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WHeTUTYT cTaHAapTHHIX 06PAsI0B BLILYCKAeT KOMILICKT CTAHAAPTHEIX 00PAsIIOB YTBEPIKICHHO-
ro tuna (I'CO) craneii yIIepoqucThIX U HUSKOIETHPOBAHHEIX 71 TPAIYUPOBKY SMUACCHOHHEBIX 1
perTreHoBckux crekrpoMerpos MCO ¥1'141 — UCO ¥1'146. KoMmmosumusa koMILIeKTa paspabo-
TaHa TAKUM 06pazoM, YTO6HI IIPH MUHUMATILHOM KOIMIeCTBe 00pasIoB 06eCIeunTh IOayYeHnue
TPAIyUPOBOYHBIX XAPAKTEPUCTUE UL OUPEIeIeHusI 26 dIeMEHTOB, KOHTPOIUPYEMBIX IO IIPO-
TpaMMe HU3KOJICTUPOBAHHLBIX U YIVIEpoIucThIx cranei. Ilpu atom B xommexre UCO YI'141 —
HCO YT'146 arrecToBaHBI COMEP:RAHNUS TAKAX PEIKO BCTPEUAOIIIUAXCS SJIEMEHTOB, KaK LEePUid,
CBHHEII, BUCMYT, TaHTal 1 Ap. [IpuBeneHsI cocTaB KOMILIEKTA U TPALYHPOBOYHLIE 3aBUCHMOCTH
LI ONIPEIENIeHusT DAfa JICMEHTOB, IOIYUCHHBIE ¢ HCIONb30BAHUEM ATOMHO-3MHCCHOHHBIX
coexTpoMeTpor Spectrolab M11 u Q8 Magellan u penrrenosckoro crmekrpomerpa ARL 9900.
BrimonHeH 9KCIEpUMEHT 10 UCCIELOBAHUIO COTIACOBAHHOCTY JAHHOTO KOMILIEKTA ¢ 00pasiaMu
HCO YT'0n — UCO ¥T'9n1 u ananoruuHsMA obpasiamMu derickoro kommwiekra CRM 180 — 189,
KOTOPBIA UCIIOIBL3YIOT TIPH TPALYHUPOBKE GONBIINHCTBA 3apyOesKHBIX U OTEIECTBEHHBIX SMUACCH-
OHHEIX CITEKTPOMETPOB.

Kmo4deBnie caoBa: KamuGpoBKa (TpagyupoBKA); cepTU(IUIMPOBAHHEIE CTAHIAPTHERIE 00pas-
IBI; KOMILIEKTHI CTAHTAPTHBIX 00pAsIoB YTBEP:KICHHOTO TUIIA; CTANb; ATOMHO-3MUCCAOHHAS
CIEKTPOMETPHS; U PEHTTeHO(IyOPECICHTHRIA aHaIN3.
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The Institute for Certified Reference Materials launched a set of certified reference materials (CRM) of
carbon and low-alloy steels for calibration of atomic emission and X-ray spectrometers ISO UG141 -
ICRM UG146. The composition of the set is designed in a way that ensure obtaining calibration character-
istics for 26 elements to be controlled by the program of low-alloy and carbon steels with the minimum
number of samples. At the same time, the content of such rare elements as cerium, lead, bismuth, tan-
talum, etc. are also certified in ISO UG141 — ISO UG146. A tentative composition of the set as well as
the calibration curves obtained on Spectrolab M11 (AES), @8 Magellan (AES), and ARL 9900 (XRF) spec-
trometers are presented. An experiment was performed to prove the consistency of this set with ISO
UGO1 - ICRM UGYI samples and similar samples produced by foreign manufacturers.

Keywords: calibration; certified reference material; set of certified reference materials; steel; atomic
emission spectrometry; X-ray fluorescence analysis.

Beenenne PYIOT TOYHOCTH PE3yJbTATOB W3MEPEHWH U BKIIIO-

Kaxk MBBECTHO, CTAHAPTHEIE 06pa3u1:1 (CO) WT- YEeHbI B IIPOIIECC KOHTPOJIA KadeCTBa IIPOAYKIIWH.

pamoT KIHYEBYK POJIb B 06ecnequHH eIMHCTBA U B paGOTe AHAIUTHYEeCKOU J1a60paT0pI/II/I HUX HUCIIOJIb-
corocrasumocty uamepenuit [1 — 3]. Ouwm rapadru- 3YIOT A [OBEPKH U IPAAYHPOBKU 000PYAOBAHUMA,


https://doi.org/10.26896/1028-6861-2023-89-2-II-53-56
mailto:spectral@icrm-ekb.ru
mailto:spectral@icrm-ekb.ru

54

«3aBoacrasa naGoparopusa. Juarnocruxka marepuanos». 2023. Tom 89. Ne 2, Hacts 11

ArTecToBaHHbIE COTEPEKAHNA 57IeMeHTOB (%) KOMILIeKTa craugapTHeix obpasmos UCO ¥T'141 - UCO ¥T'146
Certified values of the element content (%wt.) for CRM set ISO UG141 - ISO UG146

Wuapexc CO C Si Mn Cr Ni w Mo Ti v
HCO ¥T'141 0,163 0,390 0,90 0,780 0,686 0,293 0,472 0,104 0,294
HCO ¥TI'142 0,107 0,608 0,537 2,91 0,129 0,83 0,799 0,0075 0,42
HCO yTI'143 1,52 1,26 1,41 0,241 2,61 0,48 0,046 0,084 0,094
HCO ¥yT'144 0,465 0,858 0,141 0,412 4,98 1,32 0,136 0,293 0,143
HUCO yT'145 0,312 0,164 0,220 1,101 0,453 0,162 1,34 0,020 0,68
HNCO ¥yTI'146 0,773 1,99 2,42 0,186 1,39 0,028 0,271 0,075 0,062
Hapexc CO Co Cu Al Nb S P Sn Sh Pb
HNCO yT'141 0,0414 0,190 0,011 0,099 0,028 0,029 0,089 0,011 0,0068
NCO ¥yT'142 0,087 0,794 0,084 0,049 0,0119 0,051 0,0126 0,028 0,041
HNCO yT'143 0,0171 0,112 0,320 0,014 0,0039 0,013 0,059 0,010 0,0074
HNCO ¥yT'144 0,0245 0,064 0,069 0,018 0,071 0,022 0,027 — 0,0017
HCO ¥T'145 0,161 0,307 0,009 0,102 0,059 0,0066 0,0072 — 0,021
HCO ¥T'146 0,0128 0,593 0,017 0,047 0,028 — — — 0,011
Wuapexc CO As Zr Bi Ca Ce B Ta Zn N
HCO ¥T'141 0,0084 — — — — 0,0099 0,031 0,0017 0,0092
HCO ¥yT'142 0,006 — 0,012 0,001 — — — 0,0057 0,0201
HUCO ¥T'143 0,0054 0,198 0,008 0,0015 0,019 0,001 — 0,013 0,0057
HNCO ¥yT'144 0,018 0,068 — — 0,004 0,0043 — 0,0012 0,011
HCO ¥T'145 0,034 0,008 0,0052 0,0006 — 0,0019 — 0,0017 0,012
HNCO ¥yTI'146 0,056 — 0,0038 0,0023 0,009 0,0019 0,029 0,0098 0,0168

paspaboTKy U ATTECTAIMH METOAWK aHAIN3a, KOH-
TPOJI KAYeCTBA PE3yJIbTATOB aHAIN3A, YCTAHOBIIE-
HHS IPOCIEKUBAEMOCTH HU3MEPEeHUM, a TAKKe IIPU
[OATBEPKICHUN TEXHUIECKOU KOMIIETeHTHOCTH JIa-
6oparopuu [4, 5]. B criekTpanbHOM aHANIH3e BAKHOE
3HAYEHWE HUMEeeT I'PALYHPOBKA CIIEKTPOMETPOB, KO-
TOpas JOJIEHA IIPOLEMOHCTPHPOBATH METPOJIOTHYe-
CKYIO IIPOCJIEKHUBAEMOCTH [6] K COOTBETCTBYIOIIEH
OCHOBE [UJIfl CPABHEHUS, HAIIPUMED, K ATeCTOBAHHBIM
3HAYEHUAM CEPTUQPUIMPOBAHHBIX CTAHJAPTHLIX 06-
PAasIoB, IPEAOCTABIEHHLIX KOMIIETEHTHBIM H3Tr0TO-
Burenem [7].

3amaga popMHUPOBAHUA HE3ABHCHMOCTH HAIIEH
crpausl or CO MHOCTPAHHBIX TOCYZAPCTB, LIOCTAB-
JeHHas emle B Havyase 70-x TOZOB IIPOILIOrO BeKa,
B HACTOsINee Bpems mnpuobpena ocobymo arTyass-
HOCTE [8]. B ¢BsA3H ¢ 5TUM BO3HUKIA HEOOXOIUMOCTE
B BBIILYCKE KOMILIEKTA CePTU(IUIMPOBAHHBIX CTAH-
DAPTHBIX 00pAas0B ¢ MAKCHMAIBHBIM KOJIHIECTBOM
ATTECTOBAHHBIX HJIEMEHTOB JJIs AHAJINM3A yIIePOAu-
CTBHIX ¥ HU3KOJIETHPOBAHHLIX CTAJIEH.

B 3A0 «MCO» paspaboran KOMILIEKT CTAHAAPT-
HBIX 00pasmoB A crerrpansuoro amammsa MCO
¥I'141 - HNCO ¥YI'146, upepHAsHAYEHHBIA [IjIA
MMOCTPOEHUA TPAAYHPOBOYHBIX 3aBUCHMOCTEU A
oupeneneHus 26 3JI€MEHTOB, KOHTPOJIUPYEMEBIX II0
[porpaMMe AHAIN3A YIJIePOJUCTHIX U HU3KOJIEeTUPO-
BaHHLIX craseid. Kommosuua 06pasmoB KOMILIEKTA
AHAJIOTHUYHA I10 JUAIIA30HAM U ATTECTYEeMbIM XaPaK-

repuctukam germckomy romiuierry CRM 180 — 189,
KOTOPBINA HCIIONB3YIOT IIPH TPALYHUPOBKE OOJIBIITHH-
CTBA 3apyOEKHBIX U OTEYECTBEHHBIX SMHCCAOHHBIX
criekrpomerpoB. B rommiexkre MCO ¥1'141 — FICO
¥Y1'146 arrecToBaHBLI COJAEPKAHUA TAKUX PEIKO
BCTPEYAIOIIUXCH BJIIEMEHTOB, KAK I[[€PHM, CBUHEII,
BUCMYT, ITAHK, TAHTAJ, 9TO JOJKHO 00eCIIeunTh He-
00XOIMMY0 [OCTOBEPHOCTh M ITPOCIEKABAEMOCTD
pesyabpTaroB ux onpexenenud. Marepuan KOMILIEK-
Ta BRIILTIABIeH B Uexwwu, McciaenoBaHue OIHOPOIHO-
CTH MATEepHUaida W YCTAHOBIEHUE ATTECTYEeMbIX Xa-
parrepuctuk BoinoiaueHs! B SAQ «HMCO».

CocraB KOMILIEKTA IIPUBEEH B TAGIHIE.

Heobxoqumo 6bu10 M3y4uTh BO3MOKHOCTH HC-
noiabzoBanua komiiekra KMCO YI'l4l - HCO
¥YT'146 purst 110JydeHUS MOHOTOHHBIX I'PAJyHPOBOY-
HBIX 3aBHCHMOCTEH W COBMECTHOTO IPHMEHEHHA C
paHee BBIIYIIEHHBIMU KoMILIekTamu [9] wnm ux
3aMeleHU.

Marepnajabl 1 MeTOABLI HCCAETOBAHUSA

Hnsa pemrenus 1ocraBieHHBIX 3azad B SAQO
«ACO» 6BuT mpoOBEeNeH CHEUATBHBIN SKCIEPUMEHT
C UCIOJb30BAHUEM SMUCCHOHHBLIX CIEKTPOMETPOB
Q8 Magellan u Spectrolab M11, a rarxe pent-
renosckoro crekrpomerpa ARL 9900, moseomus-
KA OLIEHUTH BO3MOMKHOCTL IIOJIy4€HUS MOHOTOH-
HBbIX 3aBHCHMOCTEH IIPH TPAAYHUPOBKE CIIEKTPO-
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Puc. 1. I'pagyupoBouHbIe 3aBUCUMOCTH [IIA OIpENeTeHus:
yriepoma (o) u xpoma (6), HONyYeHHBIE ¢ HCIIOIb30BAHNEM
3MHUCCHOHHOTO criekTpoMerpa Q8 Magellan

Fig. 1. Calibration curves for carbon (e) and chromium ()
determination (Q8 Magellan spectrometer)

MEeTPOB ¢ ucmoiab3opanuem obpasmos MCO ¥I'141 —
HCO ¥TI'146, cormacoBaHHOCTH 5TOTO KOMILIEKTA
CO c¢ pamee smpmmymeHabiM komiuiekrom YICO
¥T'0n — UCO ¥T'9n u xomrrexrom CRM 180 — 189
YeIICKOTO ITPOHU3BOACTRA.

Ha puc. 1 B kauecrBe nnpuMepa NpUBELEHE] I'Pa-
JIYUPOBOYHBIE 3aBUCUMOCTH I OIPEIeIeHUs yTie-
poma W XpoMa, MOJAyYEeHHBIE € MCIOIb30BAHUEM
aATOMHO-3MHCCHOHHOTO cnekTpomerpa Q8 Magellan.

Ha puc. 2 npencrasiens! rpagynpoBodHbIE 3a-
BUCHMOCTH [JIS OIIPEeIeHUs CBUHIIA (@), IUPKOHU
(6) u BucMmyTa (8), IIOJYIEHHBIE C HUCIIOIb30BAHUEM
SMHCCHOHHOTO criekrpomerpa Spectrolab M 11.

Ha puc. 3 npuBeneHss! rpagyupoBoOYHEIE 3aBUCHU-
MOCTH [JI OIIpeeaeHus Mapranna (o) u Hukens (6),
MOJIyYEHHBIE C WCIIOJIb30BAHUEM PEHTTEHOBCKOTO
crrexrpomerpa ARL 9900

AHanornyubie pesyIbTaThl MOAYYEHBI IS BCEX
5JIEMEHTOB, ATTECTOBAHHBIX B KoMmiurekre. Ciexyer
ormeruth, uyro kKomiwiekr HVICO ¥I'141 - HCO
YI'146 npepHazHayeH WMEHHO IS IPaLyUPOBKH,
IMOCKOJIbKY OCHOBHOM 3a7a4ei pu paspaboTke KoM-
MMO3UIAY KOMIUIEKTA ObLiIa BO3MOMKHOCTH IIOCTPOE-
HHSA C €r0 WCIIOJIb30BAHUEM TIPAAYHPOBOYHBIX 34BH-
CHMOCTEH JIJIA OMpPee/IeHUA BCeX ILUIAHUPYEMbIX Xa-
pakTepuCTHE B TpefyeMoM AMANAa30He HU3MepPeHHH,
IMOSTOMY XMMHYECKHH COCTAB 00pa3I[0B KOMILIEKTA
HE COOTBETCTBYET KaAKUM-THO0 ONpeaeIeHHbIM Map-
KaM CTaJIe.

3arIoYeHne

Pesynbrarbl NpoBeNeHHBIX HCCHENOBAHUM I10-
3BOJIIIOT  PEKOMEHIOoBarTh BeimymieHHbd SAQ
«HCO» romiutexr cragaptHbix o6pasmos HMCO
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Puc. 2. I'pagynpoBounble 3aBUCHMOCTH I OIPEEIeHUT
cBuHNA (@), nupkonuda (6) u BucMyTa (8), IIOLYUIEHHBIE C HC-
MIOIB30BAHEM 3MHUCCHOHHOTO criekTpoMerpa Spectrolab M 11

Fig. 2. Calibration curves for the determination of lead (a),
zirconium (b), and bismuth (¢) (Spectrolab M 11 spectro-
meter)
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Puc. 3. I'pagyupoBodnble 3aBUCHMOCTH ANA OINpeAeleHua
Maprania (@) u Hukena (6), IOIyIeHHbIE ¢ UCIIONb30BAHNEM
penTreHoBckoro cuexrpomerpa ARL 9900

Fig. 3. Calibration curves for the determination of manga-
nese (@) and nickel (b) (spectrometer ARL 9900)
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¥T'141 - UCO ¥YT'146 k¥ npuMeHeHHO KaK I CaMO-
CTOATEIBHOU TPAAYHUPOBKU ATOMHO-3MUCCHOHHBIX U
peHTreHo(IyOPEC@HTHRIX CIEKTPOMETPOB, TAK U
AJId JOIIOJIHEHUSA I‘pa,l[prOBOK, HOCTpOGHHLIX C uc-
MOJIBb30BAHUEM OTEYECTBEHHBIX W 3apyOeKHBIX 06-
pasuos [10]. laHHbIN KOMIUIEKT 110 AUATIA30HAM OII-
pefensaeMbIX CONEP:KAaHMU M KOJIWYECTBY ATTECTO-
BAHHBIX 3JIEMEHTOB IIO3BOJJIUT 3dMEHUTH H_II/IpOKO
MPUMEHAEMBIHA B MPAKTHKE CIEKTPATBHOTO aHAIU3A
rommuiekr CRM 180 — 189 gerrickoro mpousBojCcTBAa.
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