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ITpoBenena npoBepka MOBTOPSIEMOCTH U CTAOMIBHOCTH PE3yIBTATOB OIIPEIETIEHHUs SIIEMEHTOB B
crauzpaptHOM obpaste ¥1'20, moy4eHHbBIX C UCIIOIb30BAHUEM BaKyyMHOTO ATOMHO-3MHUCCHOHHO-
ro criekrpomerpa «['pama-dxcrnepT» B Macinrabax Bpemenu 10 mus u 1 4. Paccunrans! sHauenus
CTaHIAPTHOU ¥ PACIIUPEHHOM HEOIIpeNeIeHHOCTEH Pe3yIbTaToB OIpeelleHnud yIIepoaa, Xpo-
Ma, MapraHiia, HUKeId U KPEMHUSA, XapaKTePHU3YIOIie II0BTOPAEMOCTh U BPEMEHHYIO CTa0OMIb-
HocThb. [lokasamo, 4T0 aTOMHO-3MHUCCHOHHBIN criekTpoMerp «['paHg-OKcrepr» MO3BOJSET Ompe-
JIENATH JIETUPYIOITUE 3JIEMEHTHI B CTAIAX C OTHOCUTENHHOH PACIIMPEHHON HEOIIPEeEeIeHHOCTHIO
ot 1 10 2 %. Pesynbrarhl onpeneneHus yriiepoaa XapakTepusyoTCs IOBBIIIEHHOH PaCIIHPeH-
HOH HEOIIPeIeIEHHOCTHIO OKOJIO 3 %.

KaroueBbie cIoBa: aTOMHO-3MUCCHOHHBIA CIEKTPATHHBIA AHAJN3; CTATh, MHOTOKAHAIBHBIN
aHaIN3aTOP SMUCCHOHHBIX crieKTpoB; MAIC.
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OF THE ELEMENTAL COMPOSITION OF STEEL
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A study of the repeatability and long-term stability of elemental content measurements in a UG20 stan-
dard sample using a vacuum atomic emission spectrometer “Grand-Expert” was carried out on time scales
of 10 min and 1 h. The values of standard and expanded uncertainty of the results of carbon, chromium,
manganese, nickel and silicon determination which characterize the repeatability and long-term stability
of measurements were calculated. It has been shown that a vacuum atomic emission spectrometer
“Grand-Expert” provides determination of the content of alloying elements in steel with a relative ex-
panded uncertainty of 1 — 2% whereas measurements of carbon content are characterized by higher rela-
tive expanded uncertainty of about 3%.

Keywords: atomic emission spectral analysis; steel; multichannel analyzer of emission spectra (MAES).

TpagunuoHHbIE XWMHYECKHE METONbl AHAIN3A B
OOJIBIIIMHCTBE CIy4aeB JOCTATOYHO JJIUTEIbHBI, TPe-
OyIOT HATWYUA YUCTHIX PEAKTHBOB U YACTO JAIEKO
He 0e3BpeqHbI B 9KOJOTHUECKOM IIJIAHE, TI09TOMY Ha
MPAaKTHKe dYallle KCIOJIb3YIT (PU3UKO-XUMHUECKHE
¥ (pusuUecKHe MeTOAbI OIpeIeseHHs COCTaBa Be-
mects u mMarepuanoB. Cpeau QPU3MIECKUX METOI0B
KOJIMYECTBEHHBIA aTOMHO-3MUCCHOHHBIN CIEKTPAIIh-
ubii ananmus (AJCA) Haren IupoKoe MpuMeHeHue
B CHJIy PsiJa CYIeCTBEHHBIX JOCTOMHCTB, TAKMX KAK
MHOT03JI€MEHTHOCTh, BBICOKAS UYBCTBUTEILHOCTE U

SKCIIPECCHOCTh, YTO OCOOEHHO BAIKHO IIPH KCCIIEIO-
BaHWU METAJLIOB U CILIaBoB. Tak, BAKyyMHBIN aToM-
HO-3MUCCHOHHBINA criekrpomerp «['panm-OrcrepT»
Ha OCHOBE MHOTOKAHAJIBHOIO AHAIHU3AaTOPa SMUCCH-
OHHBIX CIIeKTPoB MAOC mo3BoJIsIeT MMPOBOAKUTH KO-
JIMYECTBEHHBIA DJEMEHTHLIA aHalIN3 METAJJIOB U
CILJIABOB, UCIIOJIb3Ys CIIEKTPAIbHbIE JIUHUH B obJac-
TH AJIUH BoJaH oT 142 mo 680 um [1, 2].
Merpomoruueckne xapakTePUCTHKU, TAKHE KaK
CcTa0UIBbHOCTD, IPABHJIBHOCTD U IIOBTOPSEMOCTb,
SBJIAIOTCA BAKHEHINIMMH I1apaMeTpaMu, XapakTe-
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PHU3YOIUMH JOCTOBEPHOCTh PE3YIbTATOB, IIOJIY-
YEeHHBIX TMPU WCIOJIb30BAHUU JAHHOTO 000pyHOBa-
Hug [3].

CorsracHO METPOJIOTHYECKUM CTaHIaPTaM ITOBTO-
PAEMOCTH OIIpefiesigeTcs KAk CTeleHb 0ITU30CTH IPYT
K IPYTy HE3aBUCHUMBIX Pe3yIbTaTOB U3MEPEHHUH, I10-
JIy4eHHBIX OMHHUM METOJIOM, C HCIIOJIb30BaHUEM O/
HOTO 000PYIOBAHUSA, HA OMHOM IOBEPXHOCTH IIPOOHI,
B OJIHO 1a00paTOPUH, OMHUM U TEM JKE OIIEPATOPOM
¥ TIPAKTUYECKU OJHOBPEMEHHO, T.€. 32 MAKCHUMalh-
HO KopoTkoe Bpemd [3]. Ilox mpaBUIBHOCTHIO TTOHU-
MalOT CTEIeHb 0JIM30CTH CPETHET0 3HAYEHU, TIOLY-
YEeHHOTO Ha OCHOBAHUU OONBINOH CepUH pe3yabTa-
TOB H3MepeHud (WU pesylbTATOB HCIBITAHWH), K
MpUHATOMY OnopHoMy 3Hauenwio [3]. Kak mpaswuio,
KOHTPOJIb IPABHJIBHOCTHA ITPOBOIAT BBIOOPOYHBIM
CpaBHEHHEM pe3yJbTATOB CHEKTPAIbHOTO aHaIN3a
mpob ¢ pes3ynrbTaTaMH XUMHYEeCKoro auamusa. [lo-
IyCKAEeTCs B KAYECTBE OMOPHBIX 3HAUYEHUH HCIIONb-
30BaTh aTTECTOBAHHBIE 3HAYEHUSA CTAHAAPTHBIX 00-
pasmos (CO) [4]. B mporiecce usmepenuii Heo6X0au-
MO TPOBOAUTH KOHTPOJH CTAOMIBHOCTH TPALyHPO-
BOYHBIX XapakTepucTuk. [[Jd Kamkaoro ompemele-
Hua koHmeHTpanuu C mpoBepsercs BBINOTHEHUE
YCIIOBUSA

AC = |Cy-C| <84 1)

rme C, — 3HaueHWe KOHIIEHTPAIIUU JAHHOTO dJe-
menra B CO, monydyeHHOE C KCIIOJIb30BAHHEM Ipa-
IYUPOBOYHOM XapPaKTEPHUCTUKU; O, — MOIMYCTHUMOE
3HaUYeHHe, KOTOpoe MJId CTajllell MPUBEIeHO B CTaH-
mapre [4].

HccnenoBanusa MOPOBOAWIN C MIPUMEHEHUEM
BAKyyMHOTO aTOMHO-3MHCCHOHHOI'O CIIEKTpOMeTpa
«['paug-dxcunepr» [2]. lna mpoBEpKH IOBTOPH-
€MOCTH TPaJyHPOBOYHBIX XAPAKTEPHUCTHK CIIEKTPO-
MeTpa HCIIOJIb30BaIN CTAHIAPTHBIA oOpaser; Map-
kn ¥1'20. ArrecroBanHasd MaccoBas OIS DIEeMeH-
TOB B craHaaprHoM obpasie YI'20 cocraBiaaer
(% macc.): 0,614 C; 0,371 Cr; 0,224 Cu; 0,473 Mn;
0,368 Ni; 0,284 Si.

B xkadecrBe MephI IMOBTOPSIEMOCTH MCIIOIB30-
BaIM 3HAYEHHE OTHOCHUTEIHLHOIO CpPeIHEKBAIpaTH-

Ta6auma 1. 3uauenus OCKO (%) koHmenTparuii sreMeH-
ToB oOpasmna ¥I'20, nonyuenunie B Teuenue 10 MuH Hempe-
PBIBHOM PaboThI CLIEKTPOMETPA

Homep OrmpeenaeMblii 31eMeHT (aHATUTHYeCKas JTHHHA)
OKCIIepH- C Cr Mn Ni Si
MeHTa  (193,0 am) (o6masa) (192,1 um) (obmas) (obmas)
1 1,7 0,3 0,34 0,57 1,0
2 1,2 0,4 0,29 0,50 0,8
3 1,6 1,1 0,33 0,67 1,1
4 1,7 0,4 0,29 0,58 0,9
5 1,0 0,4 0,33 0,47 0,7

geckoro orkjgoHenus (OCKO) mms 10 mapasiesns-
HBIX OIpEeNeJeHWH KaKIOr0 W3 BbIOPAHHBIX
2JIeMEHTOB. BpeMs uaMepeHHi COCTaBUJIO IIPUOJIH-
surenbHo 10 muH. [lomydeHHble 3HAYEHHS ITOBTO-
pseMocTH pesyabTaToB aHamusa obpasa ¥1'20 opu-
BeIeHbl B Tabm. 1.

Anamuzarop MASC, BxomdAIuii B COCTAB CIIEK-
Tpomerpa «['paHa-OKcrepT», PEeruCTPUPYET CIIEKTP
B IIUPOKOM WHTEPBAJIE [JIUH BOJH, YTO MTO3BOJISIET
OTIPEIETIATh JIETUPYIOMINHA 3JIEMEHT, WCIIONb3Ys He-
CKOJIbKO TOMOJIOTMYECKHUX AP CIEeKTPAIbHBIX JIH-
HUH onHOBpeMmeHHO. [lomydeHHyio Takum ob6pasom
YCPenHEeHHYI0 KOHIIEHTPAIUui0 0003HAYAIOT KakK
«0OIIyI0».

I[lpu mpoBemenun w3MEpeHUH HEOOXOIUMO
MMETh B BHJY, YTO IIOJ] BO3AEHCTBHEM WCKPOBOTO
paspsmga MaTepua UCCiIeLyeMoro oopasiia He TOJb-
KO ITOCTYIIaeT B 30HY paspsaa, HO ¥ YaCTUIHO Ocea-
eT Ha JJIEKTPOJe B BHIE HAJEeTa, 4TO CyIIeCTBEHHO
YXyAIIAaeT METPOJIOTHIECKHE XAPaKTePUCTUKN U3Me-
peuunii, B uactaoctu OCKO. Ilpomomxurenbuble
IpocTor B paboTe CIEKTPoOMEeTpa TaK:Ke OTpHIla-
TEJIbHO CKA3bIBAIOTCI HA METPOJIOTHYECKHX Xapak-
TEPUCTUKAX.

IloBTOpsiemocTh XapaKkTepusyeT CIy4alHyI CO-
CTABIAIOIIYI0 HEOIpPeneIeHHOCTH H3MepeHwui (Imo-
TPEIHOCTH), B TO BpeMs KaK MPaBUIBHOCTE OTPaKa-
eT CUCTEMATHUIECKYIO HeollpeneieHHoCTh. B ciyuae,
KOrjla CiaydalHas COCTABIAIIAA ITOTPENIHOCTH
(HeompeaereHHOCTH) OO0JIbIlle CHCTEeMATUYIECKOH,
CyMMapHYI0 IOTPEITHOCTh (PaCIIUPeHHYI0 Heompe-
NIEJIEHHOCTD) MOYKHO YMEHBIIUTh, YBEJIWYUB KOJIU-
YeCTBO MMApPA/UIENbHBIX OIPEIeIeHH, HCIIOIb3Y-
eMBIX J[JIsl TIOJIyUeHus cpemHero 3uadeHusd. B obpar-
HOM Cjydae KOJIMYECTBO MMapalyIeJbHBIX OIpeeie-
HUM MOKHO CIeIaTh MUHUMAIbHBIM.

BakyyMmHBI# aTOMHO-SMHCCHOHHBIH CIIEKTPO-
metp «['paHm-OKcrepT» OTHOCUTCS K PaspsLy OIITH-
KO-3JIEKTPOHHBIX MPUOOPOB, IS KOTOPBIX B 6OJIb-
[IWHCTBE CIy4YaeB MPOBepKa BpeMeHHOH CTa0UIbHO-
CTH IapaMeTpoB mpubopa sBiseTcs 00S3aTeIbHOM,
Hanpumep [5]. OLEHKY DOJTOBPEMEHHOM CTaOWIIb-
HOCTH BBITIOJHAIOT, KaK MPAaBUIO, B TeueHue 1 d.
[Ipu sTOM TIPOBOAAT CEPHUIO U3MEPEHWUH, OIpemess-
0T CpeJHee 3HAYEHWE, a TAKKEe MHUHUMAIbHOE U
MAKCUMAJIbHOE 3HAYEHWS I OIEHKHU BPEeMeHHOUN
CTaOMIILHOCTH.

s ompenmenenus Kos(uimenTa BpeMeHHON
crabunbHoctu K, mpoBoguau aHamu3 obOpasia
¥T'20 B Teuenne 1u c unTepBasamu 6 muH (00Iee
rKoaugectBo omnpenenenuit N = 10). M3 monyuento-
r0 MacCHBa JaHHBIX BbIOupaan muaumManbuoe (Ci,)
u maxcumanbuoe (C,,,,) 3HAYEeHUA KOHIIEHTPAIUHA U
omupenensnu ee cpenuee suauenue (C,,). Koadpdu-
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[HEeHT BpeMeHHOH cTabuabHOCTH K., pACCYUTHIBAIH
CIIEIYIOIAM 00pa3oM:
1 Cmax -C

Ky =2 min 2
CcT 2 C ( )

av

Pesynbrars! ananusa 1 HECKOJIbKHUX 9KCIIEPHU-
MEHTOB IIPHUBEIEeHbI B TA0I. 2.

Ilonyuenuble pesyabTaThl IPOBEPKH IIOBTOpPSIE-
MOCTH ¥ BPEMEHHOH CTAOHMIBHOCTH MOKHO HCIIONIb-
30BaTh JJIA OIEHKH HEOIIPeaeJeHHOCTH (IIOTPEeIHo-
ctu) usMepenuii. Bes yuera cucremaTtmueckoi Heon-
PemeeHHOCTH CyMMapHas CTAHAApPTHAS Heompeze-
nenHoctb u(C) onieHuBaeTcd Kak [6]

w(C) =(u,)? +u,)?, (3)

rae u, — CTaHgapTHAsS HEeOoNpPeaeeHHOCTh eIUHIY-
HOTO OIpeJeeHNus KOHIIEHTPAIIUH JJIEeMeHTa, IIOJy-
YeHHAs IIPHU IIPOBEPKE MOBTOPIEMOCTH B MaJIOM Mac-
mirabe Bpemenu (10 MuH); u, — craHgapTHAS HEOI-
PeleneHHOCTh, XapaKTepusyollas BpeMeHHYI0 CTa-
OMIIBHOCTH OIIpefe/ieHus KOHIleHTpauu. Beaumanna
U, SKBHBAJEHTHA CPEIHEKBAIPATHIECKOMY OTKJIO-

Henuio (CKO)

1 2
I . 4
u, \/n—l > (C; -C,,)2, 4)

Ta6mauua 2. Pesynbprars! anamusa obpasma ¥Y1'20

a U, BBIYUCIIETC Kak [6]

Crax —C
ut — max min . (5)

23

3Hasg CyMMapHYIO CTAHJAPTHYIO HEOIpeIeeH-
HOCTb, PACCUMTHIBAIOT PACIINPEHHYIO HEOIIpeIesIeH-
Hocth usmepenui U(C)

UC) = ku(0), (6)

rae k — Koa(puimenT oxpara, paBHbIN 2 Ipu 60Ib-
IIIOM KOJIMYECTBE M3MEPEHUH, U COOTBETCTBEHHO OT-
HOCHTEJIbHYI0 PACIIHPEHHYI0 HEOIPeNeIeHHOCTD

Uor(C)
Uyen(C) = U(C)/C,, (7

U(C) xapakrepusyerT IOBEPHUTENbHBIH WHTEP-
BaJI HEOIIPEIETEHHOCTH (IIOTPEIITHOCTH) PesyIbTaTa
oIIpefielIeHNsda, COOTBETCTBYIOIIUN IOBEPUTEIbHON
BepoaTHoCTH 95 %.

SHaYeHUd OTHOCHUTEIBHON CyMMapHOH CTaH-
IapTHOM ¥ PaCIIMPEHHON HEOIIPeJeIeHHOCTEeN pe-
3yJBTATOB OIPEJIENIEHHUs DIIEMEHTOB B CTAHIAPTHOM
obpasite ¥Y1'20 npuBenens! B Tabi. 3.

Takum o6pasom, MmpoBereHa MIPOBEPKA IIOBTO-
PAEMOCTH U BpeMeHHOH CTAOMIHHOCTH Pe3yIbTaToB
ompefieieHns 3JEMEHTOB B CTAHIAAPTHOM o6pasiie

OmnpenenseMbrit Homep Cpenmee snavenue Munnmanbaoe MakcumansHOe ROBd)d)I/I{.I}/IeHT
aIeMeHT (aHaIu- ompeenenun C,,, % wac. 3HaYeHHe 3HAYEHHe BpeMeHHOi cra-
THUYeCKas JINHUA) Coin» % Macc. Caxs % Macce. ounenOCTH K .\, %
C (193,0 am) 1 0,633 0,624 0,648 1,9
2 0,62 0,601 0,628 2,2
3 0,636 0,621 0,644 1,8
4 0,638 0,632 0,65 14
Cr (ob1masn) 1 0,368 0,363 0,371 1,1
2 0,372 0,366 0,375 1,2
3 0,369 0,366 0,371 0,7
4 0,368 0,365 0,370 0,7
Mn (192,1 um) 1 0,456 0,454 0,459 0,6
2 0,457 0,542 0,459 0,8
3 0,451 0,448 0,454 0,7
4 0,452 0,449 0,455 0,7
Ni (o6masn) 1 0,37 0,367 0,374 0,9
2 0,373 0,37 0,378 1,1
3 0,370 0,365 0,374 1,2
4 0,370 0,365 0,373 1,1
Si (obmas) 1 0,281 0,278 0,287 1,6
2 0,284 0,282 0,288 1,1
3 0,282 0,279 0,284 0,9
4 0,281 0,278 0,284 1,1
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Tab6auna 3. OtHOCUTENBHAS CyMMapHAasa CTAaHAAPTHAS U
JIeJIeHUsI 3JIEMEHTOB B CTaHAapTHOM o6pasie ¥1'20

OTH

(C) u pacmumpennas U, (C) HeOIIpeneIeHHOCTH Pe3yIbTATOB OIIpe-

XapaKTepucTuKa

OmpenensgeMplii seMeHT (AHATUTHIECKAS JINHUS)

C Cr Mn Ni Si
(193,0 um) (obmas) (192,1 am)  (obras) (ob1as)

Cymmapsras crargapraas Heonpeneneraocts u(C), % macc.

Pacmupennas neonpenenennocts U(C), % macc.

OrHocuTenbHAsA CyMMapHad CTaHAapPTHAA HEOIPeeIeHHOCTD U

OTtHOocuTenbHas pacmupenHas Heonpexneixeraocrs U, (C), %

0,009 0,003 0,003 0,003 0,004
0,018 0,006 0,006 0,006 0,008

), % 1,5 0,8 0,4 0,7 0,9

3,0 1,6 0,8 1,4 1,8

cramu ¥I1'20. [lony4dens! 3HaYEHNUSA CTAaHAAPTHOU He-
OIIpefieIEHHOCTH, XapaKTepU3yIOIhue IIOBTOp:Ae-
MOCTH ¥ BPEMEHHYI0 CTabHUIbHOCTD, & TAKKe PaCIIH-
PEHHOU HeoIIpe/leJIeHHOCTH Pe3yJbTaToB OIIpeese-
HUSA DIIEMEHTOB.

Paboma svinosrena ¢ ucnoab308aruemM 8aKyym-
H020 cnexmpomempa «I pand-Orxcnepm» Ilenmpa
KOIeKMUBHO20 NOAb30BAHUA NO CMAHOAPMU3Q-
yuu na 6aze KTH HII CO PAH.
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