353 0,009
T-888 T-88 maprusa Ne 1 (LECO 502-888) N 0,006 0,001
H 0,00240 0,0004
T'CO 3608-87 CO cocrasa crimasa Tutasosoro Tumna BT 16 0 0,097 0,006
BT16 H 0,0023 0,0003
RM 58A Referepce Materia} O/N/H in Ti Well Group 0 0,130 0,008
CM53002 Scientific (USA-China) H 0,0097 0,0006
N 0,030 0,004
RM 58A ¢ 0,285 0,009
CM53004 H 0,0017 0,0003
N 0,0034 0,0006
RM 58A 0 0,045 0,003
CM53005 H 0,0014 0,0002
N 0,005 0,0006
RM 58A ¢ 0,076 0,008
AL53008 H 0,0010 0,0002
N 0,0090 0,0010
CRM 2454 Standard Reference Material Hydrogen in Tita- H 0,0211 0,0004
nium Alloy (NIST)
CRM BCR-024 Certified Reference Material Titanium EURO- N 0,0117 0,0013
No 00217 PEAN COMMISSION Joint .Research Centre o 0.0608 0.0023
Institute for Reference Materials and Measure- ’ ’
ments (Geel), Belgium
CRM BCR-059 Certified Reference Material Titanium-alumini- N 0,0172 0,0027
Ne 0410 um-vanadium alloy Ti 6Al 4V EUROPEAN o 0,1750 0,0070

COMMISSION dJoint Research Centre Institute
for Reference Materials and Measurements
(Geel), Belgium
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[0 SKCIULyaTAIlUH aHaIu3aropa (Macca HABECKH —
0,1r);

ONHOBPEMEHHO MPOBOAWIN XOJIOCTOU OMBIT, IIO-

parype 90 — 95 °C B Teuenue 2 4, OXJIAKIAIN B K-
CHUEATOpe U CKUMAJIX C IEJbI0 BBITCCHEHUS BO3AyXa,

[IOMEINAIN KAICyly B 3arpy304HOE yCTPOMCTBO
AHAIKU3ATOPA U OLPEAeIIIN KUCIOPoL U (Miu) a3or Meras B rpa(puTOBLIN TUTENIDb OJIOBAHHYIO WIH HU-

B ABTOMATHUYECKOM PEKHME COIJIACHO WHCTPYKIUU KeJIeBYI0 Karcyily, BaHHy (Ipu Heo6X0qumMocTH) U

Ta6auna 5. PesynsraTe! onpenenenns (%) o KACIOPOAA, a30Ta U BOLOPO/A, TIONYUeHHbIe TIPY IPaiyupoBKe aHAIH3aTOpa
ONH-2000 mo CO, muTpary Kamua u o razoBoH Kose (A1 Bogoposa)

Table 5. Results of determining the mass fraction of oxygen, nitrogen, and hydrogen obtained by calibration of an ONH-2000
analyzer by CRM (RM), potassium nitrate and gas dose (for hydrogen)

o nco 1-1 nco 1-2

0 N H 0 N H
Aco 0,096 0,005 0,0007 0,081 0,0037 0,0070
K, (P =10,95) 0,012 0,0020 0,0003 0,012 0,0016 0,003

PesynbTarsl onpegeneHnn

T'paxymposxa mo CO 0,0930 0,0036 0,00068 0,0799 0,0035 0,0062
T'pagyuposka mo KNO, 0,0969 0,0034 — 0,0809 0,0039 —
T'pagyupoBka no rasosoit xose (0,00134 % H,) — — 0,00076 — — 0,0075

Tabauma 6. Ycinopusa ananusa ana onpenenenna xucaopoga u azota 8 CO UCO 1-1 u UCO 1-2 maTepuana THTaHA U THTAHOBO-
TO CIIaBa METOAOM BOCCTAHOBUTEILHOTO ILIABIEHNA B TOKe MHEPTHOTO Tasa

Table 6. Conditions of analysis for the determination of oxygen and nitrogen in RM ISO 1-1 and ISO 1-2 of titanium material

and titanium alloy by fusion under inert gas flow

Ycmosua aHanusa

Amnanusarop TC-436

Anamuszarop ONH-2000

O, N O,N H

T"'az-HOoCUTENH Tenmit Tenmit Asot
Hasnenue raza-mocurens, MIla/atm 0,28 £ 10 %/2,8 =10 % 0,2-0,4/2-4 0,2-0,4/2-4
Hasnenue nuesmaruku (aprou), MITa/atm 0,28 = 10 %/2,8 = 10 % 0,2-0,4/2-4 0,2-0,4/2-4
Pexnv meun Power On-off-on HenpepriBubrit
3arpyska npoGsl AsTromaruieckas
Herasatms:

MOIIIHOCTD, KBT ~6,0 (Tox 1025 A) 5.8 3,2-33

BpeMsd [erasalud, ¢ 25 45 60
ITponysra 5-10 15 10-15
Crabunusanus 30 30 20 - 40
3amep:EKa MHTeTPHUPOBAHM 20 10 5-10
Ananus;

MOIIIHOCTD, KBT ~5,4 (tox 1000 A) 5,5 2,8

MUHUMAJIBHOE BpeMs aHAIN3a, ¢ 25 (0), 50 (N) 20 (maxcumanbaOe — 50) 45 - 50
YpoBeHb KoMIapaTopa 0,10 1-5 10 -20
CreruanbHbie TpeGoBaAHMI Bamma — Ni xopsunku (Ni me- Hapymueii u BuHyrpemmuit  Hapysubii

IIpoGomoaroroBka

rannudeckuit), 1r (ana asora),
1r Ni+ 02r Sn (gna xucnopo-
na), rpadgur 0,05 r mepex xerasa-
e

TUTeNDb, BaHHA — Ni KOp3uH-
xu (Ni merammuaeckuii), 1 ¢
(mmz azora), 1 rNiu 0,2 r Sn
(zmsa  xucmopoma), rpadur
0,05 r mepex merasarmeit

O6sa3aTenbHad YUCTKA TIETH Hepes Kaxable 5 OHpeI[eJIeHI/IfI

Tpapmenue mnpoGbl B cMecH
100 em® HNQ;q (1:1) + 5 cm® HF
npu 20 °C B teuenue 50 — 60 c,
TPOMBIBKA BOJOH, CYIIIKA CTPYel
BO3AyXa (AJIF a30TA JOCTATOUHO
NPOMBIBKY B AIeTOHE U CYIIKH
cTpyel BO3ayXa)

U BHYTpPeHHUH

TUTETD,

BaHHa — 1 r Sn

ITpomeika

B

aneToHe,

CYIIIKA CTpYel
BO3AyXa
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BBICTABIAA MACCy HABECKH, PABHYIO MACCe HABECKU
AHATUBUPYEMOM IIPOOHI;

IJLS1 IIOCTPOEHMS IPALYUPOBOYHON 3aBUCHUMOCTH
HCIIOJIB30BAIN HE MeHee 5 TOYeK, I KaKA0H U3 KO-
TOPBIX IIPOBOAMIN 2 — 3 mapaylyIeJIbHBIX Ollpenese-
HHUA.

B rab6n. 5 npuseneno comocrasieHue pesyabra-
TOB OLIPeJEIEHU KUCIOPOAa, a30Ta, BOXOPOAA, IO0-
JIVIEHHBIX [PHU Pa3JHYHBLIX CI0co6ax TpagyupoOBKA
amamuzaropa ONH-2000.

Kag BugHo us Tabn. 5, cymiecrBeHHON PaSHUIIBI
B pesyJaprarax, IOJIyIeHHBIX MPH TPAAyUpPOBKE IT0
CO u mo BeIecTBy ITOCTOSHHOTO CTEXHOMETPHIe-
CKOTO COCTABA, HE HAOIIOLAETCH.

ITapamerpst Hacrpoliku npubopa u Karanusaro-
PBL, HeO6XOAMMBIE I IIOJHOTO H3BJIEYEHHA BOIO-
poza, KHCIOPOAA W a30Ta W3 THUTAHOBOTO CILIABA,
nmoxbupaNy A MOAYyIYeHU MAKCUMAIBHOTO aHAJIH-
THYECKOTO CHTHAJIA U MHUHHUMAJIHLHOTO BPEMEHHU IIPO-
Befenus aHanus3a. B Tabi. 6 mpuBemeHbI mapaMer-
PBI IpubOPOB U YCIOBHA AHAIN3A, UCIOIL30BAHHEIE
[IpY OLIPEIEIeHUH KUCIOPOJa, a30Ta U BOXOPOLA B
COHnCO 1-1 u UCO 1-2.

B rtabn. 7 upusBexensr arrecroBaHHbIE 3HA-
YeHWs MACCOBOM [OJH HJIEMEHTOB A, pacimpen-
HAs HEOIPeNeIeHHOCTh ATTECTOBAHHBIX 3HAYEHUU
Upg5(A), % nna I'CO marepuasios Ha OCHOBE TUTAHA
u cpegume pesynbrarel aHammsza CO MCO 1-1 m
HCO 1-2 B amanurmueckoi maboparopuu U1 3AO
«HACO».

3araoYeHne

B pesynprare pabGorsl arrecroBaHa MeTOIHEKA
uamepenuti HJIW 01.07.190-2022 «Twuran u Ttu-
TaHoBble cruiaBel. OmnpemesieHHe MACCOBOU 0JH
KHCIopona, asora, Bojopoxa. Meron BoccraHo-
BUTEJILHOTO IUIABJICHUA B TOKE HHEPTHOTO Tasar
(PP.1.31.2022.43435). JluanasoHbl OLpeAeIIeMbIX
cozmepskanuii: kucinopoxa — or 0,01 xo 0,5 %, azo-
ta — or 0,002 no 0,02 %; Bopopona — ot 0,0005 g0
0,02 %. Ha ocHOBe BKCIEPUMEHTAIBHBIX IAHHBIX
(n =2, N = 26 mna xaxmgoro CO) 6putn ycranosie-
HbI ITOKA3aTe/IM TOYHOCTH ([IPHUIIMCAHHBIE XapaKTe-
PHUCTHEKN) ¥ 3HAYCHUA HOPMATHBOB KOHTPOJIS paspa-

60TaHHON METOAMKH OIpejelIeHus razo06pasyo-
IIUX [IPUMecel.
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