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OBECIIEYEHME ITPOCJIEXKMBAEMOCTHU U3MEPEHUI
ITPA OITPEJAEJIEHUUN I'ASOOBPAS3YIOIIIUX 3JIEMEHTOB B CTAJIAX
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B nensax obecrieueHus IpOCIeKUBAEMOCTH H3MEPEHHI IPH OIpeesieHuH yIJIepoaa, Cepsbl,
a30Ta ¥ KHCIOPOoJa B CTAIAX A IPaAyHPOBKY aBTOMATHYECKIX aHAIN3aTOPOB HCIIOIb30Ba-
HBI KapOOHAT HATPHs, CyIb(aT HATPUA U HUTPAT KAJIUA COOTBETCTBEHHO. [laHHbIH IIpreM II0-
3BOJIAET IIOCTABUTH METOAbI CIKUTAHUS U BOCCTAHOBUTEIHHOTO ILUIABIEHHS B TOKE HHEPTHOTO
rasa B OfMH PAZ C TPAAUITHOHHBIMA XUMUIECKAMH METOJAMH aHAIH3a, BKIIOYAIOIIAMHY IIPO-
LeAypy IPaAyUPOBKYU II0 BEIECTBY IIOCTOSHHOTO CTEXMOMETPHYECKOTO cocTaBa. IIpuBenenbl
pesysabrars yaactus HcnbiratensHoro anamuTudeckoro nentpa SAO «MuctutyT cranaapt-
HBIX 00pasIioB» B MEKIA00PATOPHBIX SKCIEPUMEHTaX IO OIPENeSIeHHI0 ra3000pasyIonux
SIIEMEHTOB B CTaHAAPTHBIX oOpasnax cranei u uyrynoB EURONORM-CRM.

KiroueBsbIe CI0Ba: IpOCIeKUBAEMOCTD; Ta3000pasyIolHe 3JIeMEeHThI; TPaJynpoBKa; aBTo-
MaTHUYECKHe aHAIM3ATOPbI; CTAaHJAPTHHIE 00Pa3IIbL.

PROVISION OF THE TRACEABILITY OF MEASUREMENT
UPON DETERMINATION OF THE GAS-FORMING ELEMENTS IN STEELS
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To ensure the traceability of measurements upon determination of carbon, sulfur, nitrogen and oxygen
in steels sodium carbonate, sodium sulfate and potassium nitrate, respectively, are used for calibration
of automatic analyzers. This approach places the methods of combustion and reductive fusion in the
flow of inert gas on a par with the traditional classical chemical methods of determination which in-
clude the procedure of calibration by the substance of constant stoichiometric composition. We present
the results of participation of the Test Analytical Center of the “Institute for Certified Reference Mate-
rials” in the inter-laboratory experiments on analysis of gas-forming elements in standard samples of
steels and cast iron EURONORM-CRM.

Keywords: traceability; gas-forming elements; calibration; automatic analyzers; standard samples.

Tax HasbIBaeMbIe rasoo6pa3yloume 9JIEMEHThI BIeHUI (a30T u RI/ICJIOpOlI) C IIpUMEHEeHUueM aBTO-
OIIpeaejialoT B MaTepHajlaXx MeTalIypru4eCcKo- MaTHU4YeCKHUX aHa/lIn3aTOopOB. Onpe,u;enmomHM aTra-
T'O IIpou3BOACTBA B OCHOBHOM MeETOJaMH CiKuUTIa- IIOM TaKOro aHajJu3a dABJIAeTCA IIpoleaypa rpa-

Hua (yriepoj, cepa) U BOCCTAHOBHTEILHOTO ILIA- IYUPOBKH.



42 «3aBojackad Jaboparopuda. [[marnoctuka marepuaiaos». 2018. Tom 84. Ne 1(IT)

B oreuecrBenHo¥ mpakTHKe mpu pabore ¢ aBTo-
MaTHU4YeCKHUMHU aHa/lIu3aTopaMu IIpeuMyIIeCTBEHHO
KCIIONB3YIOT TPAAYMPOBKY TI0 CTAHJAPTHBIM 00pas-
nam (CO). OxgHaro y:Ke CeromHsa B PAJ HAIUOHAIb-
HBIX CTAHJAPTOB HA METOMAbI OIpEIeNIeHHs raso-
00pasyoImux 3JIeMEHTOB B CTAISIX B KAa4eCTBe IPH-
JIOYKEHUM BKIIOYEHBI TEKCTHI MEKIyHAPOIHBIX CTAH-
napros (ISO), Koropble mpeaycMATpUBAIOT MIPOBE-
JeHre TPaJyHUPOBKH II0 BEIECTBAM ITOCTOSTHHOTO
CTEXHOMETPUYIECKOTO COCTaBa, YTO OOecIednBaeT
MIPOCIIEKMBAEMOCTD PE3yIbTaTOB H3MEPEHUM.

Taxk, 'OCT 12344-2003 «Cranu merupoBaHHbIE
¥ BBICOKOJIETHPOBaHHbIE. MeTombl oOIpeneneHus
yriaepoga» B KadecTBe 0053aTeIbHOTO IMPUIOKEHHUS
comep:xur Texker ISO 9556:1989 [1], B koTropoMm

B nuanasone 0,003 — 4,5 % npenycMOTpPeHO HUCIIOJb-
30BaHIe I'PAJyHPOBKHU IIO caxapose, KapboHATy Ha-
tpuda unu 6apud; 'OCT 12345-2001 «Cranu neru-
pOBaHHBIE U BBICOKOJETHpPOBaHHBbIE. MeTombl ompe-
IeleHus cepbl» comepxuT Tekcr 1SO 4935:1989
[2], B KOTOPOM OITHMCAHO IIPOBEAEHHEe I'PaLyHPOBKU
mo cyiabgary kanua B auamnasone 0,002 - 0,10 %;
I'OCT 17745 «Cranu u cinasbl. MeToabl onpemese-
HUS Ta30B» IPeLyCMATPUBAET NPOBEIeHUe IPafyu-
poBkr mo CO wmim mo TpPagywpoOBOYHBIM Ta3am
(Tabm. 1).

B mensax obecrmeueHuUs MPOCTIEKUBAEMOCTH pe-
3ylBTATOB OIIpefeJieHUus Ta3000pasyIoIlux 3Je-
MEHTOB C IIPUMEHEHHEM BeIlleCTB IIOCTOSHHOTO CTe-
XHOMETPHUYECKOTO COCTABA B AHAIUTHYECKOH Ja-

Ta6auna 1. CnocoObI IpoBegeHus TPAAyHPOBKY IIPK OLIPeeIeHUH YITIEPOa, CEPhL, a30Ta U KUCIOPOa B CTATH, ONIMCAHHEIE B
mexxrocynaperBerubx ('OCT) u mesxaynaponusix (ISO) crangaprax

HaI_II/IOHaJII)HI)Ie CTaHOapPThI

MesxnyHaponHbIe CTaHIAPTHI

Maccosas

Bemecrso

Maccosas

SIIeMeHT T'OCT/ Merton I1SO/ Merox BemectBo nis
AOJId dJ1e- JJId Tpa- JOJIA dJ1e-
Marepuan \erTa. % aHanIu3a P — Marepuan terTa. % aHaIH3a IPagyupOBKHU
Yraepox 22536.1-88/ 0,01 - Kynounomerpu- CcO 9556:1989/ 0,003 — HK-abcopbrmmonnsbiii, Nay,COs,
CraJs yrie- 5,0 qeckuit, UK-a6- Cranb 45 CXKUTAHWe B MHAYK-  caxaposa
poapucrasn COPOLMOHHBIH [MOHHOM 11eIH BaCO,
12344-2003/ 0,002 - Kymnomo- CcO
Crasu neru- 2,0 METPHUYECKHU
POBAHHBIEM (01 —  HK-aGcopb- CcO
BBICOKO- 2,0 [MOHHBIH
JIETUPOBAHHbBIE
Cepa 22536.2-87/ 0,002 - Kynonomerpu- CO 4935:1989/ 0,002 - HK-abcopOupoHHBIH, K,SO,
Crainb yrie- 0,30  ueckwuit, UK-a6- Cranb 0,10 ckuramve B MHIYKIU-
poxucrasn COPOIIMOHHBIH OHHOI TTeun
12345-2001/ 0,002 — Kynowno- CO
Cranu meru- 0,50 METPHUYIECKHH
POBAHHBIEM (001 —  HK-a6copb- CO
BBICOKO- 0,50 IMOHHBIH
JIETUPOBAHHbBIE
— 10701:1994/ 0,0003 - ®oromeTpuuecKuit K,S0,
Cranb 0,01 (MeTHIeHOBAasI CHHbD)
Asor 123459-99/  0,002-  Poromerpm- (NH,,SO, 4945:1977/ 0,002- dPoromerpuueckuii (NH,),SO,
Cranu yrie- 0,01 ueckwuit (peakTuB Cranb 0,050 (auTpompyccus
POIHUCTHIE, Heccnepa) HATPH)
JIETHPOBAHHEIE () 005 - NMucrwmmana-  Na,CO, 10702:1993/ 0,002 - Oucrumnamuonso- HOSO,NH,
M BBICOKO- 0,50 OHHO-aIUAN- Crane 0,5 aruIuMeTPUIeCKU
JIETUPOBAHHbBIE MeTpIecki
17745-90/ 0,0005 - Boccranosu- CO, 15351:1999/ 0,002 - TepMOKOHIYKTOMET- cO
Cramnu 0,8 TenbHOE IJIABNIE- TpaIyH- Cranb 0,6 PUYECKHH,
¥ CIIABBI HUE B BAKyyMe PpPOBOYHBIA BOCCTAQHOBUTEIHHOE
WU B TOKE ras IJIABJIEHUE B TOKE
MHEPTHOTO rasa MHEPTHOTO rasa
— 10720:1997/ 0,0008 — TepmoxoHIYKTOME- KNO4
Crann 0,5  TpHUeCKHH, BOCCTAHO-
BUTEJIBHOE IUIaBIEHHE
B TOKEe MHEPTHOTO rasa
Kucno- 17745-90/ 0,0005 - Boccranosu- CO, 17053:2005/ 0,00075 HK-a6copOIiuoHHbIIHA, KNO,
pox Cranu 0,2 TeIbHOE IJIAB-  TPaayH- Cranb - BOCCTAHOBUTEIBHOE
U CILIaBbI JIeHHe B BaKyyMe POBOYHBIN 0,01 IIaBjIeHue B TOKe

WX B TOKE ras
WHEPTHOTO rasa

WHEePTHOTI'Oo rasa
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6oparopuu U1l 3AO «<MUCO» 6bLI IIpOBEIEH P HC-
clefloBaHUH 110 pa3paboTKe W COBEPIIEHCTBOBAHHUIO
KAk KJIACCUYECKMX XMMHYECKHUX, TAK U (PU3UKO-XH-
MHYeCKuX (CKMTaHWe W BOCCTAHOBHUTEIHHOE ILIAB-
JIEHHWE) METO/IOB OIIPeNesieHuA ra3000pasyroiinux
2JIEMEHTOB.

bout paspaboran poromeTpuyecKui METOH OIl-
penenenus azora ¢ 6ucnupasoaonom [3] mocie muc-
THUIAIIUN a30Ta B BUJe aMMHaKa (B KadyecTBe Iep-
BHYHOTO CTAHZAPTHOTO BEI[eCTBA HCIIOIb30BaH
xjmopun ammoHus [4]), ycosepiiencrBoBaH (OTO-
MeTpHYeCcKHui Meron omnpemenenus cepbl ¢ N,N-mu-
verui-n-peaunenguamuaom (JIMIIDIIA) [5] mocae
IUCTWLIAIMU CEphbl B BHJIE CEPOBOJoOpona (B Kade-
CTBe MEPBUYHOIO CTAHAAPTHOIO BEIECTBA HCIIONb-
30BaH cyiabdar marpus [4]).

Hna ompenenenus yriepoma, cepbl [6], asora
[7, 8] u xumciaopoma [8,9] ¢ momoIbi0 aBTOMATH-
YEeCKHX aHAIM3aTOPOB ObLIM BHEIPEHbI U paspa-
60TaHbI BapHUAHTHI TEOPETUYECKOH TIPaLyUpPOBKU
[0 BeIIeCTBAM IIOCTOSHHOIO CTEXHOMETPHYECKOTO
cocrasa.

IlogroToBKy M amamus CTaHAAPTHBIX MMPOO IJIsT
TPAJyUPOBKY aHAIU3ATOPOB HPOBOAUIN IO CIIELY-
IoIIlel cxeMe:

BBICYIIIMBAHUE CTAHIAPTHOTO BeIeCTBa: Kap-
6onara marpus (ocu) — mpu temmeparype 280 °C,
cynbpara HaTpud (0C4) HIM HHUTpaTa Kaausd
(99,995 %, Merck) — mnpu temmneparype 100 -
105 °C B Teuenwe 2 u4;

0TOOp HABECOK CTAHAAPTHOTO BEIeCcTBa Ha aHa-
muTHYecKnx Becax Sartorius CP 1248S;

IIPUTOTOBJIEHNE HCXOMHOTO PACTBOpPA CTAaHIAPT-
HOTO BelllecTBa C He0OX0TUMOM KOHIIEHTPAIIHEHH;

[IPUTOTOBJIEHHWE CTAHAAPTHBIX MMPOO A II0-
CTPOEHUS TPATYUPOBOYHOU KPUBOU B 3aIaHHOM HH-
TepBajie OIpeeaseMbIX coaep:xauuii (oT6op ¢ mo-
MOIIBI0 MEXaHUYIECKOTO 03aTOPa MM MUKPOITUIIET-
Ku anukBoT obbemom 0,1 wiam 0,2 cM® B mpexsapu-
TEJILHO IIOJTOTOBJEHHbBIE OJIOBIHHBIE WM HUKEJe-
BBbI€ KaIlCyJIbl, BHICYIIIMBAHUE KAIICyJ C PacTBOPOM
npu temueparype 90 — 95 °C B Teuenue 2 u);

ompesieieHe 3JIEMEHTOB B CTaHIAPTHBIX IIPO-
6ax: yriepona u cepbl — MK-a6copOIiuoHEbIM METO-
IIOM ¢ mcrojb3oBanueMm ananusaropa CS-600 xom-
maunu LECO, azora u Kuciopomga — MeTOIOM BOC-
CTAHOBHUTEJIHHOTO ILJIABJIEHUS C WCIIOJIb30BAHUEM
anamuzatopa TC-436 (LECO) wmmm ONH-2000
(ELTRA).

CHu:KeHMe CHUTHAJIa KOHTPOJBHOTO OIIBITA IJIS
CTAHIAPTHBIX P06 GBIIO JOCTUTHYTO I[yTEM IIPHUMe-
HeHusA OUIUCTUIIMPOBAHHON BOABI (IIPK IIPUIOTOB-
JIGCHUU CTAHIAPTHBIX PACTBOPOB) ¥ BBEIEHHUA METAJI-
JINYECKOTO Kejie3a BBICOKOM YMCTOTHI (IIpH CiKHUTa-
HVH WX ILUIABJICHUHN).

CyMMapHas IOTPeIHOCTb IIPOIEAYPhl IIPHUIO-
TOBJIEHUS CTAHIAPTHOM MPOOBI IS TOIYyIEeHHT KakK-

IIO¥ TOYKY IPaAyHPOBOYHOIO rpaduKa He MpeBhIiia-
er 1/3 moBepuTEIBHON TPAHUIILI MMOTpernrHocT +A
(P =0,95) nisa cOOTBETCTBYIOIUX AHAIIA30HOB CO-
nep:xanuit yriepoma (I'OCT 22536.1-88, I'OCT
12344-2003), ceper (I'OCT 22536.2-87, T'OCT
12345-2001), asora u kuciaopoxa (I'OCT 17745-90)
B CTaJIAX.

Ilocmpoenue zpadyuposournozo zpagura 044
onpedenenus yeaepoda B guamnasone 0,001 — 0,50 %
C HCIOJIb30BAHWEM CTAHAAPTHBLIX P00, IPUTOTOB-
JIGHHBIX U3 KapOoHaTa HaATpWsd, IPUBEIEHO B METO-
muke HIW 01.01.02.03.04.06.38-2013 (PP.1.31.
202014.17613), paspaboTaHHOW ¥ AaTTECTOBAHHOMH
3A0 «MCO», cBumerenncrBo Ne 01.00034/01.95-
2013 ot 27.12.2013.

Ilocmpoenue zpadyuposounozo zpagura 011
onpedenenus cepul B ruamnasore 0,001 — 0,10 % c uc-
MMONb30BAHWEM CTAHAAPTHBIX I1IPO6, IIPUTOTOB-
JIEHHBIX U3 CyabdaTa HATPUS, IPUBEIEHO B METOIU-
ke HIW 01.01.02.03.04.36-2014 (DP.1.31.2014.
17615), paspaboranmoii um arrecroBanHoW SAQO
«MCO», cBumerenncteo Ne 01.00034/01.104-2014
or 03.03.2014.

Ilocmpoenue zpadyuposournozo zpagura 044
onpedenenus azoma B puamaszone 0,001 - 0,50 %
C HCIOJb30BAHWEM CTAHAAPTHBIX P06, MPUTOTOB-
JIGHHBIX W3 HHUTpATa Kajus, IPUBEIeHO B METOIH-
ke HIM 01.01.02.03.156-2016, paspaboraHuoii u
arrecroBanuoii 3A0 «HMCO», cBumerenbCcTBO
Ne 01.00034/01.184-2016 ot 25.10.2016.

Ilocmpoenue zpadyuposournozo zpagura 044
onpedenenus rucaopoda B muamasone 00,0005 -
0,02 % c ucroIb30BaHMEM CTAHAAPTHBIX P00, IIPH-
TOTOBJIEHHBIX M3 HUTPATA KalWsd, IPHUBEIEeHO B pa-
6ote [9].

Ciremyer OTMETHTD, YTO HA MPAKTUKE BBHITOIHE-
HUE TPaJyHPOBKY AHATHU3ATOPOB IO CTAHIAPTHBIM
mpobaM, MPUTOTOBJIEHHBIM K3 BEIeCTBA ITOCTOSH-
HOTO CTEXMOMETPUYIECKOTO COCTABA, XapaKTepH3sy-
eTCsl 3HAUYMTENHHOH TPYAOEMKOCTBHIO U COIPSIKEHO
C CyII[eCTBEHHBIMH 3aTPaTaMi PAaCXOIHBIX MaTepHa-
710B u BpeMenu. I1ogo0HbIH ITOAX0 A OIpaBAAH JIUIIb
B 0COOBIX CIy4asX, a UMEHHO, IIPH ATTECTAIINU CTaH-
maptHbeIx obpasmos [10], xorma meoOxommmo obec-
[EYUTh MPOCIEIKUBAEMOCTh PE3YILTATOB H3Mepe-
HUU K U3BECTHOMY penepy.

Paccmorpennbie cnoco6bl TPagyupOBKY aHAIU-
3aTOpPOB m03BOJIAIOT IIpH arrecranuu CO mocraBUThH
METOMbl CIKUTAHUS ¥ BOCCTAHOBHUTEIHLHOTO ILIABIIE-
HHS B OUH DAL C KIACCHISCKHUMU XUMUIECKUMH Me-
TOAAMU OTPEIEIEHUS CePhI ¥ a30Ta, BKIIOYAIOIIAMHU
MpOIeypPy TPAIYHUPOBKH 110 BEI[ECTBY HOCTOSHHOTO
CTEXMOMETPHUYECKOT0 cocTraBa (Cyabgary HaTPHUio
WJIH XJIOPULY aMMOHUA).

Bce sro sBuioCh HameKHON 6a30H M yIaCTUSI
3A0 «UCO» B Me:xmabopaToOpHBIX CPABHUTEIHHBIX
ucnbiTanuax (MCH) mo xapakrepusaruu CO Epo-
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coo3a (EURONORM-CRM), paspabaTbiBaeMbIX
o srupoit EBpometickoro xKoMuTeTa IO CTAaHAAP-
tusaruu uyyryHa u cranu (ECISS) B corpyauuuect-
Be c¢ mpomsBogurenamu CO — xoopauHaTOpaMu
MCHU: BAM (I'epmamwms), BAS (Bemurobpura-
uus), IRSID/CTIF (®Ppanmnus), Swerea/KIMAB
(IlTserus).

B mepuox 2009 — 2017 rr. aHamuTHYecKas Jia-
6opaTopua HHCTUTYTA IPUHAIA yIACTHE B XapaKTe-
pusamuu 10 ECRM. Bce npencrasmenHbie pesysib-
TaThl, 6€3 HCKJIIOYEHUs, MPOIUIH CTATHCTHIECKYIO
OLIEHKY U ObLIM HPHUHATHI B pacyeT IJid XapakTe-
pU3anMH  COMEPIKAHMN ATTECTyeMbIX JJIEMEHTOB
(rabi. 2). B macrosiee Bpems HaxogaTcsi B obpa-
00TKe pe3yJabTaThl OIpPeneeHus yIiaepoaa, Cepbl u
asora 8 CRM 083-2 (BAM, I'epmanus) u CRM 111/1
(BAS, Benukobpuranwusi).
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