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W3yuens! ycnoBus onpeeieHus OKCUCYIb(MUI0B B KOHCTPYKITHOHHOM CTAIN METO/IOM HCKPOBOH
aromuo-smuccronnoi crnexrpomerpun (MA9C) ¢ mpumenenunem crekrpomerpa ARL iSpark
8860, ocHAIEeHHOr0 ITPOrPaMMHOM (PyHKIHEeH 06paboTkn UCKPOBBIX quarpamm Spark-DAT. s
VILYYIIEHUs. XaPAKTEePUCTUEK TPayHPOBOYHbBIX rpadrkos mist onpenenenvs Al, Ca, Mn u cepsr,
obpasyromux Hemerayumdeckre Brrodervs (HMB), nonomsuTenbHO HCHIONB30BaHbI CTAHAAPT-
Hble 00pasI(bl COCTABA KOHCTPYKIIMOHHBIX craned. [lokazaHo yBelnyeHue 4yBCTBHTEIHLHOCTH
onpenesnenns Al u Ca 1 K03(p(pUIMEHTOB KOPPEIAIUN IPALyUPOBOYHBIX TPAMUKOB I OIIpesie-
servis Mn u cepsl. B cBsi3u ¢ oTCyTCTBHEM CTAHIAPTHHIX 00PA3IIOB OKCHUCYIH(UIOB CONEPIKAHIE
Al,OsMnS, Al,03MnSMgO, Al,O3MnSCaS Al,03Ca0CaS, Al,05CaOMgOCaS B cranu npensa-
putensHo onpesessiu B coorsercTBru ¢ ASTM E1245 (crioco6 3) MeToqoM CKaHUpYIOIIeH 3IIeK-
TPOHHOM MWKPOCKOIIMK C KCIOJb30BAHHEM IIPHCTABKU I DIEKTPOHHO-30HOBOTO aHAIN3a
(COM c¢ 9]1C). IlokasaHo, 4TO OIpenerIeHre OKCUCYIb(MHUIOB B KOHCTPYKITMOHHON CTATH METO-
oM MAIC nesecoo6pasHo IIPOBOAUTH 110 CKOPPEKTHPOBAHHBIM AJITOPHTMAaM IIPOrPAMMHOM 00-
PaboTKH MHTErpabHOTO CIIEKTpa B coueTaHuu ¢ rcesnodopmyioi. I[Toaxomammuil anropur™ u
11ceB0OPMYILY IS OIPEAETIeHU KaXKJ0r0 KOMIIOHEHTA BHIOHPATH HA OCHOBAHHH TECTOBOH
cratucturu CreiofeHTa myteMm cpaBHenud copepskannii HMB, monyuenssx merogqamu COM c
IJ1C u MASC. Bribpanb! 3HaYeHUA UCKPOBOTO HHTEPBAIA U BPEMEHU 3aIePIKKN NHTETPUPOBa-
Hus anamuTdeckoro curaana mist Al, Ca, Mg, Mn u cepbr: oaTBepsk/IeHa IPaBUILHOCTE Pe3y-
JIBTATOB ompeneneHus okcucyabpunoB meroxom MAIC B murepsane or 500 mo 1900 mckp
(¢5ker = 0,01) m 3aneprxKe HHTErPUPOBAHHA CUTHANA di1eMeHTOB 110 MEc (£, = 0,23). MeTonu-
Ka OIpeiesIeHusi CyMMAaPHOTO Coflep:KaHus oKcucyibgunos Mmerogom MAIC anpobuposana mpu
aHaIM3e MPOU3BOACTBEHHBIX 00PA3I0B KOHCTPYKIMOHHOHN crajiu. [loqTBep:KIeHbl OTCyTCTBIE
CHCTEMATHIECKOH IIOTPEIHOCTH U IPABIIBHOCTH Pe3ylbTaToB ompeneneHus (.. < 4,30).
YcranoBieHo, 94T0 paspaboTaHHbIi crrocod ompenenenus HMB mo3BossieT CHU3UTD IPOIOIIKI-
TenbHOCTh aHanmmsa ¢ 18 1 (COM ¢ 9J1C) mo 10 muH.
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BpeMs 3a/lep:KKH U3MEePeHU.
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Conditions for determining oxysulfides in construction steel by spark atomic emission spectrometry
(SAES) using an ARL iSpark 8860 spectrometer which is equipped with a Spark-DAT software function
for processing spark diagrams are studied. To improve the characteristics of the calibration curves for the
determination of Al, Ca, Mn and sulfur forming non-metallic inclusions (NMI), we used certified reference
materials of the composition of construction steels. An increase in the sensitivity of Al and Ca determina-
tion and correlation coefficients of calibration curves for the determination of Mn and S is shown. The
concentration of Al,OsMnS, Al,OsMnSMgO, Al,O;MnSCaS, Al,05CaOCaS, Al,0;CaOMgOCasS in steels
was preliminarily determined using a combination of scanning electron microscopy and energy-dispersive
X-ray spectroscopy (SEM-EDS) according to ASTM E1245 (method 3) in the lack of certified reference ma-
terials with oxysulfides. It is shown advisable to determine the concentration of oxysulfides in construc-
tion steels by SAES using corrected and developed algorithms for software processing of the integrated
spectrum in combination with a pseudo-formula. It is shown expedient to select the appropriate algorithm
and pseudo-formula on the basis of Student’s test statistics by comparing the NMI concentrations ob-
tained by SEM-EDS with SAES results. The spark intervals and the delay time of the analytical signal in-
tegration for Al, Ca, Mg, Mn, and sulfur are compared. The correctness of the oxysulfide determination by
SAES was confirmed in the range of 500 - 1900 sparks (Z.,, = 0.01) and the signal integration delay of
110 psec (fey, = 0.23). Test method for measuring the total concentration of oxysulfides by SAES was
tested on production samples of construction steels. The absence of a systematic error and the correctness
of the measurement results (,,, < 4.30) were proved. It is shown that the developed method for determin-
ing the NMI concentration provides drastic reduction of the duration of the analysis from 18 hours
(SEM-EDS) to 10 min.

Keywords: non-metallic inclusions; oxysulfides; spark atomic emission spectrometry; calibration curves;
spark counting algorithm; pseudo-formula; measurement delay time.

BBenenmne

Koucrpykumonnass HHU3KOJIErHpOBaHHAS Map-
TaHI[OBUCTAS CTAJIb IIMPOKO IIPUMEHSETCS B BETPO-
9HEPreTUYECKOU OTPACIH IPOMBIIILIEHHOCTH U CyI0-
CTPOEHHUU [JIA HBTOTOBJIEHUA CBAPHBIX KOHCTPYK-
Ui, KOTOpPbhIE BBIAEP:KUBAIOT BHLICOKHE yIapHbIE Ha-
rpysku u pasienne. CoOTBETCTBHE CTAJIbHBIX H3JIe-
JIUH TEXHUYIECKUM TPeOOBaHUAM 00ecreunBaeTca He
TOJTBKO XUMHYECKHM COCTaBOM, HO U HUBKHM YPOB-
HeM HeMeTrajunueckux BraoueHu (HMB).

HMB B cramu Ha3bBIBAIOT YACTUIILI YACTO He-
CTEXHOMETPHUIECKOro cocrasa, Hampumep, CaAl,O,,
CayAl, 05, (CaS),(CaAl,O;), umu (CaS),(CaAly,0j),
B obosiouke w3 cyabduma mapranna [1], koropsbie
obpasyioTcsa B IIpoliecce BBIIIIABKU (II€PBUYHBIE
HMB), pasauBku ¥ KPUCTAIU3AIAKA CIUTKA (BTO-
puunbie, TpetwdHble U ueTBepruuHble HMB) wus
KOMIIOHEHTOB, MPUCYTCTBYIOIUX B MaTpHUIlEe (9HIO-
TeHHbIE BKIOYEHHUA), a TAKXKe [TOCTYIAIUX H3BHE
(9K30TeHHbIe BKJIIOUYEHHUA), HAIPHUMEp, C IIUXTOH,
deppociraBamu, ormeymopamu [2, 3. Marpuma
HMB, B orimume OT CTAIbHOM, II0 (PU3UKO-XUMH-
YeCKUM CBOMCTBAM COOTBETCTBYET MHHEPAJIAM C YeT-
kumu Tpanunamu pasgerna ¢as. HMB sausdior na
YCTAJIOCTHYI0 IPOYHOCTh U yAAPHYI0 BA3KOCTb CTa-
JIH, CIIOCOGCTBYIOT KOPPO3SUM U IIJIACTHYECKHUM pas-
pyutenuswm [4 — 13].

IIpu ycranoBienuu npuUWH IePEKTOB CTAH-
HOI IIPOIYKIIUH OMPEIeIAI0T YKCII0, pAcIpeneieHne
B MeTaJlie, THII, pasMephl U (popMy BEIOUeHHH [14]
PasIUYHBIMH METOAaMHU: MeTANIorpaUIecKiuMH,
CKaHUPYIOIed 3JIeKTPOHHON MHKPOCKOIIMHM C IIpU-
CTaBKOM /I 3JIEKTPOHHO-30HI0BOTO MUKPOAHAIN3a
METOIOM DHEPrOJUCIIEPCHOHHOM PpPEeHTTeHOBCKOU
crekrpomerpuu (COM ¢ 31 C), hpakIinoHHOro raso-
Boro anammsa (PI'A), yabTpasByKOBOTO HAHOWH/IEH-

THUPOBAHUSA, PEHTTEHOBCKOM MHUKPOKOMITBIOTEPHOM
ToMOTpad¥u, TEPMUIECKOTO aHAIN3a U KATOIOII0-
MuHectieHnuu [15 — 22].

B macrosiiiee Bpema HambosbIllee pacrpocTpa-
HEeHUe I KOJIWYeCTBeHHOH oreHku ypoBHa HMB
nonyuunau Merasmorpadgudeckue Mmeronsl (I'OCT
1778-70), COM ¢ 3IC (ASTM E1245, cmmocob 3) u
®I'A. Pasmep BIOUEHHMH Ha HUIH(ax METaIOrpa-
(prueckuMu MeToaMU  ONPEETIAIOT € TMOMOIIBIO
OKYJIIPHOH IIKAJIbI MM KOMIIBIOTEPHOM IPOrpaMMbI
aHamM3a u300paKeHuil Mo TPyHIIaM ¢ Kiaccuduka-
nued Mo BHEITHUM MpU3HAKaM (HaIpuMep, 0 IiBe-
1y u popme). Knaccudunmposars HMB He TonbKO
110 BHEIITHUM MIPU3HAKAM, HO U 110 XUMUIECKOMY CO-
craBy mosposaser merox COM c¢ I C. Ilpomomxu-
TEJIbHOCTh IPOBENEHUS HCCAEAOBAHUUA C yYEeTOM
IOATOTOBKH NUTH(a METALIOTPAPUIECKUMH METO-
mamu cocrasiser 3 —54, COM ¢ 9IC — 14 - 18«
[IPH OIIeHUBAEMOM ILIOMAaH 0Ko0 200 Mmm2,

AJbTepHATHBHBIM 00BEMHBIM METOOM OIIpeje-
JIEHUS COJIEP:KAHUA KUCIOPOa B COCTABE OKCHIHBIX
BriodeHu asiasgerca PI'A. OxcugHble BKIIOUEHUS
B IIpoIiecce CKUTAHUS IPOOBI B TPaHUTOBOM THUTIIE B
armocgepe naepTaoro rasa (He niu Ar) BoccraHas-
auBatoresa 10 CO u meramna. [Tocnenyromaa nurep-
mpeTanus pe3yTbTaTOB W3MEpPEHHI OCHOBAaHA Ha
H(MPOBOI 06pab0OTKE HBAJIOTPAMM Ta30BbIAEICHUS
kuciopoga. Paspaboranunie meroguku PI'A xapak-
TEpU3yIOTCA  HEOOIBINOH  MPOMOIKUTEIBHOCTHIO
anamusa (MeHee 2 1), CEIEKTHBHOCTHIO U UyBCTBH-
TEJIbHOCTHIO, OJHAKO IIPU BCEX HECOMHEHHBIX JI0CTO-
MHCTBAaX METOJi He TO03BOJISET OMpPeIeNsaTh Coaep:Ka-
HUe, HAIIPUMEP, HUTPUAHBIX U CYIb(UIHBIX BKIO-
yenuii [16, 17].

B macrosiee Bpemsa 11 paciiupeHus Kpyra 00-
HapysxkuBaemMblx HMB u yBenmwmuenmsa cropoctu
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BBINIOJTHEHUS W3MepeHui Hanbojiee IIEePCIEKTUB-
HBIM ABJIAETCA METOJ HMCKPOBOH aTOMHO-3MUCCHOH-
ol cuexkrpomerpun (MAIC). IIpumenerne MASC
IUIsT OTIPeNeJIeHnus XUMUIECKOTO COCTABa METAJIJIOB
OCHOBaHO HA MPOrPaMMHON 00paboTKe HHTErpaib-
HOTO CII€KTPAa, KOTOPBIN IpeicTaBisieT coboi coBO-
KYITHOCTh CIEKTPOB, MTOJIyYE€HHBIX IPH BO3EHUCTBUN
MHO’KECTBA OT/EIbHBIX UCKPOBBIX Pa3psOB, yCpe-
HEHHBIX 110 HHTEHCUBHOCTH M PACIPEeIEHHBIX II0
rnosepxuocTu obpasma [22, 23].

HUpenrunduranus HMB B meramnmueckux 06-
pasmax crajia BO3MO:KHOUM Omaromaps paspaboTke
CIIEIIHANIHPHBIX OIIIUIH MPOTPAMMHOTO 00eCIIeYeHUs
(ITIO) mns crieKTpOMEeTPOB HOBOTO MOKOJIEHH:, Ha-
npumep, ARL iSpark mopmemeit 8820, 8860 u 8880.
IIO0 OXSAS c¢ ommumeit mna onpenenenus HMB
Spark-DAT cornacHo 3aaHHBIM II0JIb30BATEIEM AJI-
TOPUTMAaM pasfendeT MUKU CUTHAIA (DOTOIEKTPOH-
HOTO YMHOKHUTEJS HA IUKU HU3KOH WHTEHCUBHOCTH,
KOTOPBIE OTHOCAT K COIEP:KAHHUI0 PACTBOPEHHOTO
KOMIIOHEHTA B MeTajljie, U UKW BHICOKOH HHTEH-
CUBHOCTH (BCIIBIIIKH), OTHOCAIIECA K HEMETAJLIH-
yeckuM BEJIOUeHusMm [24]. 'paduuecku pacrpene-
JIeHVe MHTEeHCUBHOCTH (MMII.) CIEKTPATHHOM THHUN
aJIeMeHTa  TPeACTaBAAOT  (QyHKIueir ['aycca
(puc. 1). Yacrora Ha pumarpamme (4acrora Kiac-
ca) — KOJMYECTBO 3HAYEHUH pAa HAOIIOMEeHNH, 10-
MMaJaloNX B ONPEIeIeHHBIH WHTEePBAI WHTEHCHB-
HOCTH (KJIacC HHTEHCUBHOCTH). [Ipu 5TOM BCOBIIIKH,
npoucxoxaiiue or HMB, dopmupyror acummeTrpird-
HyI0 mob6aBky [25, 26]. Amropurmbr 110 Taxke ro-
3BOJISTIOT COTIOCTABJIATH MEIKIY COOOU BCIIBIIIKKA WH-
TEHCHUBHOCTH, COOTBETCTBYIOIIHE PA3TUIHBIM KOM-
TIOHEHTaM, U PACCIUTHIBATH COJEPIKAHUE BKIIOYE-
HUM ¢ IpUMeHeHWeM pPacYeTHBIX (opMyn (IceBmo-
dopmyur).

Omnenka comep:xanna HMB [23, 27 — 31] mompa-
3yMeBaeT yCTaHOBJIEHHE METPOJIOTUIECKUX XapaKTe-
puctur aHammusa obpasmoB cramu metomgom WASC.
i oxkcumHBIX BRIOYeHHH, cocrosamux us Al, Ca,
Mg, ycTaHOBIEHBI, HATTPUMEDP, MUHUMAILHbBIH 00HA-
py:xuBaeMblii pasmep mopsaka 2 MM [27], nuama-
30HBI ompenensgeMbix comepskanuit (ot 0,0003 m@o
0,093 % maa Al; or 0,00007 mo 0,0043 % pna Ca) u
Kospurmentsr Koppeisaiuu (R, = 0,991; R, =
= 0,994) rpagyupoBOYHBLIX TIpad)UKOB JIs OIpe-
ImeneHus KOMIOHEHTOB [23], obpasymomux HMB.
OnHako HOMEHKJIATypa BKIIOUEHHH CyIIeCTBEHHO
pasmooOpasHee (KpoMe OKCHUIOB, pas3IM4yaioT, Ha-
IpUMeEp, HUTPU/IBI, CYIbMUIbI, OKCUCYIbQUIBI, Kap-
Ouabl, KapOOHUTPUBI), U I OIEHKHU 00IIero ypOoB-
HS 3aTPA3HEHHOCTH CTAJH U CILIABOB HEOOXOAMMO C
BBICOKOU TOYHOCTBIO OIPEAENATh BKIIOYEHUSI BCEX
BO3BMOKHBIX THITIOB, COEPKAIIHECS B IIpobe.

Merog HASC ornuuaercs DKCIPECCHOCTHIO,
YyBCTBUTEJIBHOCTHIO U CEJIIEKTUBHOCTBIO OIpejese-
uua HMB, onrako B HacrosAIee BpeMsa ero BHeape-
HHe B Ja00pPATOPHYI0 HMPAKTUKY OTPAHHYEHO H3-3a

251
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HacroTa Knacca, %

Cepa B coCTaEe BKIFOTeHHI

500 1200 1800 2400 3000 3600 4200 4800
Kmace HHTEHCHUBHOCTH, UMII.

Puc. 1. fluarpamma pacnpenenenns HHTEHCUBHOCTH (HMMII.)
JIVHUU CepPhbl B IPOMBIILIEHHOM 00pasiie KOHCTPYKIIMOHHON
cranu

Fig. 1. The distribution diagram of the intensity of the sul-
fur spectral line in an industrial sample of the construction
steel

OTCYTCTBHS aTTECTOBAHHBIX CTAHIAPTHBIX 00Pa3I[0B
cocTaBa BKIIIOUEHHUH, & TaK/Ke CI0KHOCTH CO3JIaHUS
MPOTPAMMHBIX AJTOPUTMOB W IICEBAO(OPMYI st
pacuera comep:xauus HMB, B Tom uwncie, us-3a ux
HECTEXHOMETPUIECKOI0 COCTABA.

Ilosromy mesnbio Hacrosiiedl paboTbl GBLIO CO-
BEPIIIEHCTBOBAHME METOJa MCKPOBON aTOMHO-DMFUC-
CHOHHOHU CIIEKTPOMETPHUU MPUMEHHUTEIBHO K OIpe-
JETIEHUI0 OKCUCYIb(UIOB B KOHCTPYKIITMOHHOM CTa-
JI TIOCPEACTBOM YTOYHEHHS IpalyHpPOBOYHBIX I'pa-
¢uroB, paspaboTKN AJITOPUTMOB ydeTa eIUHHIHBIX
BBIOPOCOB HCKP ¥ BbIBeAeHUs (PopMys mepecuera
Ha coorBercTByomui tun HMB, a Takixe Bapbu-
poBaHUeM IapaMeTPOB M3MEpPEeHUH HHTEHCHBHOCTH
CIIEKTPATIbHBIX JTUHUH.

JKCIIepHMEHTATBLHAS 9aCTh

O0beKTaMy HACTOAINEr0 KCCIAETOBAHUS ObLIN
BBIOpaHbI IATH 06pasnoB mpokara (72-2-1-6, 27-2-
2-6, 69-4-1-2, 72-2-1-2, 75-2-1-2) KOHCTPYKIITHOHHOMH
cTasId, JIETHPOBAHHOU MapraumeM (tadi. 1), Tommu-
woit 30 + 5 mm. O6paserr 72-2-1-6 wucrosb3oBamu
IJIS1 paspaboTKN aJITOPUTMOB y4eTa eIUHUYHBIX BbI-
OpocoB uCKp u (POPMYJI IIepecyera Ha COOTBETCTBYIO-
muit Tunn HMB, a Takixe onTumMusaiuy mapaMeTpoB
M3MEpPEeHUH WHTEHCUBHOCTH CIIEKTPAIbHBIX TUHUH.

Jlisi KOHTPOJIA IPABUIBHOCTH BBIIOJHEHUS W3-
MEpEeHWH U KOPPEKTHPOBKM TPAIyMPOBOYHBLIX Tpa-
(PUKOB HCIIONIB30BAIM MOHOJIHTHBIE CTAHIAPTHHIE
o6pasiiel (CO) craiu Kak 0TE€YeCTBEHHOIO, TaK U 3a-
PyOEKHOr0 IIPOM3BOJICTBA, COOTBETCTBYIOIIHE CO-
JIEeP/KaHNUI0 OCHOBHOTO KOMIIOHEHTA B MCCIIELyEeMbBIX
o0pasiiax v TUHEHHOMY JTUHAMWYECKOMY JIHATIA30HY
rpaxyupoBounbix 3aBucumocreii: 1CO 004, ICO
YT 2a, UCO ¥T 31, UCO YT 8, ¥T" 82, ¥T" 88, ¥yT'
91, ¥T' 95, ¥T' 96, ICO ¥T" 102, UCO ¥T 112, UICO
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Tabaumna 1. Xumuaecknit cocras 00bekToB ucciaenosanua (I'OCT 19281-2014)
Table 1. Chemical composition of the objects under study (GOST 19281-2014)

Copnepskanue KOMIIOHEHTA, % Macc.

Kommonent
09I"20B-1 12I"'CBIO 1T1C-yY 17T1C-¥-1
C 0,08 - 0,13 0,1-0,14 0,15-0,2 0,15-0,2
Si 0,15 - 0,35 0,25-0,5 0,4-0,6 o0 0,6
Mn Io 1,7 1,1-1,6 1,15-1,55 o 1,55
Ni o 0,3 Ilo 0,3 o 0,3 00,3
S o 0,035 o 0,035 o 0,035 o 0,035
P o 0,03 o 0,03 o 0,03 o 0,03
Cr 110 0,3 1o 0,3 110 0,3 o 0,3
A% 0,05 - 0,09 Ilo 0,12 Ilo 0,12 Ilo 0,12
N o 0,012 Ilo 0,008 o 0,012 o 0,012
Nb 0,02 - 0,05 0,03 - 0,05 — —
Ti — 0,005 - 0,02 — —
Al — 0,01 - 0,06 — —
Cu o 0,3 o 0,3 1o 0,3 00,3
As 1o 0,08 1o 0,08 1o 0,08 1o 0,08

Ta6auma 2. ITapamerpsr usmepenuit TAISC
Table 2. SAES measurement parameters

ITapamerp 3HaueHue
IIpomyBka apronom, Ji/MuH 3
JmnTenbHOCTh IPOyBKY apTOHOM, MKC 1000
CKOpOCTh IOTOKA AprOHA MIPHU IIPeABAPUTE- 3
JIbHOH MHTETPAIliy U UHTETPaIiH, JI/MUH
IIpomomxuTenbHOCTD IPEeIBAPUTEITEHON 100
WHTErpamuu, MKC

IIpomomxuTenbHOCTS HHTETPALINH, MKC 7900
YacToTra UCKp IIpH IIPeIBAPUTEIHLHON 400
uHTerpanuu, 'y

Yacrora uckp npu naTerpanuy, ['n 400
®PazoBas 3amepiKKa, MKC 0
CropocTh ITOTOKA aproHa 0,4

mociie aHaIu3a, JI/MUH

JlyivHa BOJHBI AHAIUTHYECKOHN JIMHUH/
JIMHUY BHYTPEeHHETO CTaHAapTa, HM:

All/Fe Il 394,4/273,07
Ca IT/cpon 396,85/175,68
Mg I/dbon 285,21/175,68
Mn II/Fe II 293,31/273,07
SI 180,73

yT' 113, UCO ¥yT' 114, UCO ¥yT 117, UCO ¥T
124, UCO ¥T' 125, C 042, PT" 28a, BS 4942A,
COII 50, NCS HS11717a-4, NCS HS11717a-5, NCS
HS11717a-6, SPL LA-0B.

HckpoBoil aTOMHO-9MUCCHOHHBIN aHAIN3 MOHO-
JIUTHBIX 06Pa3I0B, MPEABAPUTEIBHO 06PabOTAHHBIX
HA TOJIyaBTOMaTHYeCcKoM (pesepHoM cranke Her-

zog HPF (Herzog, T'epmanusd), ocyiiecTBiimu c
npuMmenenuem crnexkrpomerpa ARL iSpark 8860
(Thermo Fisher Scientific, lllpefitiapus), ocuaries-
uHoro 10 OXSAS c ommmett mia onpenenenns HMB
Spark-DAT. Wsmepenwe WHTEHCUBHOCTH CIIEK-
TPANBHBIX TUHUH 3JIEMEHTOB, 00Pa3yIOIINX BEIOYE-
uust, — Al, Ca, Mg, Mn u cepbl — IIpPOBOIWUIH B
YCIOBUAX, PEKOMEHOBAHHBIX ITPOU3BOIUTEIEM
crekrpoMerpa (Tadi. 2) B armocdepe aprora 0co0oi
YHCTOTHI Mapku 6,0.

B cBa3u ¢ oTcyTcTBHEM CTAHAAPTHBIX 00PA3IOB
OKCUCYTb(PuIOB o0beMHyHO moai0  Al,OsMnS,
Al,O;MnSMgO, Al,OsMnSCaS, Al,05;Ca0CaS,
Al,0;CaOMgOCaS B cranu mpeaBapUTEILHO OIpe-
nenanu o ASTM E1245 (cnoco6 3) ¢ mcrmonab3oBa-
arem COM cepuu MIRA3 (TESCAN, Yexwus) ¢ 3J[C-
JIETEKTOPOM JIJI PEHTTeHOCIEeKTPATBLHOTO MHKPO-
ananmusa momenu ULTIM MAX (OXFORD Instru-
ments, BenukoOpuranus), OCHAIIIEHHOTO CHCTEMOM
aBTOMATH3WPOBAHHOTO OIPEIEIeHUsT HeMeTalInde-
ckux BEIoueHu Aztec. MaccoByro 0710 OKCHCYTh-
umoB (x, % Macc.) pacCUNTHIBAIH 110 (DOPMYJIE:

x = /2 @)

C y4eroM MPHUHATOIO [OIYIIEHUs, YTO 3HAYCHUE
IUIOTHOCTH BKJIIOYEHHS PABHO IIOJIOBUHE ILJIOTHOCTH
cranu [32].

Oo6cy:xkaenne pe3yabTaroB

YcmoBusa ompejeneHHs OKCHCYIb(HUIOB B KOH-
CTPYKIIMOHHOH CTalu usydanu B Tpu srana. Ha mep-
BOM 9Tame Jjd IIOBBIINIEHWA TOYHOCTH pe3yibTa-
TOB OIIpefiesIeHUs KOMIIOHEHTOB, BXOAAIIUX B COCTaB
HMB, roppexTupoBamu rpagyupoBOUYHEIE TpapUKN
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Ta6mauua 3. XapakTepuCTHKH rPagyupoBOYHbIX rpadukos mua onpenenenus Al, Ca, Mn u cepsr meTomom MASC

Table 3. Characteristics of calibration curves for the determination of Al, Ca, Mn and sulfur by SAES method

Onpeneu- Amara BOTHDBL 1) rason onpenensiembix . 9
JIAeMbIN aHaAJIUTUYECKOHU o ypaBHeHI/Ie TpagyupoBOYHON 3aBUCUMOCTH R
3JIEeMeHT JIUHUH, HM conepiaui, % macc.
Al 394,4 0,0001 - 0,094 HUcx. y = 1,669x + 0,007 0,9922
Cropp. y = 1,675x + 0,007 0,9921
Ca 396,85 0,00001 - 0,0026 Hcx. y = 369,8x + 0,2 0,9853
Cropp. y =391,7x + 0,2 0,9726
Mn 293,31 0,0001 - 2,23 HUcx. y = 0,070x3 - 0,489x2 + 1,837x + 0,004 0,9969
Cropp. y = 0,045x3 — 0,413x2 + 1,792x + 0,007 0,9978
S 180,73 0,0002 - 0,02 Hcx. y = 431002x + 2475 0,9063
Ckopp. y = 416682x + 2539 0,9098
Ta6auna 4. Pesynvrare! onpenenenus Al, Ca, Mg, Mn u cepsi B CO cranu (n = 3; P = 0,95; ¢,,5, = 4,30)
Table 4. Results of Al, Ca, Mg, Mn and sulfur determination in CRM of steel (n = 3; P = 0.95; ¢,,;,;, = 4.30)
Copnepsxanue, % macc.
Kommnonent Wupexc CO S, Loxen
ArrecTroBanHOE Haiipennoe, x = A
Al YI' 96 0,031 HUcx. 0,032 = 0,001 0,02 2,00
Cropp. 0,033 = 0,006 0,07 1,75
Ca C 042 0,0010 HUcx. 0,0014 =+ 0,0005 0,1 3,46
Ckopp. 0,0011 + 0,0007 0,3 0,40
Mg BS 4942 A 0,0004 HUcx. 0,0003 = 0,0001 0,2 2,00
Mn HCO YT 124 1,41 HUcx. 1,37 = 0,03 0,008 5,50
Cxopp. 1,40 = 0,01 0,004 4,00
Cepa SPL LA-0B 0,0023 Hcx. 0,0022 + 0,0001 0,03 2,00
Cxopp. 0,0023 + 0,0001 0,03 1,00

myTeM [00aBIeHUS OIOTHHUTEIbHBIX Touek. Ha
BTOPOM — paspabarbIiBai aArOPUTMbI yueTa eu-
HUYHBIX BHIOPOCOB MCKP KOMIIOHEHTOB U (DOPMYJIbI
nepecuera Ha coorBercrByomui tun HMB. Tou-
HocTh ompenenenus HMB ynyumunum Ha Tperhem
arame paspabOTKH METOAWKH 38 CUeT ONTHMHU3AIUN
mapaMeTpoB U3MEPEHUH — BPEMEHH 3aJ[eP:KKU U3-
MepeHUs WHTEHCHBHOCTH CIEKTPATBHOM JIUHUHM ¥
KoJm4yecTBa 00pabaTbIBaeMbIX UCKD.

ITocrombky comepsxanme HMB mpsimo mpomop-
[UOHAJIBHO OBIIEMY COMEPIKAHUI0 KOMIIOHEHTOB, UX
00pasyomux, ¢ yBeJIMYeHHeM TOYHOCTH OIpeese-
aus Al, Ca, Mg, Mn u cepbl yBenuuuBaeTcs TOY-
HOCTB ompejenenus Braodenuii. Comepikanue, Ha-
IIPUMEP, OKCUIHBIX BKIIOUYEHUU MOKHO PacCYHUTATh
1o popmyiie:

rne Cy o — comepikaHHe OKCHIHOTO BKJIIOYEHHST;
C, — obiee copeprkanie KOMIOHEHTA, IOy IeHHOe
10 TPaJyUupPOBOYHOMY rpadury; K 5,0, — Koadpdu-
IMEHT IIepecuera CcoJep:KaHusd KOMIIOHEHTa B COOT-
BeTCTByMOIIUH oKcua; J;Ratio — 3HaYenue cOOTHO-
[IEeHUsI COJEepPIKAaHUS KOMIIOHEHTa B COCTABE OKCHII-

HOTO BKJIIOYEHUSA K ero o0imeMmy comepskanuio. s
yayamierus touHoctu omnpenenenus Al, Ca, Mn u
cephl, 00pPasyIoIIUX OKCUCYIh(PUIBI B KOHCTPYKIIH-
OHHOHM CTaJli, MPOBEIN KOPPEKTUPOBKY TPaILyHpO-
BOYHBIX rpaduroB (Tabs. 3) HAHECEHUEM OIOJHHU-
TENbHBIX TOYEK, COOTBETCTBYIOI[UX COJEPIKAHIIO
KOMIIOHEHTOB B MOHOJIUTHBIX CTAHIAPTHBIX 06pas-
max craau MCO 004, UCO YT' 21, UCO YT 3,
HUCO YT 8x, ¥T' 82, ¥T" 88, ¥yI" 91, ¥T" 95, UCO ¥yT'
102, UCO ¥T' 112, UCO ¥T' 113, UCO YT 114,
HCO ¥T' 117, UCO ¥T 125, PT" 28a, COII 50, NCS
HS11717a-4, NCS HS11717a-5, NCS HS11717a-6.
ITO MO3BONIWIO YAYUIIAThH YYBCTBUTEIHHOCTD OIpe-
nenenus Al u Ca u yBenuuuTh Koa(ppuitueHT koppe-
JIAIAY TPALYHAPOBOYHBIX 3aBUCUMOCTEH [IJIA OIIpee-
JIEHWsI MapraHiia u cepsl (Tadi. 3).

IIpaBsunsuocts onpepenenus Al, Ca, Mg, Mn u
Cephl 10 KMCXOAHBIM (WMCX.) U CKOPPEKTUPOBAHHBIM
(cKOpp.) TPaAyHPOBOYHBIM TpaUKaM IIPOBEPSIIH
IMyTeM aHalu3a CTaHAApPTHBIX 00pasioB cramu ¥
96, C 042, BS 4942 A, UCO YT 124, SPL LA-OB
(rabm. 4). TecroBas cratuctuka CThOIEHTA HE BbI-
SIBIJIA CUCTEMATHYECKOM TOTPEITHOCTH (£, (CKOpp.) <
< tya6,) U TIOKA32JIA yBEIWYEHHE TOYHOCTH PesyJib-
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TaTOB OIpPEIeNeHHUs, MOJIYIEHHbIX 10 CKOPPEKTUPO-
BaHHBIM IPafyHPOBOYHBIM rpaduram (f,,..(CKopp.) <
< t,pen(¥CX)). 3HAUEHUA OTHOCHUTEIHLHOTO CTAHIAPT-
Horo orkmoHenus S, (0,004 —0,3), paccunTaHHbIE
o 3HaueHuaAM copepxanusa Al, Ca, Mg, Mn u cepsl
Iocjie KOPPEeKTUPOBKY IPafyHPOBOYHBIX TPAQUKOB,
CBUIIETEIBCTBYIOT 00 YIOBIETBOPUTEILHOM IIpe-
[M3UOHHOCTH OIpEJeIeHUsI KOMITOHEHTOB  (CM.
Tabi. 4).

Ha BTopom srame paspaboTKM METOIHUKH OIIpe-
JeJIeHus OKCUCYIb(HUIOB MPEIIOKEHbI AITOPUTMBbI
yuyera eIWHUYHBIX WCKP B COYETAHWHU C IICEBIO-
opmyoii, obecrreyuBaroIye MTPABUIBHOCTE OIpe-
JeeHusa TUIA U Cofep:aHusa BEaoueHui. OCHOB-
HOE U HeoOXOAMMOe JOITyIleHHe, TO3BOJIA0IEee BbI-
MTOJTHUTD 3a71a4y BTOPOTO dTara, — (POPMYJILI OKCH-
CyIb(HUIOB HA OCHOBAHWH IIPEIBAPUTEIBHOTO OIpe-
nenenus tuna BraoYeHHd Meromom COM c 3IC
npexacrasiaensl  kak  Al,OsMnS, Al,OsMnSMgO,
Al,O;MnSCaS, Al,0,Ca0CasS, Al,05CaOMgOCaS.

Ilna y4yera eOWHWYHBIX WCKDP, COOTBETCTBY-
IOI[UX OIPEJEeNeHHbBIM THIAM OKCHUCYJIb(UIOB,
crkoppektupoBaubl  (Al,O;MnS),  paspaboranbr
(Al,OsMnSMgO, Al,0;MnSCaS) unm wmcronb3oBa-
HBI PEKOMEHOBAHHBIE IIPOMU3BOIUTENEM CIIEKTPO-
merpa (Al,05Ca0CaS, Al,0;CaOMgOCaS) amnro-

putMbI Ha 6ase mabnona SdatQulC B mporpammuoii
omruu  Spark-DAT. SdatQulC mosBomsier BbrumC-
JIATH COOTHOIIIEHUE MEKIY COIep:KaHreM HepacTBO-
puMoii (pOpMBI KOMIIOHEHTa, 00pasyoiieil BKIoUe-
HFE COOTBETCTBYIOIIETO THUIIA, U O0IIUM COJIEeP:KaHU-
eM KoMmmoHeHTa B obpasie. llpenmnosxenasie amiro-
PUTMBI UCKIIIOYAIOT JIOKHOIIOIOKUTEIbHYI0 PETHCT-
paIyio CHUTHAJOB 3a CYET OJHOBPEMEHHOTO ydYeTa
BCIIBIIIEK HHTEHCHBHOCTH AHATUTHYECKUX JIUHUH
KOMIIOHEHTOB, 00pasymoIlUX OKCUCYIb(MUL, U
(puabTPAK  BCHBIIIEK, KOTOPBIE IIOTEHIIMATHLHO
npuHagnexar HMB apyroro tuna (ta6i. 5).
OCHOBHBIMH TIEPEMEHHBIMH AArOpUTMa  (CM.
Tab. 5, Al,OsMnS) aensorcea: 500 — HOMEp HUCKPHI,
C KOTOPOH HAUYMHAETCH yYeT CKAYKOB WHTEHCHB-
HoctH; 1500 — HOMEp MCKpPBI, HA KOTOPOI 3aKaHYH-
BaeTcd ydeT CKaukoB wmHTeHcuBHOcTH; Al07 0 —
anamuTuyeckas auHud amomunud; Ca03 0 — aHa-
auTrdeckas auHuA kanbnug; Mg03 0 — amanuru-
veckass auHusa Mmaruug, S01 0 — axamuTHyeckas
JIMHUS CepPbl; @ — TPYIINa IePeMEeHHBIX yIeTa IIHKOB
BoicoKoi wmHTeHcuBHOcTH Al, Ca, Mg, cepnr; b —
rpynma mepeMeHHBIX, OTPAHHUYHMBAIOIIAT MAaKCH-
MaJIbHYI0 BEIWYWHY CKAaYKOB MHTEHCHUBHOCTH; C —
K09(P(PUIIMEHTBI, YYNUTHIBAIOIINE AHOMAJIbHbBIE WC-
Kpbl; d — mepeMeHHad, 00ecreInBaninas KOpPeKT-

Ta6mauma 5. AaropuT™Mbl yuyera UCKpP, COOTBETCTBYIOIIUX BKIIOUEHUIM

Table 5. Algorithms for accounting sparks corresponding to inclusions

Oxcucynbhus O6o3HaueHue anropuTMa Anropurm

Al,O;MnS AlIS CaMg iRatio SdatQuIC4 (500, 1500, Al07_0, Ca03_0, Mg03_0, S01_0, a, b, ¢).d
Al,0;MnSMgO AlMgMnS iRatio SdatQuIC4 (500, 1500, A107_0, Mg03_0, Mn03_0, S01_0, a, b, ¢).d
Al,O;MnSCaS AlCaMnS iRatio SdatQuIC4 (500, 1500, Al07_0, Ca03_0, Mn03 0, S01 0, a, b, ¢).d
Al,0,Ca0CaS AlCaS_Mg iRatio SdatQulIC4 (500, 1500, Al07_0, Ca03_0, Mg03_0, S01 0, a, b, ¢).d
Al,0,Ca0OMgOCaS AlCaMgS iRatio SdatQuIC4 (500, 1500, Al07_0, Ca03_0, Mg03_0, S01_0, a, b, ¢).d

Ta6auia 6. Pacuerrnie dhopMyJIbl A OIpeneIeHnus COIeP/KAHNA OKCUCYTIb(UIOB

Table 6. Calculation formulae for determining the concentration of oxysulfides

Oxcucynbhuzn Dopmyna
Al,OsMnS Nel  Al07_8-AlS CaMg iRatio - 3,50

Ne2  (Al07_8-1,89 + Mn03_8 + S01_8) - AIS_CaMg iRatio - 0,5
Al,O;MnSMgO Nel  Al07_8 - AIMgMnS iRatio - 4,24

Ne2  (Al0O7_8-1,89 + Mg03_8 - 1,67 + Mn03_8 + S01_8) - AIMgMnS iRatio - 0,5
Al,0;MnSCaS Nel  Al07_8 - AlCaMnS iRatio - 4,83

Ne2  (Al07_8-1,89 + Ca03_8 + Mn03_8 + S01_8) - AlICaMnS iRatio - 0,5
Al,0;Ca0CaS Nel  Al07_8 - AlCaS Mg iRatio - 4,26

Ne2  (Al07_8-1,89 + Ca03_8 - 1,40 + Ca03_8 + S01_8) - AlCaS_Mg iRatio - 0,5
Al,0,Ca0OMgOCaS Nel  Al07_8 - AlCaMgS iRatio - 5,01

Ne2  (Al07_8-1,89 + Ca03_8 - 1,40 + Mg03_8 - 1,67 + Ca03_8 + S01_8) - AlCaMgS iRatio - 0,5
IIpumeuanune. Al07_8, Mn03 8, S01_8, Mg03_8, Ca03_8 — obosHaueHMe comep:kaHWil ATIOMHHEI, MapraHiia, CEpbl,

MarHus ¥ KaJIbIHS, OMPEIEIEeHHBIX 10 COOTBETCTBYIOIINM AHAIUTHIECKUM JuHusaM (cM. Tabmi. 1); 0,5 — mompaBodHbIN K03d-

¢unment.
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HOCTH BBIUKC/IEHUA OTHOIIEHHUS HWHTEHCHBHOCTEH,
COOTBETCTBYIOIUX CONEP/KAaHUI0 KOMIIOHEHTa BO
BKJIIOYEHHH U €r0 00IIeMy COIEPIKAHUIO.

s onpemenenus cofep:KaHusa OKCUCYIb(DUIOB
MPEeIOKEHO BA BapuaHTa Ircesnodopmys (tadi. 6).
B ocuose mepBoro BapumaHTa ICeBIOQOPMYJIbI Jie-
SKAT JIOTHKA, 3ajosxkenHas B 110 obopymoBanwus, co-
ritacuo KoTopoit SdatQulC, Bue 3aBucuMocTH OT KO-
JIMYeCTBA CKOMOMHHMPOBAHHBLIX IS 00paboTKH
BCIIBIIIIEK MCKP KAHAJIOB, IIPeACTaBIsgeT cob0i cooT-
HOIIIEHHE COMEpPIKAHUsS I[IEePBOr0 KOMIIOHEHTA BO
BKJIIOYEHHWH COOTBETCTBYIOIIEr0 TUIA K 00IIeMy CO-
NEPKAHUI0 KOMIIOHEHTA, PACTBOPEHHOI'0 B MATPHIIE.
B mamem ciayyae mepBbIM KOMIIOHEHTOM SIBJISETCS
Al, mosTomy pacuerHas popMysia B KAYECTBE OCHOB-
HBIX MHOKHTEIEH COIep:KuT comep:kanwe Al u Ko-
appurmenT ero mepecyera (PACCUMTAHHBIA IIO
aTOMHBIM MaccaM) B COOTBETCTBYIOIIMH OKCHCYJIb-
dun (ALOsMnS, Al,OsMnSMgO, Al,OsMnSCaS,
Al,0O5Ca0CaS, Al,0;Ca0OMgOCaS): 3,50; 4,24,
4,83; 4,26; 5,01 coorBercrBeHHO. Bo BTOpOM Bapu-
amTe pacyeTHOH (OPMYJbI OOUH K3 MHOKUTENIEeH
Ipe/icTaBJIeH CYMMOM COJlep:KaHUN KOMIIOHEHTOB,
COCTaBJIAIONINX BRIIOUEHNE, C YIETOM K03 PUITIEH-
TOB IIepecyera B COOTBETCTByoIIHe OKCUABI (Al,Oj,
MgO, CaO): 1,89; 1,67; 1,40 coOTBETCTBEHHO.

Bribop mogxomsiero A KOJIHUYECTBEHHOM
OIIEHKU COYETAHWSA aJITOPHUTMAa C IICEBAO(OPMYIIOH
MIPOBOAWJIM HA OCHOBAHUU TECTOBOM CTATHUCTUKU
CrblofieHTa IIyTEM COIIOCTABJIEHUS PE3YIbTaTOB

OmIpefieieHusd  OKCUCYAb(UAOB PpPAa3HBIX THIIOB
(Al,OsMnS, Al,O;MnSMgO, Al,OsMnSCaS,
Al,0;Ca0CaS, Al,05CaOMgOCaS) w™erogamu

HASC u CoM c 9/IC B obpasiie KOHCTPYKIIMOHHOM
CTaId C MAPKUPOBKOU 72-2-1-6 (Tabm. 7). 3HayeHue

COZIEP:KAHUA OKCUCYIB(UIOB X, MOIYIEHHOE METO-
mom COM ¢ ]I C, npuHATO B KAYECTBE OIIOPHOTO.

Y OBIE€TBOPUTENbHBIE PE3YABTATHI ({yyer < Lrasn)
IoJaydeHnb! 1o mceBmodopmysie Ne 2 I OKCHCYJIb-
¢umos Al,OsMnS, Al,0;MnSCaS, Al,05;CaOCaS
(em. Tabm. 7). IlockonbKy TecroBas CTaTHCTHUEA
CrhiofieHTa TIPH WHTEPIPETAIUNA JaHHBIX 0 OKCH-
cyab(uaaM OTAeNbHBIX TUIOB He mokasama 100 %-
HOTO TPOXOKIEHUA IT0 KPUTEPUIO HU JJI OJHOTO W3
paccMaTpuBaeMbIX BAPWAHTOB (DOPMYII, TPEIIOKe-
HO B JaJIbHEHUIIIEM IIPOBOIUTEL CPABHEHUE Pe3yIbTa-
TOB, IIPEIBAPUTEIHLHO IPOCYMMHUPOBAB COMEPIKAHUS
OKCHCYJB(PUIOB OTAEIbHBIX TUIIOB. JTOT CII0CO0 XO-
POIIIO COTIIACYEeTCs C OOIIEIPUHATHIM IIPEIOCTABIE-
HHEM JaHHBIX, MoIydeHHbx MeTogom CAM ¢ I]1C,
¥ TI03BOJIIET HUBEIUPOBATH 3(PQeKT OT BEKIAIA JI0-
MyIIeHUuH B MHTEPIPETAIAI0 Pe3yIbTaTOB.

Takum o06pazom, Ha BTOPOM 3Talle HCCIENO0-
BaHUs CTATUCTUYECKU IOATBEPIKIEHBI MAKCHMAh-
Hasd OJM30CTh OMOPHBIX W HAWIEHHBIX COMEP/KaAHUN
oKcucy1bPumoB (fyon = 0,11 < 65, = 2,26) u o7-
CYTCTBHE CUCTEMATUIECKOM TTOTPEIITHOCTH TP YCJIO-
BUH CyMMHPOBAHWS BKJIIOYEHUA BCEX COOTBET-
CTBYIOIIMX THIIOB, ONpPENENeHHBIX 10 paspaboran-
HBIM QJITOPUTMAM B COYETAHUH C PACIETHOH (PopMy-
qou Ne 2 (em. Tabda. 7).

Tak kax mnceBmoopMysia SBASETCS MHOIOIA-
paMeTpuyeckoi (pbyHKIHeH, 00beTUHSIONIeH ajro-
PUTMBI IIOICUETA UCKP, H3MEPEeHU HHTEHCHBHOCTEMH
U OIpe[ejeHHs KOMIIOHEHTOB, HAa TPEeTheM JTalre
paboThl I IOBBIMIEHUS TOYHOCTH OIIPEIeIeHuUs
OKCHCY/Ib(UI0B BHIOUPAIN KOJHYECTBO KCKp, IIOJ-
Jexanmx 06paboTKe, U BpeMs 3a[epPiKKH HHTErPH-
POBAHWS AHAINTUYECKOTO CHUTHAJIA KOMITOHEHTOR,
06pasyoIuX BEIIOYEHHU.

Ta6maua 7. Pesynbrars! onpeeeHus OKCUCYIb(UI0B B KOHCTPYKIITMOHHOHN cranu 72-2-1-6 o cranmapraoi (ASTM E1245,

coco6 3) u paspaborannoi meroaukam (n = 10; P = 0,95; ¢,

Tabx

= 2,26)

Table 7. Results of the oxysulfide determination in 72-2-1-6 construction steel according to the standard (ASTM E1245,

method 3) and developed methods (n = 10; P = 0.95; ¢,,;, = 2.26)

Conep:xanue, % macc.

Oxcucyabhur S, ——
Omnopaoe, x(, Dopmyma Haiinennoe, X + A
Al,O;MnS 0,00041 1 0,00021 + 0,00016 1,1 2,67
2 0,0012 = 0,0009 1,1 1,97
Al,0;MnSMgO 0,0029 1 0,00021 = 0,00017 1,2 35,6
2 0,0010 = 0,0008 1,2 5,33
Al,0,MnSCaS 0,00068 1 0,00028 = 0,00023 1,2 3,89
2 0,0012 = 0,0010 1,2 1,09
Al,0,Ca0OCaS 0,00003 1 0,00008 = 0,00008 14 1,41
2 0,00002 = 0,00002 14 1,38
Al,0,Ca0OMgOCaS 0,0001 1 0,0044 + 0,0012 0,4 8,30
2 0,0008 = 0,0002 0,4 7,54
CyMmma oKcucyIb(pumIoB 0,0041 1 0,0052 + 0,0012 0,3 1,97
2 0,0042 = 0,0027 0,9 0,11
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Puc. 2. 3aBucumocTh HHTEHCHBHOCTY JMHUH KOMIIOHEHTOB OT HOMEPA HCKPBI B 00pasile KOHCTPYKI[MOHHOU cramu 72-2-1-6:
a— Al; 6 — Ca; 6 — Mg; 2 — Mn; 0 — cepsr

Fig. 2. Dependence of the intensity of the lines of individual elements on the spark number in the sample of 72-2-1-6 con-
struction steel: a — Al; b — Ca; ¢ — Mg; d — Mn; e — sulfur
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Ta6auna 8. PesynbpraTs! onpeneeHus OKCUCYIbMII0B IPH PA3IUIHBIX 3HAYEHUAX NCKPOBOTO MHTEPBAJIA M BPEMEHH 3a/1€PIK-

ku usmepenni (n = 10; P = 0,95; ¢

Tabx

= 2,26; x5 = 0,0041 %)

Table 8. Results of determining the oxysulfides at different spark intervals and measurement delay times (n = 10; P = 0.95;

tn = 2.26; %0 = 0.0041%)

ITapamerp
Homep - Conep:xanue
HckpoBoit uaTEpBaI OKCHUCYJIb(HUIOB, toven
cepun x *= A, % macc.
Howmep uckpsr Havana yuera Howmep uckps! 3aBeprienus yuera

1 1 3160 0,005 = 0,003 0,68
2 100 3160 0,0087 = 0,0067 1,53
3 200 3160 0,0074 = 0,0039 1,87
4 300 3160 0,0082 = 0,0064 1,46
5 400 3160 0,0059 = 0,0032 1,24
6 500 3160 0,003 = 0,002 1,20
7 500 1500 0,0042 = 0,0027 0,11
8 500 1700 0,0072 = 0,0048 1,44
9 500 1900 0,0041 = 0,0036 0,01
10 500 2200 0,0040 = 0,0042 0,07
11 500 2500 0,018 = 0,024 1,30
12 500 2800 0,0033 = 0,0019 1,01

Bpewms zamepikku H3MepeHUs, MKC

1 0 0,00019 = 0,00008 109,14
2 10 0,00039 = 0,00038 22,23
3 20 0,0056 = 0,0026 1,29
4 30 0,0057 = 0,0035 1,05
5 40 0,0049 = 0,0026 0,73
6 50 0,0038 = 0,0019 0,35
7 60 0,0024 = 0,0015 2,67
8 70 0,0037 = 0,0024 0,35
9 80 0,0098 = 0,0088 1,46
10 90 0,0051 + 0,0043 0,54
11 100 0,0014 + 0,0011 5,37
12 110 0,0045 = 0,0040 0,23
13 130 0,007 = 0,004 1,36
14 150 0,0015 + 0,0016 3,65
15 170 0,0030 + 0,0054 0,45

C npumenenuem mpocroro tecra CThiomeHTta
HCCIIEZIOBATH BO3MOKHOCTH BHICOKOTOUHOTO OIIpeie-
JIeHus OKcucy1bumos, cocroamux us Al, Ca, Mg,
Mn wu cepbl, B wuckpoBoM jauamnaszoHe 1-3160
(puc. 2, a - 0). MunumaIbHOE SKCIIepHMeHTaIbHOe
suauenue Kpurepusa Crboogenta f,.., = 0,01 coot-
BeTCTByeT wuckpoBoMy wumHTepBalxy 500 - 1900
(Tab. 8).

3amep:kKa BpEeMEHU HWHTErPUPOBAHUS O3HAYA-
€T, 4TO CHCTeMa JeTeKTUPOBAHUA CUYUTLIBAET AHA-
JIUTUYECKUN CUTHAN KayKJAOM HCKPbI B 3aJaHHBIU
WHTEPBAJ Yepe3 OIpeaeIeHHbIH BPEMEHHOH IIpoMe-
KyTOK. [l obOpasiia KOHCTPYKIIMOHHON CTaju
72-2-1-6 paccMOTpeHO MATHAAIATH PA3IHNIHBIX Ba-
PHUAHTOB 3a/IePKKN BPpeMEeH!N HHTEeTPUPOBAHIUA, MKC:
0, 10, 20, 30, 40, 50, 60, 70, 80, 90, 100, 110, 130,

150 u 170 (cm. Tabi. 8). ¥cramnoBaeHO, YTO IPABUIb-
HOCTB OIIPEIeIeHUA OKCHUCYIh(HUIOB MOKHO IOBBI-
CUTb TIpU 3aJepP/KKe H3MEpPEeHHs aHATUTUIECKOTO
curHajna KommonenToB 110 mkc (¢, = 0,23).

B pesymbraTe mTpoOBENEHHBIX HCCIEOBAHUI
CKOPPEKTHUPOBAHbI AJTOPUTMBI 06PAbOTKU HCKPO-
BBIX auarpamMMm (HOMepa HCKPHI Hadala U OKOH-
yaHHuA ydeTa ckaukoB mHTeHcuBHOcTH, 500 u 1900
COOTBETCTBEHHO) [JIST OKCHUCYJIb(HUIOB OTIEITHHBIX
TuroB (Tabia. 9) ¢ BpeMeHeM 3aIep:KKU UHTEeTPUPO-
parua mua Al, Ca, Mg, Mn u cepsr 110 mxc. s
pacuera coAep:KaHuA BKIYEHUH PEKOMEHIOBAHO
couerars anropuTMmbl ¢ opmysaor Ne 2 ¢ mocmeny-
OIAM CYMMHUPOBAHUEM COJEP:KAHUM OKCUCYIb(U-
IIOB OTEJbHBIX THIIOB.
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Ta6mauma 9. Anropur™sl u riceBaogopMyIsl 1 onpenenerus HMB B koncTpykumonsoi cranu merogom MAIC

Table 9. Algorithms and pseudo-formulas for determining NMI in construction steels by SAES method

Oxcucynbhuz g:;:ﬁz:ggne Sanuce napamerpa B [10
Al,O;MnS AlS_CaMg iRatio SdatQulC4 (500, 1900, A107_0, Ca03_0, Mg03_0, S01_0, a, b, c).d

Ne 2 (Al07_8-1,89 + Mn03_8 + S01_8) - AIS_CaMg iRatio - 0,5
Al,O;MnSMgO AlMgMnS iRatio SdatQulC4 (500, 1900, A107_0, Mg03_0, Mn03_0, S01_0, a, b, c).d

Ne 2 (Al07 8-1,89 + Mg03 8-1,67 + Mn03_8 + S01_8) - AIMgMnS iRatio - 0,5
Al,0;MnSCaS AlCaMnS iRatio SdatQulC4 (500, 1900, Al07_0, Ca03_0, Mn03_0, S01_0, a, b, c).d

Ne 2 (Al07_8-1,89 + Ca03_8 + Mn03_8 + S01_8) - AlICaMnS iRatio - 0,5
Al,05,Ca0CaS AlCaS_Mg iRatio SdatQulC4 (500, 1900, A107_0, Ca03_0, Mg03_0, S01_0, a, b, c).d

Ne 2 (Al07_8-1,89 + Ca03_8-1,40 + Ca03_8 + S01_8) - AlCaS_Mg iRatio - 0,5
Al,0,CaOMgOCaS AlCaMgS iRatio  SdatQuIC4 (500, 1900, Al07_0, Ca03_0, Mg03_0, S01_0, a, b, c).d

No 2

(A107 8- 1,89 + Ca03_8 - 1,40 + Mg03_8 - 1,67 + Ca03_8 + S01_8) - AICaMgS iRatio - 0,5

Ta6auma 10. PesyabraTe! onpenenesus OKCUCYIb(HUIOB B IIPOMBIILIEHHBIX 00pasiax KOHCTPYKIIMOHHOM CTAJIM 10 CTAHIAPT-

HOU ¥ paspaborannoi merogukam (N = 3;n = 10; P = 0,95; ¢

= 4,30)

Tabi

Table 10. Results of determining oxysulfides in industrial samples of construction steels according to standard and developed
methods (N = 3; n = 10; P = 0.95; ¢,,;,; = 4.30)

M Conep:xanue OKCUCYITbMUIOB, % Macc. CpenHekBagpaTUIecKoe IIpemen
a%KHpOBKa S, OTKJIOHEHHE TI0BTOPS- [IOBTOPSIEMOCTH, Loken
obpasia COM ¢ 9]IC, x HA3C, x = A emocru, 62, % Macc. 7, % Macc.
27-2-2-6 0,0020 0,0023 = 0,0012 0,22 0,0039 0,018 0,97
69-4-1-2 0,0035 0,0050 = 0,0048 0,39 0,0044 0,020 1,36
72-2-1-2 0,0038 0,0039 = 0,0020 0,21 0,0040 0,018 0,21
75-2-1-2 0,0028 0,0020 = 0,0015 0,30 0,0033 0,015 2,20

Paspa6orannsbiii  crocob6 ompemeseHus OKCH-
cynbdunos merogom MAIC anpobupoBaH mpu aHa-
J3e YeThIpex 00pasIioB MPOKaTa KOHCTPYKIMOHHOM
HU3KOJIETUPOBAHHOH MAapTaHI[OBHUCTOM cramu. s
00pasIoB CTajayd IIPOBEIEHO TPH CEPHUH OIpelele-
auit (N = 3) oKCcUCYIB(UIOB B YCIOBUIX BHYTPUIIA-
60paTOPHOH TPEIM3UOHHOCTH C JEeCATHI0 Iapal-
menbHbIME omnpereneHuamu (n = 10) B Kamkmoi ce-
puu (tabi. 10).

Ha ocuoBauuu pexomengaruii PMI' 61 paccuu-
TaHbBI TMOKA3ATEeIN U IPEaebl MOBTOPAEMOCTH IS
ECATHU apalIeTbHBIX OMPEIeIeHUH, a TAKKe OTHO-
CUTEJbHBIE CTAHAPTHBIE OTKIOHEHUS OIPEeIeTeHIS
HMB wmerogom HMASC (cm. Tabm. 10). Ilpemio-
JKEHHBIN yCOBEPILIEHCTBOBAHHBLIM BapHaHT MeToa
HASC mnosBosnsieTr ompeneniTb OKCHUCYJIb(UABI B
KOHCTPYKITMOHHOM CTalH C JOCTATOYHOHU JJIA CIIEK-
TPaTBHBIX METOJIOB IIPEIM3NOHHOCTHIO: 3HAYEHHUS S,
He mnpesbrmanT 0,39, TecroBas crarucruka Crbio-
JIeHTa TOATBEPINA OTCYTCTBHE CHUCTEMATUIECKOMU
IIOTPENIHOCTH Pe3yJIbTATOB.

3akaroueHue

B pesynbraTe mpoBeneHHOTO HCCIEIOBAHMS IIO-
Ka3aHa BO3MOYKHOCTH BSKCIIPECCHOTO OIIpeIeeHUsd
HeMeTaIINYEeCKUX BKIIOUEHHH B KOHCTPYKIIMOHHOMH
CTaTH, JIETHPOBAHHONU MapraHIleM, METOIOM HCKPO-

BOM aTOMHO-dIMHUCCHOHHOHN crekrpoMerpuu. Ilpm
9TOM CyMMapHas MPOIOJLKUTEIBHOCTD MIPOBEIEHU
aHaJIW3a C y4eTOM IOATOTOBKH HPO6 COKpalleHa c
18 u (COM ¢ 91C) mo 10 muu (MADC). Paccunransl
MEeTPOJIOTHYECKHe XapaKTePUCTUKU OIpeesIeHus
CYMMBI OKCHUCYJIb(UIOB B KOHCTPYKIIMOHHBIX CTa-
nax. PaspaboraHHbI yCOBEpIIEHCTBOBAHHBIM Ba-
puant merona MAIC moxker 6bITh PEKOMEHIOBAH K
NIPUMEHEHHUI0 B J1a00pPaToOpUAX MeTAJIyPTUIEeCKUX
IpeAnpUATHH.

ABTOpBI 3ad4BIAIOT 06 OTCYTCTBUH KOH(JIUKTA
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