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OIIPEJIEJIEHUE A3OTA B HUTPUJIAX TUTAHA, AJIIOMUHUS,
KPEMHUSA, TA®HUA U KOMIIO3SUIINUAX HA X OCHOBE C
NCIIOJIbSOBAHUEM AHAJINSATOPA «<METABAR-AR»

© Huna BacuaseBHa YanbsmmeBa®, Oabra MuxaiimosHa Muiaocepaosa

HHCTUTYT CTPYKTYPHOM MaKpPOKMHETHKM W mpobiaeMm marepuanoBenenus uMm. A. I'. Mep:xanosa Poccuiickoit AxkageMun Hayk
(MUCMAH), Poccus, 142432, Uepuoromnoska, MockoBckas 06:1., yi. Akagemuka Ocunbsaua, a. 8; *e-mail: chapyshevs@mail.ru

Cmamuvsa nocmynuaa 31 uroas 2023 2. Ilocmynuaa nocae dopabomiu 1 dexabps 2023 2.
Ilpunama k nybaukayuu 22 dexabps 2023 ..

Paspa6oranbsl MeTOmUKK OIpeleseHus a30Ta C KCIOIb30BaHHeM rasoaHanmsaTopa «Mera-
Bak-AK» B mpomykTax camopacipocTpaHsaoerocs BeicokoTemmneparypuoro cuaresa (CBC) —
HUTPHIAX TUTAHA, AJIIOMUHUS, KPeMHUs, raHus. BeiOpaHbl pesKUMbl aHAIU3A IS KAMKIOTO
THIIa 00PA3II0B: BPEMs B TEMIIEPATYPA Jerasalluy TULJISA C IJIABHEM B II€YH, BPEMs M TEMIIEPATy-
Pa IPOIYBKH SKCTPAKI[MOHHON KAMePbI C 00pasIioM, BpeMs aBTOMATHIECKOTO cOPaChIBaHU IIPO-
ObI 13 3arPy309HOM KAMePbI B TUTeJIb, BpEMs U TeMIIepaTypa IIPOAYBKH KAMEPbI IIOC/Ie 3arPy3KH,
BpeMsi BbIHOCA ra3000pasHbIX MPOAYKTOB BOCCTAHOBUTEILHOIO ILUIABICHHS U PETUCTPALIUN CHUT-
Hasa asora. CocraBieHb! mporpaMMel paboTs! reun s onpenenenns asora B TiN, AIN, SisN, u
kepamuke Ha ocHoBe HfN. BoccranosurenbHoe miasiesne 06pasiioB IIPOXOIIIIO B IIOTOKE IeJIus
mpu temuepatype meuu 2700 °C mxa TiN, AIN, HEN u 2500 °C gaa SigNy. [l1a ycxkoperusa mpo-
11ecca ¥ IOJIHOTO M3BJIEUEHUS a30Ta MCIOIb30BAIA METAIMIECKYI0 BAHHY: HUKEIEBYIO KPYIIKY
B CJIydae HUTPHOB TUTAHA U radyHus ¥ KOMOMHUPOBAHHBIH I1aBeHs Sn/Ni 71 HUTPH/OB aio-
vunusa u kpemuusa. ComepskaHuwe aszora B HMCCIENOBAHHBIX obpasmax cocraswio or 0,12 mo
39,3 % macc., oTHOCUTEIBHOE cTaHAapTHOEe OTKIoHeHne — 0,6 — 3,6 %. TouHOCTh pPesyabTaToB,
IIOJIyYeHHBIX C WCIIOJIH30BAHUEM Ta30aHAIN3ATOPA, ITOATBEPIKACHA Pe(PepeHTHBIMYI METOIAMHI
Krenbpamns u Joma.
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Jl1oma; caMopacIpoCTpaHAIOIIMHICA BHICOKOTEMIIEPATYPHBIN CHHTE3.

DETERMINATION OF NITROGEN IN TITANIUM, ALUMINUM, SILICON,
HAFNIUM NITRIDES AND COMPOSITIONS ON THEIR BASE
USING A METAVAK-AK ANALYZER
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Methods for determining nitrogen in the products of self-propagating high-temperature synthesis (SHS),
i.e., titanium, aluminum, silicon, and hafnium nitrides using a Metavak-AK gas analyzer have been devel-
oped. The optimal modes of analysis have been selected: the time and temperature of degassing of the cru-
cible with flux in the furnace, the time and temperature of purging the extraction chamber with the sam-
ple, the time of automatic dumping of the sample from the loading chamber into the crucible, the time and
temperature of purging the chamber after loading, the time of removal of gaseous products of reduction
melting and registration of nitrogen signals. Furnace operating programs were compiled to determine the
nitrogen content in TiN, AIN, Si;N,, HfN. Reduction melting of the samples took place in a helium flow at
a furnace temperature of 2700°C for TiN, AIN, HfN, and 2500°C for SisN,. To speed up the process and
complete nitrogen extraction, a metal bath was used: nickel grit in the case of titanium and hafnium ni-
trides, and combined Sn/Ni flux for aluminum and silicon nitrides. The nitrogen content in the studied
samples was determined in the range from 0.12 up to 39.3 %wt., the relative standard deviation was
0.6 — 3.6%. The accuracy of the results obtained on a Metavak-AK gas analyzer is confirmed by the
Kjeldahl and Dumas reference methods.

Keywords: aluminum nitride; titanium nitride; silicon nitride; hafnium nitride; gas analyzer
“Metavak-AK”; method of reduction melting; Kjeldahl and Dumas methods; self-propagating high-tem-
perature synthesis.
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BBenenune

Heopranumueckne HUTpHABI BechkMa BOCTpebO-
BaHbl NPHU CO3JAHUM HAYKOEMKHX BBICOKOTEXHO-
JIOTUYHBIX W3IETUH, IJI TMOJIYyIeHHUsS KOHCTPYKIIH-
OHHBIX M (PYHKI[MOHATIHHBIX MATEPUANIOB, DKCILIya-
THPYEMBIX B YCJIOBUAX BBICOKHX TEMIIEPATYpP U Me-
XaHUYECKUX Harpy3ok. TpeboBanus K (UIHUKO-
XUMHUYECKUM CBOMCTBAM IT0JIy4aeMbIX HUTPUJOB Ha-
MPAMYIO OMPEIENSOTCS 00/IacThI0 UX MPUMEHEHH.
CroiicTBa Ke KOHEYHOTO MaTepuaja, B CBOIO OdYe-
penb, 3aBHUCAT OT YHCTOTHI WMCXOIHBIX ITOPOIIKOB
HUTPHJIOB, a TaKKe crocoba ux mpousBomacTsa. Me-
TOA CAMOPACIPOCTPAHAIOIIETOCA BBICOKOTEMIIEPA-
typuoro cuaTe3a (CBC) ycmemno npuMeHAOT B
MPOU3BOJICTBE TIOPOIIKOB CAMBIX Pa3HOOOPA3HBIX
muTpunoB (AIN, TiN, SizN,). JxcnepumeHTaIBHBIE
¥ TeOpeTHYeCKHe HCCIe0BAHUS TOPEHUS METAJIOB
B asore B ycinoBusax CBC mossommiu paspaborarhb
texuuueckue ycaosud (TY) v BHEAPUTb UX B OIBIT-
HO-IIPOMBIIIIJIEHHOE ITPOU3BOCTBO IIOPOIIKOB HHT-
PUIOB ¥ KOMIIOBUTHBIX MATEPUATIOB HA MX OCHOBE
[1-6]. Ilyrem MexaHOXWMHYECKOTO CHHTE3a B
MCMAH raxixe 6bLIM HOJy4eHBI 00pa3Ilbl KepPaMu-
KU Ha OCHOBe HUTpHUaa raduwus [7, 8].

Hna ycraHOBIeHUA XUMHUYECKOTO COCTaBa IIO-
JlydaeMbIX MATepPHAJIOB M WCCIEHOBAHUSI MEXaHU3-
Ma TIPOIIECCOB CHHTE3a HEOPTAHHYECKUX HUTPUIOB
Ba)KEH XUMHWYECKUU aHaIN3 I€JIE€BOT0 IPOAYKTa
[9-11]. Ina aHAIATHYECKOTO KOHTPOJISI TEXHOJIO-
FHYECKUX IIPOI[ECCOB M FOTOBOH MPOMYKIIHU IIIHPOKO
HCIIONb3YIOT Ta30aHAIU3ATOPHI 3apyOeKHOTO IIPO-
ussoacrea (LECO, ELTRA, Horiba u ap.) [12 - 17].
C memaBHHX IIOp B HAYYHBIX HCCAEIOBAHUAX U 3a-
BOJICKHX J1a60PaTOPHUAX JJIS OIIPeJielIeHus ra3oobpa-
3YIOIIUX TPUMECEN B METAJIAX U CIUIABAX YCIIEIIHO
HCIIOIB3YIOT OTE€YeCTBeHHbIe aHaau3atopbl «Mera-
Bak» [18, 19]. Moguduranmus npudopa «Merapak-
AK» mpu Bapuanuu pPeKMMOB UYyBCTBUTEIHHOCTHU
TI03BOJIAET OIPENeNsaTh KAK KHCIOPO, TaK W a30T B
ucenaenyeMbIx obpasnax B mHTepBasne ot 1- 104 %
1o 30 % macc. ¢ OTHOCUTENIBHBIM CpeJHEKBaJIpaTH-
YeCKUM OTKIOHeHueM He 6oiee 4 %.

ens paboTs — pa3paboTKa METOIUKH OIpese-
JIEHUA a30Ta ¢ IOMOIIBI0 razoaHanusaropa «Mera-
Bak-AK» B murpumax AIN, TiN, SisN, u Kommosur-
HbBIX MaTepuanax Ha ocaose HfN.

JKCIIEPHMEHTAIBLHAA 9aCTh

B pabore ucronb3oBany rpaHyITUPOBAHHBIN I10-
pomok omoBa (Tin metal (granular) accelerator
LECO), uukeneyro kpynky (Ni Nibbled nickel Flux
LECO), craugaprubre o6pasisr LECO Ne 502-072 u
Ne 502-887 ¢ arrecTOBAHHBIM COMIEPIKAHHEM Aa30Ta
0,526 u 0,229 % macc. cOOTBETCTBEHHO, aTTECTOBAH-
ubie UCMAH o6pasiipl HUTpuaa KPEMHHSA C COIep-
skaaueM asora 37,7 u 39,3 % macc., aTTecTOBaHHBIE
NCMAH o6pa3siibl HUTpHIa TUTAHA C COAEPIKAHUEM
asora 22,0 % macc., 2 %-HbIil BOTHBIH pacTBOp 60p-

Ho# kucnotsl, 0,05 M cepnyio kuciory, 60 %-Hbli 1
0,1 M pacTBOpHBI THAPOKCHAA KATUA, THAPOKCUT JIH-
THA 00€3BOKEHHBIN, CMEIIaHHbIN HHIUKATOP (CMeCh
0,2 %-HOTO0 CIMPTOBOTO pPacTBOpa METHUIIOBOTO Kpac-
Horo u 0,1 %-HOTro CIIMPTOBOTO PACTBOPA METHJIEHO-
BOTO CHHEr0 B COOTHOIIeHHnH 1:1 1m0 o0bemy).

Jna aHanmsa HCIONIB30BAIHM Ia30aHATH3ATOD
«METABAK-AK» (HIIO «9KCAH», r.Wxesck),
HUKeJeBble KAlCyIbl IJIABHIbHBIE [JIS aHAIU3ATO-
poe METABAK (9BAK-297131.010, OOO HIIO
«9KCAH»), turiu rpaduroBbie OXHOPA3OBHIE
(000 «ITomumpod-JI», Mocksa), crakaHduku Ted-
smoHOBBIE puaMmeTpoM 10 MM, BeicoTOM 10 MM B My-
enpHyIO IEYB.

Conep:xanve asora TakKe OIMPENESIIA METOa-
vu Keenbmana u Jroma. AHamwsaTtop HCIIOIb3yeT
OopuUrHHANBHOE IIporpamMMHoe obecmeuenne Meta-
vakHNO mox ympaBieHmeM OIIepaiiiOHHONA CHCTe-
mbl Windows XP, koropoe obGecrieanBaeT KOHTPOJIb
mpoliecca aHaIu3a U JIETKUH [OCTYH K IMporpaMMaM
paboThI TTeYH, IT03BOJISAA OIIEPATUBHO BHOCUTH M3Me-
HEHUS B alITOPUTM ee paboThI [T BEIOOpA COOTBET-
CTBYIOIMX YCIOBHUH aHAIM3a KAJKIOr0 00BhEeKTa wc-
cnemoBanusa. Ha MOHHUTOpPE KOMITBIOTEPA XO] AHAJIH-
3a rpaduyecKu OoToOpaskaercs, a II0 ero 3aBeplile-
HUY Pe3yJbTaThbl ABTOMATHYECKH COXPAHAIOTC Kak
B oTmenbHOM dpaiijie, TAaKk U B CIIEI[UAJIBHON IIPO-
rpaMme CTaTHCTHYECKo# ob6paboTku. Kpome Toro,
KOMIIBIOTEPHOE YVIPABIEHHE aHAIN3aTOPOM II03-
BOJIIET HW3MEHSATh HACTPOEYHBIE IApaMeTphl, CO-
XPaHATh KaJIHOPOBOYHBIE KOI((UIIMEHTHI U pas-
paboraHHble TPOrpaMMbl PAOOTHI TEYM B MAMSITH
KOMITBIOTEpA.

Pa6ora rasoamanmmsaTtopa OCHOBaHa Ha METOJE
BOCCTAHOBUTEIbHOTO TiaBnenud [20] anmamusupye-
Moro 006pasiia B rpapuTOBOM THUTIJIE B TIOTOKE WHEPT-
HOTO rasa (renuil) B I€YHM HUMIIyJIBLCHOTO HATPEBA B
nuamnasone temmeparyp 1800 — 3000 °C. Hccnenye-
MBbIii 00pasell, TOMEIEHHBIN B HUKEJIEBYIO KAICyLy
M3BECTHOM MacChl, B3BEIIIUBAIOT HA BeCax, MOIKIIIO-
YEHHBIX K YIIPABJIAIOIIEMY KOMITBIOTEPY, W IIOMeIla-
0T B 3arpy304Hyl0 KaMmepy rasoananusartopa. llpu
9TOM Macca (PUKCHUPYETCI aBTOMATHYECKH, OIHAKO
npu HeobXoauMocTH (HAMpUMep, IPH MIPOBEIeHUN
XOJIOCTOTO OIIBITA) OHA MOKET OBIThH BBEleHA BpPYydU-
Hy0. B meus ycraHaBauBaoT rpadUTOBBIN THUTEb
C COOTBETCTBYIOI[MM IUIABHEM B 3aBHUCHUMOCTH OT
CBOMCTB aHamusupyemoro obpasma. B kKonrakre c
rpadUTOBBIM THUTIIEM 06pasel] IIaBUTCA ¢ 00pas3oBa-
HHUEM HACBIIIEHHOTO I'PaUTOM pacCIIaBa. ¥ IIepos
B JKUAKOM BaHHE B3aUMOJIEHCTBYET C KHCIOPOIOM
obpasma ¢ obpasoBaHHEM OKCHIOB yIJIEPOJa, a30T
BhIfensAeTca u3 obpasua B Bume N,. ['azoobpasubie
IIPOAYKTHI PEaKIINXU BBIMBIBAIOTCA U3 II€4YU IIOTOKOM
reusa. Kucmopon onpenenstor B Bume CO, MmeTomom
abcopburonnoit UK-cmekTpockomniu, a3or — MeTek-
TOpPOM TI0 TerTonpoBoaHocTH. Pabora razoananusa-
TOpa MPOTEKAET B aBTOMATHYECKOM PEKHUME COTJIac-
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HO 3a/IaHHOM IMpPOTpaMMe YIIPaBJIeHH:d, 10 OKOHYA-
HUV aHAIW3a UCXOJS W3 3HAYEHWH CUTHAJA KUCJIO-
pona u/uiau asoTa PacCUUTHIBAETCA COMEpIKaHue ra-
30B C y4€TOM MAacChI IIPOOBL.

Omnpenenenue asora B HUTPHUAAX THUTAHA, rad-
HHS U aJIOMUHHSA 10 Kbeabaanio IpoBOIUIN C HC-
TIOTb30BAHUEM YCTAHOBKH U3 TEPMOCTOMKOTO CTEK-
JIa, COCTOSAIIEeH W3 PEeAKI[MOHHOMN KOJIOBI C IeTUTEIhb-
HOI BOPOHKOM, XOJIOMUIbHUKA /I OTTOHKH aMMHua-
Ka U IPHUCOEIMHEHHOTO IMapoodpasoBaTess C 3aKu-
mom. Cyrs wmeroma Keembpams sakmaouyaercsi B
repesojie a30Ta 00pasiia B aMMOHUMHYIO COJIb, KOTO-
pyIo 3aTeM pasiaraiT IIel04Ybi0. BbImessioniuics
IIpx 9TOM aMMHAaK OTTOHAKT C BOAAHBIM IIapoM,
yJaBJIUBAd €ro pacTBopoM 00pHOM KuciaoThl. Ilomy-
YEHHBIH B Pe3ysIbTare MOIJIONIEHNU aMMHuaKa 6opar
aMMOHUA TUTPYIOT CEPHOM KUCIOTOM.

A3zoT B HUTpH/IE KPEMHHUA OMPEAENIIan METO[OM
Ilroma, KOTOPBIH OCHOBAH HA PA3JIOMKEHHH HABECKU
SigN, 1memoysbIM IIABI€HHEM B TPYOUaTON IeYu B
toke aproua mpu 900 °C. Beigendromuiica aMMHuak
IIOIVIONIAI0T THUTPOBAHHBIM PACTBOPOM CEpHOHU KH-
coThl. 30BITOK CEPHON KHUCIOTHI TUTPYIOT PaCTBO-
POM THUIPOKCHIA KaJUusd B IIPUCYTCTBUU CMEIIaHHOTO
WHAXKATOPA.

O6cy:xneHune pe3yabTaToOB

Jlna ananusa 06pasIioB ¢ UCIIOIb30BAHUEM Ta30-
anamusaropa <METABAK-AK» Heo6xomumo 3amaTh
rmapaMeTpsl paboThI IeUr: BPeMA B TEMIIEPATypPy He-
rasamnuy TUIJA C IUIABHEM B IeYH, BpeMs U TeMIIe-
paTypy HpPOAYBKH SKCTPAKIMOHHON KaMephl C 00-
pasIoM, BpeMs aBTOMAaTHYECKOr0 cOpachIBAHUS IPO-
ObI U3 3arPy304HOM KaMephbl B TUTelb, BPEMs U TeM-
meparypy IpOAYBKH KAMepHI IIOCIe 3arPy3KH, BpeMs
BBIHOCA ra3000pa3HBIX MMPOAYKTOB BOCCTAHOBUTEb-
HOTO IUIABJIEHHS W PETHCTPAIAM CUTHAIOB a30Ta.
Bpems mosHOrO pasiokeHHs MPOOLI 3aBHUCUT OT
CBOMCTB AHAIM3UPYEMOT0o 00pasiia M MOKET OBbITb
BeChbMa 3HAYMTENILHBIM. J[JIf yCKOpeHHu: IIpoliecca
ITOJTHOTO M3BJIEYEHHUsS a30Ta U3 06pasiia, MOHWKEeHHS
TeMIIepaTyphbl MPOIECCA M IIOBBLIMIEHUSI TOYHOCTH
PesylIbTATOB KCIIOIb30BAIH COOTBETCTBYIOIIYIO Me-
TaJINYECKyIO BAHHY U3 IIJIABKOI0 METAJLIa U CMe-
CH METAaJJI0B — ILIaBHA (0J0BO W/WIX HUKEIb), CIIO-
COOHOrO PACTBOPATDH KaK YIIepOoI, TAK W METAJI B
aHamusupyemMon mpobe. Mcmons3oBanne renvs B Ka-
YeCTBE ras3a-HOCHUTENs MO3BOJAET OIMPeaeaTh a30T
C MAaKCHMAaJbHOM 4YyBCTBUTEIHHOCTBIO BCIIEICTBHE
CYILIIECTBEHHOTO PA3IWYMsI B TEILJIOIMPOBOSHOCTIAX
STHUX Ta30B.

IIyrem mpenBapUTeILHBIX UCIIBITAHUHN TO0HPA-
JIM YCJIOBUSA AHAIM3A JJII KOHKPETHOTO THIIA MaTe-
pHaga ¥ mpeAmoaaraeMoro B HeM COAeP:KaHHuA a30-
Ta: OIITUMANBHYIO TEMIIEPATYPY IPOBEIEHUA aHAIU-
34, ero IPOJO/IKUTEILHOCTD, a TAKKE IIJIaBHU-KaTa-
JIM3aTOPbI, HEOOXOAUMBbIE [JIf IIOJHOIO M3BIICUCHHS
asoTa, ¥ MacCy HABECKH aHAIN3MPYEMbBIX 00Pa3IIOB.

Jly1s 9TOTO € OMHOM U TOI Ke TPOOOI ITPOBOIUIH P
IIOCIe0BaTebHbIX HCIBITAHUH, YCKOpPAA IIpOIiecc
BOCCTAHOBJIEHUA TOBBIIIEHUEM TEMIIEPATYPhI U/WIH
BpeMeHU aHanu3a. Maccy HaBeCKH aHATU3UPYEMBbIX
00pasiioB yCTaHABIWBAIKA B 3aBHCHUMOCTH OT BBI-
OpaHHON YyBCTBHUTEIHHOCTH HPUOOpa M IIPemIoJia-
raeMoro COJIEpKAHMSI a30Ta TAKUM 00pa3oM, YTOObI
obpasel B YCIOBHAX aHAIW3a PA3JIOKUIICI IIOIHO-
CTBIO, U TIPOIIECC 3aBEPIIUIC 3a OIpeaeIeHHoe (Mu-
HUMaJIbHOE) BpeMs paborsl meun. Kpurepmem moc-
THXEHHUA OIITHMAJIbHBIX yCJIOBI/IfI IIPOBEJIEHUA aHa-
au3a ABIAEeTCd MaKCHUMalbHad 0JIM30CTH K Taycco-
BOU KPHMBOM 3aBHCHMOCTH BBIXOJZHOTO CHUTHAJIA a30-
Ta OT BpeMeHH C MOMeHTa Hadaja [0 OKOHYAHUA
BBIXOJ]a a30Ta I0CJe JOCTHKEHUA MaKcuMyMa (mpu
MaKCHUMAaJIbHOM U IIOCTOAHHOM COEPIKaHUH a30Ta).

Amnanus 006pasiioB IOPOUIKOB HUTPUAOB HAYNHA-
JIA ¢ TIpefBapUTEIbHON KaTHOPOBKU Mpubopa C Wc-
rmoab3oBanueM cranmapTHbix oopasmos (CO) ¢ arre-
CTOBaHHBIM cofiep:xaHueM asora: Tpu HaBecku CO
QHAJIU3UPOBAIN B COOTBETCTBHH C pa3paboTaHHOM
mporpaMMmoi paborsr meuu. Ilepen mauamom paboThl
MIPOBOIIIN XOJIOCTOH OMBIT 6e3 06pasIia, moMemas B
THTeNIb HUKEJIEeBYI0 Karcyiay u Ni-kpynky (cymmap-
Ho 400 mr mHukess) gy oopasios TiN u HfN-comep-
JKAledl KepaMHKM WM HUKeJIeByl0 Karcyny, Ni-
kpynry u Sn (cymmapuo 500 mr mukemns u 500 mr
omoBa) musi AIN, SigN,. Cpennioro maccy HaBeckKu
(35 Mr) 3amaBaiu BPydIHYIO.

AccopTHMEHT CTaHIAPTHBIX 00PA3IIOB AJI OIpe-
JeJIeHUs ra30B BechbMa orpanmdeH [21 — 24], u ana
KaaubOpoOBKM Tra3oaHaIM3aTopa IO a30Ty MbI HC-
MTOJTB30BAJIN JOCTYITHBIE HAM CTAHAAPTHEIE 00PA3IThI
Ha OCHOBe THTaHa u cranu mnpousBogcrBa LECO,
a rtaxxe mopomnku SigN, u TiN, arrecroBanmubie
NCMAH. B cuty Toro, uto aHamusupyembie obpas-
upl u CO pasauuaroTcs IUanas’soHOM COMIEPIKAHUS
asoTa, a TakKe XUMHUYIECKUM COCTaBOM, IIPU KaIHO-
POBKe B IMaMATh MPHOOpPA BHOCHIH aTTECTOBAHHOE
3HAYEHUE COJEPKAHUSI a30Ta, KOTOPOE CPaBHUBAIU
¢ mosryuenubiM. [Iporpamma MetavakHNO asroma-
TUYECKHU BBIUUCIAET (PAKTOpP Iepecyeta ¥ BHOCHUT
MOTIPaBKy B Pe3yJibTaThl. BbrMuCIEHHBIH (harTop
rnepecuera (IOHIPABOYHBIA KoaduIleHT) majee
MpUMEHSEeTCS IPHU aHaau3e 00pasIoB, ero TOYHOCTD
KOHTpOIUPYIOT nepen Kamabivu 10 — 12 ompenere-
musamu azora myrem adamusa CO. Kak moxrasamo
HIUJKe HA [pUMepe HUTPHAA AaTOMHUHAA (CM.
Tab. 1), 5TOT IpHUeM II03BOJIIET II0JIy4aThb COIOoCTa-
BUMbIE Pe3yJabTaThbl, UCIIOIL3Ys PA3IUUHbIE CTaH-
naprtable o6pasiel, Hanpumep, LECO 0,229 % N u
NUCMAH SisNy 39,3 % N.

AHanus TYromiaBKMX HUTPUIOB THTaHA, rad-
HUA 1 aJIOMUHHAA IIPOBOOUIN HA OCHOBE CKOPPEKTH-
POBaHHOU paspaboTAHHOMH paHee IIPOrpaMMbl Pado-
TeI Tieun [19] B aBTOMATHYECKOM peKHMMe IIPH OT-
KJIIOUeHHOM JieTeKTope Kuciaopoxa (tabm. 1). Onru-
MaJIbHasg MacCCa HaBEeCKH MOJId HUTPHUAO0B THUTAaHA,
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QIIOMHUHHUSA, KPEMHHUA, a TaKKe KePAMHUKHU Ha OCHOBE
Hutpuga radpuusa cocrasuna 30 — 40 mr. Bpems BbI-
IIOJTHEHU TOJTHOTO Iukia anamusza — 190 - 210 c B
3aBUCHMOCTH OT IPUPOABI 06pasIia.

B kauecTBe BaHHBI I TYTOILIABKUX HUTPUIOB
TUTAHA U rapHUA UCIIONIH30BAIN HUKEIH IIPH Macco-
BoM coorHomennn Ni:o6paser 10:1%. Jlna ciiaBos,
CoZiep:KalliX DIIeMEHThI, 00pasyllne TPOYHbIe
auTpuabl U Bo3roub! (AIN, SisN,), npumensau cme-
[IAHHBIN IIaBEeHb 0I0BO + HuUKenb (500 mr Sn u
500 mr Ni ¢ yuerom maccer Ni-Karicysbl, B KOTOPYIO
[oMeIaau HaBecKy obpasma)?. McmnonbsoBanue HU-
KeJIEeBBIX KaIICyJl IPAKTUIECKU HCKII0YAeT MEXaHU-
YecKHe IOTEePH TMPU BBITPY3Ke ITOPOIITKO00PaA3HBIX
00pasiioB U3 3arpy309HON KaMmephl M, KAaK CIeCT-
BHUE, MOBBIIIAET TOYHOCTh U CXOJUMOCTb PE3yIbTa-
ToB. Bp160op Marepuasna Karcyibl B IEPBYIO 0Uepeb
OTIPEJIeTISANCS TeM, UYTO HHUKeNIb BXOJUT B COCTAB Me-
TAJITUIECKON BaHHBI, a TAKXKe JOCTYIIHOCTHIO IIPO-
nykra. Mcmonb3oBaHue 010Ba B KQYECTBE OHOTO U3
KOMIIOHEHTOB BaHHBI JJId HUTPHAA KpeMHHUA 00y-
CJIOBJIEHO CITEIIM(DUUECKUME (DU3UKO-XUMUIECKUMU
cBotictBamu SigN,, KOTOPBIiH, KAK U3BECTHO, CYIIIECT-
ByeT B BHUE - U [-IOJIUMOPMHBIX MOAUMPUKAITHI.
IIpu temneparype Bwimre 1400 °C a-SigN, mepe-
xoaut B [-SigNy, a Beire 1600 °C uHTEHCUBHO BO3-
TOHAETCH C PAa3IOKeHHeM. JTO HPHUBOIUT K «pas-
OpBIBTUBAHUIO» 00pasiia MPH BOCCTAHOBUTEIHLHOM
IUTABJIEHUY B TPA(QUTOBOM THUTJIE W 3HAYUTEIHHBIM

L T'OCT 27417-98 (MCO 4491-4-89). ITopoimku MeTasiu-
yeckue. Omnpeenenre 06Ier0 COMEP/KaHUs KUCIOPOIa Me-
TOZOM BOCCTAHOBHUTENbHOM oKcTpakumu. — M.: HIIK
«U3a-Bo cranmapTos», 2001. — 13 c.

T'OCT 17745-90. Cranu u cunasbl. MeToas! onpeneneHus
razoB. — M.: UIIK «H3a-Bo cranmapros», 1990. — 12 c.

Do

moTepsaM mpu aHanuse. Ycmonb3oBaHue 0I0BA Kak
OHOTO W3 KOMIIOHEHTOB METAJNIMYECKON BAHHBI
YMeHbIIIaeT CKOPOCTh HCIAPEHUS AHATU3HUPYEMOTO
obpasia, maccuBHpPyeT 00pasyIoIIHecs BO3TOHBI U
TeM CAMBIM TIOBBINIAET TOYHOCTH PE3YILTATOB aHA-
nu3a [6]. AHanus HUTpHAA KPeMHUA ¢ y4eToM (husu-
KO-XMMHUYECKHUX CBOWCTB 00pasiia MPOBOIWIN TIPH
temmeparype 2500 °C B COOTBETCTBHU C IIpOTpaM-
MoIt paboTsl eun (Tabi. 2).

Pesynwrarel ompeenenus aszora B CTaHIapPT-
HbIX obpasnax LECO, ob6pasimax HUTpHIa THTAHA C
aTTEeCTOBAHHBIM copep:kanueMm aszora 22,0 %, HUT-
pUa KPeMHUA C aTTECTOBAHHBIM COZIEP/KaHUEM a30-
ta 37,7 % u 39,3 % c ucroab3oBaHuEM ra3oaHaIN3a-
topa «MeraBak-AK» npencrasiesns: B TabI. 3.

Ilnsa onpemenenus GOABIINX COMEP:KAHUM a30Ta
(T0 HECKOJBKHX TeCATKOB % Macc.) TPamuIMOHHO
WCIIONB3YIOT KAk MeTon Kbembaans, Tak M MeTO[
Hdroma [9, 25, 26]. Metonsl ABIAIOTCA YHUBEPCATD-
HBIMH, a MOJIyYeHHbIE Pe3yIbTaThl XapaKTePU3yI0T-
Cc TOYHOCTHI0 M XOPOIIEH BOCIPOU3BOIUMOCTHIO,
BCJIEICTBHE Yero Kiaccuueckue meroanl Knempmams
u J[roma sBisoTcs pedepeHTHBIMHE.

Aot B HuUTpHAAx rayHUSI U TUTAHA ONPEIeISIIN
Meromom HKeenpmamsa mo  ommcaHHON — paHee
MeTOAMKe: HUTPHJ pasjiaraid KOHIEHTPUPOBAH-
HOM CepHOI KUCIOTOU B IMPUCYTCTBHUH CyJIbdara Ka-
sust (MeTom «MOKPOTO» IIABJIEHHS), 00pasyoILy0CsT
aMMOHHHHYIO COJIb 00pabaThIBAIK KOHIIEHTPUPO-
BaHHOU 111€JI09YbI0, BBIAEIAIONIUICA aMMHUaK OTTOHSA-
JI¥ C BOASHBIM IIAPOM B KOJIOY-IPUEMHHK C PACcTBO-

3 MXA 348-2017. Meroauku XuMu4ecKoro anammsa. Hu-
tpux uupkouus CBC. — Yepuoronoska: UCMAH, 2017. —
10 c.

Ta6auma 1. ITporpamma paboTsl meyu raszoananusaropa maa ananrusa mopornkos TiN, AIN u kepamuru Ha ocaose HfN

Table 1. Operating program of the gas analyzer furnace for analysis of TiN, AIN powders and HfN-based ceramics

Tlepuog Temneparypa

Bpewms, ¢ ITpomecc
peMd, Bpemenw, A, ¢ neun, °C pot
0-5 5 0*  ABTOMaTHYecKas IMPOJyBKA rejieM BCeX KOMMYHHKAIHH mpubopa
5-30 25 2200 OTEur U merasanus TUTIA C IIABHEM B Pe/KHME IIPOYyBKH Ia30BOM CHCTEMBI IIPU TE€M-
30 — 45 10 1000 neparype 2200 — 1500 °C; momonaHuTeabHAS OYHUCTKA ILUIABHSA OT CJIEI0B KHCIOPOAA U
asora
45-60 15 1500
60 — 65 5 1500 Brrouenue xomanabl «AHanmus» Ha 60-i CeKyHe: OTKpbITHE MATHHTHOTO KJIAIaHa,
TO/ICOeIUHEHNE TPAKTA Fa30BOM CHCTEMBI II€YH, IPOMBIBKA TeJINeM IIeUYH U TUEHKH Jie-
TexTopa 06e3 UKCAINY TOKA3AHUH
65 - 170 5 2700 Brixon Ha TeMIIepaTypHBIH PEKUM IIPOBEJEHUA aHAIN3a; IIPOLyBKa Ia30BOM CHCTEMBI
reqneM U cOpoc ra3006pasHbIX IPOLYKTOB B aTMOcdhepy
70 - 87 17 2700 Brnrouenue KomMaHIBI «3arpys3ka», aBTOMATHYECKHE cOpOC IPOOBI M3 3arpy304HOTO
YCTPOMCTBA B TUTENH C PACILIABIEHHBIM IIJIaBHEM, IIPOJyBKa KaMePHI II0CIe 3arPy3KH
87-190 103 2700 Brrouenne xomananr «Msmeperue» (asora). BoccranoBurenbHoe miaBieHne Ipo6HI.
BoiHOC IIPOAYKTOB, pETUCTPAIid CUTHAIA BBIJETUBIIETOCT a30Ta
190 - 210 20 0*  OrkiaroueHue HArpeBa MeYd, ABTOMATHYECKOe 3aBepIIeHIe aHAINu3a IPU JOCTIKEeHUN

KpHBOfI BBIXOJHOT'O CHUTHaJIa a3oTa Hy.TIeBOfI OTMETKH

* KomHaTHaa reMueparypa B IeHb paboThl IPHO0pa, YCIOBHBIH HOJIb.
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poM GOPHOI KHCJIOTHI; IIOJYUYeHHbIH 60paT aMMOHUS
THUTPOBAJIM PACTBOPOM CEPHOM KHUCIOTHI.

HaBecky nutpuma tutaHa winm raHHS MacCOH
0,1-0,2r pacrBopanu npu HarpeBanwum B 10 -
15 M7 KOHITEHTPUPOBAHHON CEPHOU KUCIOTHI C JI0-
6aBienueM 5 — 7 r cyxoro cynbdara Kaaui B KOHH-
gecko# Konbe BMectumocThio 100 M. ITocne momHo-
IO PAacTBOPEHWS HABECKU PACTBOP pasdaBIAIN BO-
IOM ¥ KOJIMYECTBEHHO IIEPEHOCUIN B PEAKITMOHHYIO
konby. Hobasmsanu 80 mu 60 %-HOro pacTsopa Tu-
POKCH/Ia KaIUsi ¥ COEANHAIN PeaKIHOHHYI0 KOIOy ¢
mapoobpasoBaTeseM, B KOTOPOM HarpeBaju [0 Ku-

IeHUd JUCTUJLIMPOBAHHYI0 BOAY. ¥ CTPOMCTBO KOJ-
ObI obecrieuWBaeT HWHTEHCHUBHOE IIepeMellnBaHue
peaknuoHHOM Macchl. Beimensdronuiicas aMMuaK OT-
TOHSJIN C BOASHBIM ITAPOM B KOJIOYy-IPHEMHHK, Kyaa
3apanee momernanu 25 ma 2 %-Horo pacrsopa 60p-
HOM KHCJIOTHI ¥ HECKOIIBKO KAlejb CMEIIaHHOTO WH-
nuraropa. JUCTWLIAIMIO TPOBOAWIN B TeUYeHHe
45 - 50 MuH, TIpekpaleHne OTTOHKN aMMHAaKa KOH-
TPOJUPOBAJIH 110 YHUBEPCAIHHOU HHIUKATOPHOU Oy-
mare. PacrBop o6pasyromerocsi 6opara aMMOHHS
tutpoBanu 0,05 M pacTBopoM cepHOU KHUCIOTHI IO

Ta6muna 2. IIporpamma pabors! meun razoananusaropa «Merasak-AK» misa onpenenerus asora B nmopomkax SisN,

Table 2. Operating program of the furnace of a “Metavak-AK” gas analyzer for the determination of nitrogen in SizN, po-

wders
IIepuo Temnepatypa
Bpews, ¢ puoza P o yp IIportecc
Bpemeny, A, ¢ neun, °C
0-5 5 0* ABToMaTHyecKas IMPOAyBKA rejineM BceX KOMMYHHUKAIMH IIprbopa
5-20 15 2200 OTKUr U Jlerasarus TUTJIS C IVIABHEM
20 - 50 30 1500 IIpoxyBKa razoBoi cucTeMbl U COPOC ra3006pPa3HbIX IPOAYKTOB B aTMOC(epy BO3IyXa;
BKJIIOUEHME KOMaHIbI «AHaIN3» Ha 35-i CeKyH/le, OTKPHITHE MATHUTHOTO KJIarlaHa, moJl-
COeIMHEHNE TPAKTA ra30BOM CHCTEMBI IIeYH, IPOMBIBKA TeJIHEM IIEYHN U TIEHKH JTeTEKTO-
pa 6e3 ukcanuu MoKazsaHuu
50-90 40 2500 Brixon Ha TemIepaTypHBIN pesKUM IPOBEIEHUA aHATIN3a
90 - 95 5 2500 Braouenne romammbl «3arpyskar; aBTOMaTHYECKHU COPOC IPOObI M3 3arpy304HOTO
yCTpOfICTBa B TUTEJIb C pacCIlyIaBJIEHHBIM IIJIABHEM
95 - 180 85 2500 Brrrouenue xomanabl «M3meperue», BOCCTAHOBUTENBHOE ILIABIEHNE obpasia, qukca-
1WA BBIZIEUBIIIETOCA a30Ta IETEKTOPOM II0 TEIIONPOBOTHOCTH
180 - 185 5 0* OrriroyeHne HarpeBa IeYd, aBTOMATHIECKOe 3aBEPIIeHHe aHaIN3a IPU JOCTHKEHUN

KPUBOU BBIXOJHOI'O CUTHAJA a30Ta HyJIEBOM OTMETKH

* KoMmHaTHAs TeMIiepaTypa B JieHb paboThl pub0pa, yCAOBHBIN HOJIb.

Ta6auna 3. PesynpraTs! onpezneneHus a3oTa B CTaHAAPTHBIX 00pasIiax ¢ UCIOIb30BaHHeM razoananusaropa «MeraBak-AK»

Table 3. Results of nitrogen determination in standard reference materials using a “Metavak-AK” gas analyzer

CO, arrecroBaHHOE

coziepikaHue a3ora, HaiinenHoe comepixanue azora, % macc. A6c. CRO, % Ota. CKO, %
% Macc.
LECO, 0,229 0,2303 0,2277 0,2294 0,2286 1,4-10-3 0,6
0,2261 0,2319 0,2279 0,2301
x,_g = 0,229
LECO, 0,526 0,5283 0,5238 0,5278 0,5236 4,2-103 0,8
0,5265 0,5206 0,5265 0,5261
0,5261 0,5314 0,5365 0,5152
0,5180 0,5341
X, - 14 = 0,526
HCMAH TiN, 21,7132 23,0827 21,2280 7,1-1071 3,2
22,0 x, 5= 22,01
HUCMAH 37,31 37,64 38,62 37,32 4,5-101 1,2
SigN,,37,7 X, _, = 37,72
HNCMAH 39,2280 39,3802 39,3860 39,3226 1,1-102 0,3
SizN,,39,3 39,2812 38,9585

X, .= 39,26
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W3MEHEeHUs OKPACKH HHIWKATOPA OT B3eJIeHOH K
CHUPEHEBOU.

Meroauka ompenenenus asora 1mo Kbenbaamo B
HUTPHJE ATIOMUHHA* OTIMY4aeTci OT OMUCAHHOM
BBIIIIE JIUIIIb TE€M, YTO aHAJIN3 IIPOBOAAT 6e3 mpeasa-
PUTEIBHOM MOATOTOBKH IIPO6KI, a TAKKE MacCoil Ha-
Becku aHammusupyemoro obpasma (0,05 - 0,08 r), xo-
TOPYIO OCTOPOYKHO OIYCKAIOT B PEAKITMOHHYIO0 KOJIOY
B Te()JIOHOBOM CTAKAHUYUKE.

MaccoByo om0 azoTra B HUTPHUAAX TUTAHA,
raduusa u anoMuHuA (X) B IPOIEHTAX BBIYUCISIOT
1o popmyire:

X = Vy g0, - 0,0014 - 100/m,

rae Vigo, — o6bem 0,05 M pacrsopa cepHOU Ku-
CJIOTHI, HM3PACXOMOBAHHBIM Ha THUTPOBAHHUE, MII;
0,0014 — Tutp 0,1 M cepHOIl KHCIOTBHI IO a30TY,
r/MuT; m — Macca HaBecKu obpasiia, T.

A3zoT B HUTpHIE KPEMHUSA OIPEAeIaad MEeTOI0M
Iioma®. B koHMYeCcKyI0 KOa0y-IPHEeMHUEK BMECTHMO-
creio 500 M1 momerranmu 25 mn 0,05 M pacrBopa
CepHOM KHCIOTHI (TOYHO OTMEPEHHBIH 06BeM),
300 M1 TUCTHIIIMPOBAHHOM BOJBI M HECKOJIBKO Ka-
Tesh CMEIIaHHOTO WHAWKATOpa. B pacrtBop morpy-
skanu 6apOorep, IPHUCOEIWHEHHBIA K KBapIEBOU
TpyOKe, moMeleHHo B Tpy6uaryio meus. [leun Ha-
rpeBanu mo Temnepatypbl 500 °C u mpoxgysamu To-
KoM aproHa B Teuenue 10 mun. Hasecky mutpuma
kpemuns maccoit 0,05 r momemanu B dapdopoByio
JIOJIOYKY, Ha THO KOTOPOH IIpelBAPUTEIbHO HACKIIA-
au 11 obe3BoskenHoro mporanuBanuem mpu 150 °C
THAPOKCHUAA JIUTHS, TIIATEAbHO IIepeMeIluBaIn
TOHKOH HIJION U CBepXy HachImanu eie 1 r o6es3so-
JKEHHOTO THIPOKCHIA JUTUSA. JIOJJOYKY [TOMeIanu B
Tpy64uaTyo Imedb, OBICTPO B3aKPHIBATH KBapIEBYIO
TpyOKy IIPOOKOI ¥ OBBIIIATN TEMIIEPATYPY HEYH 10
900 °C. JlomouKky BhIIEP:KUBAIH IIPU TOU TeMIepa-
Type 40 MuH. 3a 5 MHH 10 OKOHYAHHUS IIpoIecca IIe-
JIOYHOTO IIJIABJIEHUA CKOPOCTH IOTOKA aproHa yBe-
muuuBanu. [lo okoHuanuu mporecca 6apborep oTco-
eIUHSAIA OT KBAPIIEBOH TPYOKM M MPOMBIBAIIHA JIHC-
THJUTAPOBAHHOM BOMOM HAJ KOJIOOH-IIPHEMHUKOM.
PacrBop B xombe TutpoBamu 0,1 M pactBopom ruf-
pOKCHa Kalnud A0 Iepexofa OKPAcKH W3 KpacHOo-
(broseToBOI B 3€7IEHYTO.

Maccoryro goiato azora (X) B HUTpHUAE KPEMHUA
(B IpoIEHTAX) OMPEAEIIAIN 0 (PopMyIIe:

X = (25 - Vgop) - 0,0014 - 100/m,

rae 25 — oowem 0,05 M cepHO# KMCIOTHI, HIOMEIIEH-
HBIH B KOJIOY-TIpUEMHUK, MJI; Viog — 00bem 0,1 M

4 MXA 322-2004. Meromuky XMMHYECKOro aHamusa. Hu-
Tpun anovmuausa CBC mysa snexrpounku. — YepHOronoska:
HWCMAH, 2004. — 20 c.

5 TY 1798-340-048605009-2013. YapTpagucnepcrHOHHBIE
KOMIIO3HUITHOHHBIE IOPOIIKH HA OCHOBE HUTPHUIA KPEMHUSI
(a) CBC. — Yepmuoromosrka: UCMAH, 2013. — 18 c.

TUIPOKCHUA KaJWsd, U3PACXOIOBAHHBIA HA THUTPOBA-
uue, mir; 0,0014 — turp 0,05 M cepHoit KHCIOTHI IO
asoTy, r/MiI; m — Macca HaBecKu obpasiia, T.

JuamaszoH comep:kaHUsI a30Ta, OMPeNeIeHHOTO
meromamu Kpenbmansa u J[loMa B HCCIeZOBAHHBIX
HuTpugax, cocrasusaer 29,0 — 34,0 % macc. aad HUAT-
puna amomunua, 17,0 — 22,0 % macc. nma HUTpUIA
turana, 0,30 — 5,10 % macc. g HfN-comep:xarei
repamuku u 35,0 — 40,0 % mace. Aya HUTpUAA KpeM-
uuA. IlorpemrHocTs pesyIbTaToB aHAIK3A COCTABIIA-
er 0,5 % (P = 0,95), oTHOCUTEIbHOE CTaHIAPTHOE
orknouenue S, = 0,01.

Pesynbrars! onpeneneHus a3oTa B UCCAEI0BaH-
HBIX HUTPUAAX PA3IUYHBIMH METOMaMU IIPelCTaB-
JIeHbl B Tab1. 4.

Bunno, uro manoe comep:kanme azora B o6pas-
I1aX XOPOIII0 OMPENEeIAeTCd ¢ UCI0JIb30BAHUEM raso-
aHau3aTopa, B TO BpeMsA KaK KIACCHYECKHU MeTOI
Krenppans mys aroit nenu He rogurca. [is obpas-
noB, cogepskamux 0,30 — 39,3 % macc. asora, Ha-
0JII0IaeTcss XOpoIiasi CXOAUMOCTb PEe3yJIbTaTOB, II0-
JIyYEHHBIX C KCIOJb30BAHUEM TrasoaHaIu3aTopa U
KJIACCUYECKUMHU METOaMU «MOKPOH» XUMHUH.

3axjaroueHue

Oo6pasuer TiN, AIN, SizN,, HfN-comep:xarei
KepaMHKH IIPOaHAIN3UPOBAHBI HA COJEP:KAHUE a30-
Ta C UCIOJAb30BaHHWEM rasoaHanusaropa «Mera-
Bak-AK». ToduHOCTD IONy4EeHHBIX PE3YyIbTATOB B
nuanaszone 0,30 — 39,3 % macc. moxTBep:kIeHA pe-
depenrupivu metomamu Keempmana u ioma, T.e.
KCIIOJb30BAHUE Ta30aHAIN3aTOPA YCIICIIHO 3aMeHsI-
eT TPyZO0EeMKHe KIACCHUYECKHEe METOIbI «<MOKPOM» XH-
mun. IIpu sToM ymaercs usbexarsb IPUCYILIHX UM CY-
IIIECTBEHHBLIX HEIOCTATKOB, TAKHX KaK IJIATEelIb-
HOCTh aHAJIN3a, TPOMO3IK0e 000PYyI0BaAHKE, UCIIOb-
30BaHKe arpPeCcCHUBHBIX PEareHTOB U BO3MOIKHBIE IT0-
TEepH B IIPOIECCE IPOBEAECHUs aHAINU3A.
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Ta6muna 4. Pesynsrars: onpegenenus asora B TiN, AIN, SisN, u kepamuke Ha ocaoBe HfN ¢ ucronb3oBanuem razoanamnsaro-

pa «MeraBak-AK» u merogamu Keenbnana u [roma (n = 3; P = 0,95)

Table 4. Results of the comparative determination of nitrogen in TiN, AIN, Si;sN,, and HfN-based ceramics using a “Meta-
vak-AK” gas analyzer and Kjeldahl and Dumas methods (n = 3; P = 0.95)

Conepsxanue azora, % macc.

Homep
O6paseryITnaBens/CO 01 _
o6pasma ITugp Meragak-AK> MeT(ﬁljﬁ;ﬁgﬁ;ﬁﬂ (gij_} 41) 3),
1. TiN/Ni/LECO 0,229 % N CT1 20,48 20,60
CT 2 19,91 19,83
CT 3 21,81 21,68
CT 4 21,72 21,58
CT5 21,07 21,05
CT 6 21,38 21,43
2. HfN/Ni/LECO 0,526 % N Pr'i 0,12 He omp.
PT 2 0,25 He omp.
Prs 0,33 0,40
Pr4 0,91 0,90
Pr'5 1,21 1,15
Pr's 3,73 3,62
Pr'7 5,11 4,97
3. AIN/Sn + Ni/LECO 3A1 33,16 33,14
0,229 % N 3A 2 33,52 33,47
AIN/Sn + Ni/UCMAH 3A3 32,24 32,31
SizN4,39,3 % N 3A 4 33,49 33,40
B3A5 29,51 28,43
3A6 33,21 33,20
4. SizN,/Sn + Ni/UICMAH 3H 1 38,22 38,13
SigNy,37,7 % N 3H 2 38,42 38,51
3H 3 38,38 38,54
3H 4 37,24 37,32
3H5 37,71 37,67
3H 6 38,07 38,21
3H 7 37,93 38,05
3H 8 38,75 38,64
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