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Bceepoccuiickuii MHCTUTYT aBHanMOHHBIX Matepuainos (PI'YII «BUAM»
I'HI]) — xpymnHeimee pOCCHMCKOE TOCYIApCTBEHHOE MaTepHaIOBEIUECKOE
npeanpusaTie, Ha HpoTsbkeHuM 80 serT paspabarbiBaroliee M HPOU3BOJSIIEE
MaTepuasbl, ONpPEEIsIoNMe OOJIMK COBPEMEHHOM aBHAallMOHHO-KOCMUYECKON
TexHUkH. 1700 corpyauukoB BUAM Ttpyznsatcs B Gonee yeM TpUALIATH HAYYHO-
UCCIIEIOBATENbCKUX JIA0OPAaTOpHsX, OTHeNaX, IMPOU3BOACTBEHHBIX IL€Xax U
WCIIBITATEIPHOM IICHTPE, a Tak)Ke B 4eThipex ¢uiuanax uHcturyra. BUAM
BBIIIOJIHSAET 3aKa3bl Ha pa3padOTKy M TOCTaBKYy METAJUIMYECKUX U
HEMETAJUIMYECKUX MAaTepHalloB, MOKPHITHM, TEXHOJIOTMYECKUX IIPOLECCOB U
000pyJOBaHUS, METOJIOB 3alUThl OT KOPPO3UHU, a TaKXKe CPEICTB KOHTPOJIS
UCXOJHBIX MPOJYKTOB, MONy(paOpHKaTOB M M3AEIMH Ha UX OcHOBe. PaboThI
BEIyTCs KakK 0 rOCy1apCTBEHHBIM ITporpaMMaM P®, Tak u 1o 3aka3am BeIyLIUX
MpeaNpUATHI aBUallMOHHO-KOCMUYECKOro KoMIuiekca Poccuu u mupa.

B 1994 r. BUAM npucBoen crtatyc l'ocynapCTBEHHOI0 Hay4yHOroO LIEHTpa
P®, mHOrOKpaTHO 3aT€M UM ITOATBEPKACHHBIN.

3a pa3pa0oTKy M cO3JaHHE MaTepuajoB A aBUALMOHHO-KOCMMYECKOH U
JIPYTUX BHUJIOB CllENUaIbHON TeXHUKH 233 corpynHukam BUAM mpucyxaeHbl
3BaHMsI JIaypeaToB pa3IMUHbIX rOCy1apcTBEHHBIX NpeMuil. M300perennss BUAM
OTMEYEHBI HarpaJaMHu Ha BBICTABKax M MEXIYHApOJHBIX caloHax B JKeHeBe u
Bbproccene. BUAM HarpaxaeH 4 3010TbIMU, 9 cepeOpssHbIMU U 3 OPOH30BBIMU
MEIAIAMU, TOJTYY€HO 15 TUIIoMOB.

Bosrnasnser mHcTUTYT naypear rocynapcrBeHHbix npemuit CCCP u PO,

akanemuk PAH, nmpogeccop E.H. Ka6nos.
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OIPEJAEJEHUE MACCOBOM JOJIA CEPHI B " KAPOITPOUHBIX
HUKEJIEBBIX CIINTABAX U CTAJISIX B TUATIABOHE KOHIEHTPAIIUM OT
0,0001 O 0,0009% (mo macce)

Ilposedeno uccnedosanue no onpeoeieHurd MaccoBol 00aU cepvl 8 WUPOKOM UH-
mepeaie KOHYSHMpPayull 8 HCaponpoUHblX HUKENeBblX CHIABAX U CIAJIAX MEeMOOOM UH-
@pakpacnoi abcopoyuu oxcuda cepvr SO,, 00pazyrOwecocs npu ClHcUAHUU CHIA8a ¢
COOMEEMCMBYIOWUM NIAABHEM (KAMAIU3AMOPOM) 8 UHOVKYUOHHOU nedu 8 moke KUCio0-
pooa Ha eazoananruzamope LECO CS-444. B oannou pabome noooopan Howlll kama-
auzamop 0 Haubojiee NOIHO20 U3BNEUEHUSl CePbl U3 AHATUUPYEMBIX CNIAB08, Npeo-
cmasasiowutl cooou cmecw naasteti: 1 e LECOSEL Il HP u 0,5 2 onosa. Buibpana mu-
HUMAbHAS NPOOOIHCUMENLHOCb AHANU3A, He0OX00UMAas Ol NOJIHO20 U3BNe4UeHUs Ce-
pol. Tlokazana 603m04CHOCI OnpedeneHUst COOEPAHCAHUSL CEPbL 8 HCAPONPOUHBIX HUKe-
JlesblX cnasax u cmaisax 6 ouanazone konyenmpayui om 0,0001 oo 0,0009% (no macce).

Knwuesvie cnoea: Huxenesvie cniagvl, cmaiu, Memoo  UHPDPAKPACHO-

abcopoOYUOHHOU CNeKMPOCKONUU, MEMOOUKA ONpedeieHUst MACCOBOU OO0NU CEPLL.

E.A. Mekhanik, P.G. Min, N.V. Goundobin, G.Yu. Rastegayeva

DETERMINATION OF SULFUR MASS FRACTION IN HEAT-RESISTANT
NICKEL ALLOYS AND STEELS WITHIN THE CONCENTRATION
RANGE FROM 0.0001 TO 0.0009% wt.

Sulfur mass fraction in heat-resistant nickel alloys and steels was determined by us-
ing infrared absorption of sulfur dioxide SO, formed during combustion of samples with
flux (catalyst) by oxygen flow in the induction furnace of gas analyzer LECO CS-444. A
new composition of catalyst for full sulfur extraction from the analyzed alloys was cho-
sen in this work. The catalyst consists of 1 g of flux LECOSEL Il HP and 0.5 g of tin.
The minimum time of the analysis required for full sulfur extraction was chosen. The
possibility of sulfur content determination in heat-resistant nickel alloys and steels with
in concentrations range from 0.0001 to 0.0009% wt. is shown.

Keywords: nickel alloys, steels, infrared absorbing spectroscopy, measurement pro-
cedure of sulfur mass fraction.
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BBenenue

JKaporpouHbsle HUKEJEBBIC CIUIABBI MPUMEHSIOTCS B aBUAIMOHHON MPOMBIILICHHOCTH
JUTSL U3TOTOBJICHUS JIETAJIC TOPSIYero TpakTa ra3oTypOMHHBIX JBHUTaTeNNel, HECYIUX MOBBI-
IIICHHBIC TEIJIOBBIC M CHJIOBBIC HArpy3ku [1-7].

OHUM U3 BPEIHBIX MIPUMECHBIX 3JIEMEHTOB, COJICP)KaHUE KOTOPOTO B JKAPOIPOUHBIX HH-
KEJICBBIX CIUIaBaX CHCTEMATHYECKU KOHTPOJHUpyeTcs, siBisieTcs cepa [8, 9]. Ona obpasyer
HEMETAJUTMYECKUE BKIIOYCHHS B BHJIE CYIb(OUI0B C KOMIOHEHTaMHU CIUIABOB. JTH BKIIFOYE-
HUS SBJISIFOTCS KOHIIEHTPATOPAMU HANPSHKEHHA, HHUIMHPYIONIMMHE 3apOXKICHHE TPEIUH IPU
IKCIUTyaTalluy JIeTalieil U yXyAIarolnue, TeM CaMbIM, MEXaHUYECKHUE CBOMCTBA CILUIABOB, Ta-
KHE KakK JUTMTEIbHAS MPOYHOCTD, IUIACTUYHOCTD, BhIHOCAHBOCTE 1 jp. [10, 11]. Kpome Toro,
cepa MMEeT HU3KYI0 PAaCTBOPUMOCTh B HUKEIIE U 00pa3yeT Ha IPaHUIAX 3epeH U MeK(a3HBIX
IPaHULIAX JIETKOIUIABKYIO 9BTEKTUKY C HUKEJIEM C TeMIepaTypoi miasnenus ~650°C.

B nocnennee Bpems mosiBuics psag pabot [12-16], B KOTOpBIX OTMEYAETCsl OTPHUIATENb-
Hoe Biusiaue cepol (~0,0003% o Macce) B jKapoOIPOYHBIX CIIABaX HA CTOMKOCTD 3aIUTHBIX
MOKPBITUI K BBICOKOTEMIIEPATYPHOMY OKHCIICHUIO M CYIb(UIHONH KOPPO3UHU. Y CTAaHOBIIEHO,
4TO Npu cojepkanuu B cruase cepbl >0,0001% (o macce) yxyammaercs aare3us 3alIUTHOTO
MOKPBITHS K OCHOBHOMY METAJLTy 3a cueT MU(QPYy3uu cepbl B MOKPBITUE, BCICICTBHE YETO
CHWKAIOTCSI HAJICKHOCTh U Pecypc pabOThI 3aIIMTHOTO TOKPBHITHS HA JETANAX JBUTaTens. B
CBSI3M C 3TUM TIyOOKO€ paMHHpPOBAHKE CIUTABOB OT IMPUMECH CEpPhl IPHOOPETALET MEePBOCTE-
NICHHOE 3HAYCHHE.

B BUAM pa3paboTana TEXHOJOTHS MPOU3BOACTBA KAPOMPOUHBIX CIIJIABOB MOCIEIHEr0
MTOKOJICHUSI, KOTOpasi 00eCTIeUnBaeT COJIEPKaHNEe BPEAHBIX MIPUMECEH, B YaCTHOCTH CEpPhI — HE
6omee 0,001% (mo macce) [17-22]. dakTHUecKOe COMEpKAHKUE CEPhI B CIIABaX MOXKET OBITH
Ha ypoBHe 0,0001% (mo macce) u Huxke. B HacTosiee BpeMs AJsl ONPEEIeHUs COEp>KaHus
CEpbI Ha CTOJIb HU3KOM YPOBHE MPUMEHSIOT METO]] MAaCC-CIIEKTPOMETPUHU BBICOKOTO pa3peliie-
Hus ¢ TietonmM paspsaom (GDMS). Tak, B padote [14] moka3zaHa BO3MOXKHOCTB OIpeaeie-
HUS cofiepxkaHus cepbl 3TuM MetoaoM Ha ypoBHe <0,0001% (o macce). CnexyeT OTMETUTD,
YTO JAHHBIH METOJI SIBISIETCS JJOPOTOCTOSIIIHM.

Bosee OBICTPBIM U ACIIEBBEIM METOIOM TSI ONIPEISIICHUS COICPKAHMSI CEPBI B HACTOSIIIEE
BpeMsl SBIIIETCS MeToJ HMH(pakpacHO-aOCOPOIMOHHON CIIEKTPOCKONHH, PEaTH30BaHHBIA B
aHanmM3aropax razoo0Opasyrommx npumeceir ¢pupmsl LECO (CS-444, CS-600), koTOpbIMU

OCHAIIEHBI J1a00paTOpUN HA MHOTHX METAITYPIrHYECKUX MPEANPUATUSX.



B nacrosiiee Bpems pa3paboTaHHBIX HOPMAaTUBHBIX METOJHUK OIMpPENEICHUs COAEepPKaHUS
Cephl B JKapOMPOYHBIX HUKENEBBIX criaBax Ha ypoBHe <0,001% (mo macce) B PO He cymie-
CTBYET.

[lenpro maHHOW PaOOTHI SBISETCS pa3pabOTKa METOIUKH OIPEISICHHS] MAaCCOBOW 10NN
cepsl B nuama3one konneHtpanuii ot 0,0001 mo 0,0009% (mo macce) ¢ UCroIb30BaHUEM Me-

ToAa HHPPaKpacHO-a0COPOIIMOHHON CIIEKTPOCKOIHUH.

Matepuaabl U1 MeTOIbI
H3mepeHnune MaccoBO# JI0JIM cepbl B 00pa3iiax CIIaBOB MPOBOJWINA Ha ra30aHAIN3aToOpPe
LECO CS-444, ocnammeHHoM HH(PAKpaCHBIM JETEKTOPOM. BriOpaHbI clieayromme mapaMer-

pBI paboTHI TpUbOpA:

MoOITHOCTD MEUN (MAKCHUMATBHAS). .« v o v ovvev e e eie e e e e 100% (otH.);
[MponomKUTENEHOCTD MTPOAYBKH MPHOOPA MEPEA AHATTUIOM .« . o v v v vve v een e e s S5c;
BpeMst 3a0CPHKKI QHATIHBA .« .« o o v vt v et v e et e e 25 ¢;
YPOBEHD KOMITAPATOPA -+« + « « « v v v e e et ettt et e e et et e et e s 2%;
Pabodmiiras. .........cii i KHCIIOPOJT (BBICOKOI YHCTOTHI).

B kauecTBe KaTaan3aTopoB, HEOOXOIUMBIX JUISI TIOJIHOTO CKUTAHUS aHATM3UPYEMOTO Ma-
TepHala, UCIOJIb30BaIN: CMECh BOIbppama ¢ ooBoM B cootHommenuu 1:1 (LECOCEL Il HP
502-173), Beicokouunctyio xenesnyto nyapy (HP Iron Powder 501-952), ooBo u cranbHOM
crangaptabeiii oopaser (HP Iron Chip 502-401).

BpeMeHHO# MHTepBaN MOJHOTO BBIJICICHUS Cepbl M3 00pa3iia OTpadaThIBAJICS HAa CTaH-
naptaom obpasie ¢pupmbel LECO (PART NO. 502-414) ¢ aTTeCTOBaHHBIM COJICPIKAHUEM Ce-
pbt 0,0006% (o Macce) u HEKEIEeBOM cTaHaapTHOM obOpasie hupmbr Bramer (BS800) ¢ arre-
ctoBaHHbIM cojepxkanueM cepbl 0,00036% (mo macce). [TonHoe U3BNEUEHNE CEPHI JOCTUTACT-
sl IpU MPOJOJKUTENbHOCTH aHau3a 70 c.

Janee npoBoiH o00p KaTaan3aTopoB (TUTaBHEH ) pa3IMYHOTO COCTaBa, HEOOXOAUMBIX IS
MOJTHOTO U3BJIEYEHMS CEPhI U3 aHATM3UPYEMOro o0paslia, C UCTIOIb30BaHUEM CTAHJAPTHBIX 00pa3-
IIOB CTajell U HUKENEBbIX CIUIABOB U 3KCIEPUMEHTAILHOIO 00pasiia sKapOoIpOYHOr0 HUKEIEBOIO
crmraBa trna BYKM4 — pexoMeHIaimu 1mo ONpeieNieHHIO Cephl B CIIaBaxX MPEICTaBIeHHBI B pabo-
Tax [23-26]. Jlnst TpaynpOBKH ra30aHAIM3aTOpa UCIIONB30BaIM CTaIbHOM CTaHIapTHBINA 0Opaser]

¢dupmer LECO (PART NO. 502-414) ¢ conepxanuem cepsi 0,0006% (o macce) [27].

Pe3syabTarnl
PesynpTarel uccnenoBaHuii MpeacTaBiaeHsl B TabM. 1, U3 JaHHBIX KOTOPOH ClEayeT, 4To

HM OJYH M3 IUIaBHEH M cMeced IUIaBHEM He MOAXOAUT I OIpeAcCICHUSA COACPKaHUS CCPhI B



AKCIIEPUMEHTAIILHOM CIUIaBe: Tpu ucnonb3oBanuu 1 u 2 T katanmzaropa LECOCEL Il HP cepa
U3BJICKACTCS HE MOJIHOCTHIO, a mpH ucnonb3oBanuu cmecu tuiaBaeid LECOCEL Il HP (1 1) u
HP Iron Powder (0,5 r) HabaroaeTcst 3aBbIIICHAE COJCPYKAHUS CEPbl B CTaHIapPTHOM 00pasIie.
Jis mpoaoimKeHust padoThl B 9TOM HAIpPaBJICHUU ONMPOOOBAHBI JIPYTHE CMECH IUIABHEH,
YTO J1aJ10 BO3MOXXHOCTh BBIOpATh ONTUMANIBHBIN cOCTaB KaTaimu3aTopa. [lepBas KOMIO3HIUS —
cvmech | T LECOCEL Il HP 502-173 ¢ 0,5 r omnoBa; BTOpas KOMIIO3HIIHSI COCTOHWT H3
1 r LECOCEL Il HP 502-173+0,5 r cranmapthoro oopasiia cranu (PART NO. 502-401). Pe-
3yJILTAaThl ONPENIEICHUS MPEIICTABICHBI B Ta0N. 2 U 3, U3 TaHHBIX KOTOPBIX BUIHO, YTO OITH-
MaJIbHBIM KaTaJIM3aTOPOM, OOECIICUYMBAIONIMM TOJHOE BBIJCICHHE CEPhl U3 aHATUTHYECKOU

npoosl, siBisiercst cmech | r LECOCEL I HP 502-173 ¢ 0,5 T omnoBa.

Tabnuya 1
Pe3yabTaThl onpeaeieHusl COAEPIKAHUS CEPhI B CTAHAAPTHBLIX 00pa3iax crajei u
HHUKEJIEBBIX CIJIABOB, a TAKIKE B IKCIEPUMEHTAIBHOM KAPONPOYHOM HUKEJIEBOM CILJIaBe
tuna B/KM4, ¢ ucnoJib30BaHHEM Pa3IMYHBIX KATAJIU3aTOPOB

Marepuan obpasua OmnpenensieMmoe cofiepxanue cepsl, % (1Mo mMacce), B CTAaHAAPTHBIX
00pasiax ¢ KCIoJIb30BaHUEM IUIABHEH cocTaBa
Ir 2r 1r LECOCEL Il HP+
LECOCEL Il HP LECOCEL Il HP +0,5 r HP Iron Powder
CranpHOU CTaHAAPTHBIA 00pazerr
¢upmer LECO ¢ comepikaHueM cepsl,
% (1o Macce):
0,0009+0,00014 0,00092 0,00088 0,0011
0,00087 0,00087 0,0010
0,00089 0,00083 0,00085
0,00084 0,00084 0,00088
0,00080 0,00093 0,00076
0,0006+0,0001 0,00054 0,00064 0,00059
0,00065 0,00056 0,00054
0,00060 0,00055 0,00060
0,00062 0,00074 0,00068
0,00061 0,00062 0,00062
<0,0001 - - 0,00028
- - 0,00022
- - 0,00026
- - 0,00018
- — 0,00025
HukeneBblit cTangapTHBIN 00paserr 0,00037 0,00007 0,00028
¢bupmbr Bramer ¢ conepixkaHuem 0,00029 0,00008 0,00028
cepor 0,00036% (o macce) 0,00026 * 0,00061
0,00031 0,00007 0,00014
0,00027 * *
DkcrepuMeHTanbHbIH crutas BYKM4 ** *x 0,00048
wx il 0,00047
wx il 0,00027
wx il 0,00017
wx *x 0,00022

* 3HaueHNe aHATUTHYECKOTO CUTHAJIA HIKE YPOBHS XOJIOCTOH MPOOEL.
** [Ipo6a He croperna, 3HaYeHHE AHATUTHIECKOTO CUTHAJIA HIDKE YPOBHS XOJIOCTOH IPOOEL.



Tabauya 2
Pe3yabTaThl onpenesieHus1 coAep:KaHusl cepbl B CTAHIAPTHBIX 00pa3nax crajiei u
HHKeJIEBBIX CILUIABOB, 4 TAK:KE B IKCIIEPUMEHTAILHOM ciuiaBe Tuna B3KM4,
€ HCNOJIb30BAHHEM BbIOPAHHON KOMIO3UIIMYU IIABHS

Karamuzatop OmnpexenseMoe cojiepxkanue cepbl, % (o macce)
B CTaJIbHOM CTaHIAapTHOM 00pasiie GUPMBI | B HUKEICBOM CTAaHIAPTHOM | B OKCIEPHMEH- | B XOJIOCTOH
LECO c conepxanueM cepsl, % (1o macce) |  obpasiie dhupmer Bramer TaJIbHOM npobe
0,0009+0,00014 |0,0006+0,0001 | <0,0001 C COJIEPKAHHEM CEPBI CITaBe
0,00036% (mmo macce) BXM4
Cwmech 1 T 0,00090 0,00059 0,00006 0,00025 0,00009 0,00009
LECOCEL Il HP 0,00085 0,00059 0,00010 0,00035 0,00006 0,00011
¢ 0,5 r onosa 0,00091 0,00058 0,00008 0,00030 0,00004 0,00010
0,00088 0,00062 0,00005 0,00026 0,00009 0,00011
0,00079 0,00061 0,00011 0,00031 0,00012 0,00010

Tabruya 3
Pe3yabTaThl onpeaeieHus COAEPKAHUS cepbl B IKCIIEPUMEHTAJIBLHOM cIuiaBe Tuna B2KM4
€ HCI0JIb30BAHUEM BbIOPAHHON KOMIIO3MIIMU IUIABHS
Karanuzatop Copepxanue cepbl, % (10 Macce), B 9KCIEPUMEHTAIbHOM
cruiaBe BXKM4
1 r LECOCEL Il HP+0,5 r crangapTHOTrO 0,000112
o6pasiia cramu (PART NO. 502-401) 0,000043
*

0,000026
0,000061

*

0,000042
0,000026

* 3HaueHNe HIDKE YPOBHS XOJIOCTOM MPOOKI.

[To pa3paboTaHHON METOIMKE MpPOAHATM3UPOBAH OOpa3el] HHUKEJICBOrO CIUIABa, IMpH-
CIIAaHHBIN B JIAOOPATOPHUIO B paMKax MEXIYHApPOIHOro KpyroBoro 3kcrnepumenta (Kit 8-2 ot
2013 r., mo nporpamme Airbus. GE. Safran. PTP). Pe3ynbrarsl ananusa (cMm. Tabi. 2) cTaH-
JAPTHBIX 00pa3IoB CTalel W HUKEJIEBBIX CIUIABOB M 00pasiia, MPUCIaAHHOTO B paMKax Kpyro-
BOTO dKcrnepuMenTa (pesyibtat onpeaeneHus B BUAM: 0,0003% (mo macce), arTecToBaH-
Hoe 3Hadyenue coctapisger 0,00029% (o macce)), mo pa3pabOTaHHONH METOAMKE W MX aTTe-

CTOBaHHbBIC 3HAUCHHS YIOBJIETBOPUTEILHO coryacyrorcs [28].

O0cykaeHne U 3aK/JII0YCHUSA
B pe3ynbTaTe mpoBeIeHHBIX UCCIICIOBAaHUI MTOKA3aHO, YTO HU OJMH U3 paHee HCIOJIb30-
BaHHBIX KaTaJIM3aTOPOB M CMECEH KaTalln3aTOpOB HE IMO3BOJISIIOT KOPPEKTHO M JOCTOBEPHO
OTIPEICNIATh COACPIKAHUE CEPhI B KAPOMPOUYHBIX HUKEIEBBIX CIUIABaX B JMANa3oHE KOHIEH-
tpauwmii 0,0001-0,0009% (o macce), 4To OOBIICHSIETCS MO0 HETOTHBIM U3BICYEHHUEM CEPhI
U3 MpoObl, MO0 BHICOKUM COZEpKaHUEM cephbl (110 CPAaBHEHUIO C HccieayeMoil mpo0oil) B Ka-
tanu3aTope. B Xoje aHanmm3a MccleayeMoro MaTepuaia OnmpoOOBaHbl Pa3IMYHBIC KOMITO3H-

uuu miaBHeu. Ilocie O606H_ICHI/I}I MOJIYUYCHHBIX PE3YJIbTATOB BBI6paHa OIITUMAJIbHas1 CMECh



KaTaJIn3aTOPOB, IMO3BOJISIONIAs U3BJICKATh M3 MIPOObI MAKCHMaIbHOE KOJIMYECTBO Cephl. B pe-
3y/lbTaTe MPOBEACHHBIX HCCIEIOBaHUIN pa3paboTaHa METOIMKA ONPEISICHUS MAacCOBOM JOIU
CEpbl B JKAPONPOYHBIX HHUKEJIEBBIX CIUIABaX W CTAAX B JUANa30HE KOHIIGHTPAIMH OT
0,0001 go 0,0009% (mo macce) ¢ mpUMEHEHHEM MeTojaa HHGpakpacHO-abCcoOpOIMOHHON

CIICKTPOCKOIIHH.
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