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lMpoaHanusuposaHbl mpebosaHuss K Memodam u3mepeHul KoHueHmpauyuu eodopoda 8 meépodol rnpobe.
SKcnepumeHmarnsHO ycmaHoeeHbl MHO20KpamHbIe pacxox0eHUs pesyribmamos Criu4eHuUll CO8peMeHHbIX CmaHOapmMHbIX
06pa3yo8 pasnuyHbix npoudsooumerielti U 8epPOSIMHbIU UCMOYHUK MaKux pacxoxoeHuli — Memo0d Hagpesa U rnaeneHus
npobbl 8 MOMOoKe 2a3a-Hocumerns, puMeHsieMbIl rpu uamepeHusix. ObocHo8aH 851800 O Hernpu2o0dHOCMuU 0aHHO20 Memoda
0nsA co30aHusi cucmeMbl MemposI02u4ecKko20 obecrneqeHuUs UsmMepeHuli KoOHUeHmpauuti 6000poda 8 KOHCMPYKUUOHHbLIX
Mamepuarnax, [MOCKO/IbKY Memposio2u4yeckue XxapakmepucmuKu npuMeHsieMbIX cpedcmes uamepeHuli He yooernemesopsirom
mpebosaHusiv 6e30rnacHo20 (hyHKUUOHUPOB8aHUSI 06bEKMO8 CO8PEMEHHOU IKOHOMUKU.

Knroueenie crnoea: usmepeHue KoHUeHmpauyuu sodopoda 8 meépdoli npobe.

The requirements of modern industrial technology to the measurement of the hydrogen concentration in the solid sample
were analyzed. The results of the described experiments show that there are the multiple discrepancies in comparison
results of the present reference standards from different manufacturers on the market today were established experimentally.
One of the most likely sources for this discrepancy is the method of melting and heating the sample in a stream of carrier
gas. The conclusion on unsuitability of that method for creation the system of metrological assurance of measurements
the concentrations of hydrogen in structural materials was substantiated because of lack of correspondence of metrological
characteristics of applied measuring instruments to the requirements of the safe functioning of modern economies.

Key words: measurement of the hydrogen concentration in solid sample.

Bogopopn aBnseTca cambiM «ONacHbIMY» 351IEMEHTOM B COCTa-
BE KOHCTPYKLUMOHHbIX MaTepuanoB. Ero monekynbl obnagator
BbICOKOW MOABWKHOCTBIO U B npouecce auddysum nepepacnpe-
OensiloTca Mexay rnokanbHbIMM 30HaMu MaTepuana. [nmaBHoe
OTNMYNe BOAOPOAA B KA4YeCTBE MPUMECK MO CPABHEHMIO C Mpu-
MEeCAMMN OPYrnxX 3NIEMEHTOB COCTOUT B CBEPXMaribiX 3HAYEHMSAX
€ro cogepkaHms B KOHCTPYKUMOHHbIX MaTepuanax. KoHueHTpa-
uMsa BOOOPOAaA B ChfaBax antOMUHWS U CBEPXMPOYHBLIX CTansx
COCTaBMsIeT, KaK NpPaBuIio, MeHbLLE O4HOW MUITIIMOHHOM Macco-
BOM gonu. Tak, B cnfaBax antoMUHUSA KOHLEHTpauusa Bogopoaa
0,1 mnH~" o3HavaeT, YTO ogHa Monekyna H, npuxogutcs npwu-
MEPHO Ha MUMNNMOH aToMoB Al. DKCNepuUMeHTanbHO U MeToAaMun
MaTeMaTU4eCcKoro MoAenMpoBaHUSA YCTaHOBIEHO, YTO ABYKpaT-
HOe MpeBbILLEHNE coAep)XaHMsa Bodopoda MpUBOOUT K MoTepe
MEeXaHW4YeCKOM YCTOMYMBOCTM U paspyluieHuto matepuana [1].
Bogopopn yacTo sABnsieTcs OCHOBHOW NPUYMHOW paspyLUEeHUs], Ha-
npuMep, C MNOBbILEHNEM €ro KOHLUEeHTpaummn cesasaHo 0o 80 %
paspyLueHnin HedpTeHanmBHbIX émkocTen [1].

HecmoTpsa Ha kaTtacTpodmyeckme nocneacTBusi, K KOTOPbIM
NPVBOASAT MOBbILEHHbIE KOHLEHTpauuMnm Bogopoda (6bicTpoe
XpYynKoe paspyLUeHune, XnaaoroMKOCTb, B3pPbIBbl Ha ra3onpoBo-
[ax), eguHasi METporiormyeckas cucteMa M3MepeHust KOHLEH-
Tpauumn BOJOPOAa OTCYTCTBYET. PaccMoTpum BE OCHOBHbIE NPO-
6nembl MeTponorMyeckoro obecnevyeHns aTon obnactn nsmepe-
HWIA: BOoAOpOoAA OYeHb Maro, Mo3TOMy Heobxoaumbl CpencTea
namepeHun (CW), obnagaroLme BbICOKOW YyBCTBUTENbHOCTBI);
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BOCMPOU3BOAMMOCTb (CXOQUMOCTb) Pe3ynbsTaTtoB aHanMTUYeCcKux
N3MepEeHU C NCMonb3oBaHnemM pasnuyHbix CU He gomkHa npe-
BblLLATb ABYKPATHYIO NMOrPELLHOCTb U3MEPEHUIA.

BnepBble ¢ pa3pylwmTenbHbIM BANSHWEM BOAOPOAA MeTan-
nypru ctonkHynuce okono 150 net Hasag. C Tex nop npobnema
CHWXKEHWUSI 9TOr0 BIUSHWS peluanacb MPakTUYeCKU Ha Kakaom
aTane pas3BUTMS TEXHOMOIMMIN, HayMHasa C BbiMyCKa COPTOBOIO
npokata (KpynnoeBa 6onesHb) v 3akaH4MBas MpPOW3BOLCTBOM
COBpPEMEHHbIX YNbTPaBbICOKOMPOYHbIX CTanen, TUTAHOBbIX U
anioMVHNEBO-MarHneBbIX CMraBoB. YPOBHU MpedernbHO  [0-
NyCTUMbIX (KPUTUYECKMX) KOHLEHTpauuin BogopoAda B TBEPAON
npobe 3a nocnegHune 100 net cHuamnuce npumepHo B 100 pas:
ot 10 go 0,1 mnH~" n gaxe go 0,05 MAH~" 4N HEKOTOPLIX cre-
uMarnbHbIX antoMVHUEBBIX CNNaBoB. B HacTosilwee Bpems n3-3a
HM3KOM «HOPMbI» KOHLEHTpauMu Bogopoda Ans ABYKpaTHOro
NPEeBbILLEHNS 3TUX 3HAa4YEHMI OKa3blBaeTCH JOCTAaTOYHO TOM Bna-
M, KOTopas NPUCYTCTBYET B OXaxaatoLLen naporasoBoi CMecu
npu NpokaTke, unn aTMocdepHoOr BNaru nNpu cBapke MeTansos.
B aTOl CBSI3N HEOOXOAMM TEXHOIOMMYECKUA KOHTPOSb HE TOmb-
KO Ha CTagun U3rOTOBMEHWS CITMTKOB M OTIIMBOK, HO M Ha cne-
OyloLWwnx ctagusix Npy NponsBOACTBE MpokaTa U MOKOBOK [2—4].
HoBble MeToabl U3MepPEeHUt [OIMKHBI 06ecneunTb NonyyYeHme Ha-
OEXHbIX Pe3ynsTaTtoB Npu onpeaeneHny cogepxaHus Bogopoaa
B Pa3nnyHbIX MaTepuarnax: oT MeTannoB 1 CNnaBoB A0 NOMynpo-
BOHVKOBbIX N HAHOCTPYKTYPHbIX Marepurarnos.

Bopopon B TBEpAon npobe nogpasfensietcs Ha HecKOrb-
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KO rpynn C pasnu4yHbIMW SHEPrUSIMU CBS3U B MHTepBane ot 0,2
0o 2 3B [5-13]. 3101 hbakT He yunTbiBaeTCA B CYLLECTBYHOLLEN
knaccudmkaummn. B crtanax BbigenstoT Anddy3HO-NOABVIKHBIN
1 cBsA3aHHbIN Bogopod. CyuiecTtBytoT pasnunyHele CU ansa onpe-
OerneHns  KOHUeHTpaumn Auddy3HO-NoABMKHOIO  BOAOPOAA.
OpHako 6a3a cTtaHgapTHbIX 06pa3sLoB A51s NoBepkM AaHHbIX CU
oTcyTcTBYeT. bonee Toro, HeT gaxe onpegeneHnsa ouddysHo-
MOOBWKHOIO U CBS3aHHOIO BOAOPOAA, U YEM OHM OTMMYaKTCA
OT Anddy3noHHOrO BOOOPOAA, OMMCAHHOrO B cTaHaapte [14].
[ns cnnaBoB TUTaHa, HUKENS, MarHMs U cTanen HopMupyeTcs
nonHoe cogepxxaHve Bogopoga. B cnnaeax antomuHug, cornac-
HO cTaHaapTy [15], BblaenseTcs ABe rpynnbl BOAOPOAA: MOBEPX-
HOCTHbI 1 paCcTBOPEHHBIN. [1py 3TOM HOpMUpPYETCst coaepXaHune
TONbKO PAaCTBOPEHHOTO BOAOPOAA.

OpHoM M3 cambIX OCTpbIX NMPoOGneM COBPEMEHHOW MmeTan-
nypruyn SIBMSIETCA MCNOMb3oBaHWe GOMbLUOW A0NN BTOPUYHOIO
MeTanna npu Npou3BOACTBE CMMaBOB, YTO MPUBOAUT K 3HAYU-
TENbHOMY MOBBILLEHWIO KOHLEHTPaLMN BO4OPOAa B FOTOBOW Npo-
aykumn. Ceipb€ ong crtanert OCHOBHOIO NPOV3BOANTENS YEPHbIX
meTannoB — Kutas — yxxe CerogHsi COAepXXUT BbICOKUI NPOLEHT
mMeTannonoma. EBpocot3 NpuHsn AMPEKTUBY O MOMHOW YyTUNn-
3auUMM BTOPUYHbIX METanmnoB Ha cBoen Tepputopun go 2025 .
OTO 03Havaert, YTo AOoNs MeTannonoMa B Cbipbe ANA NPon3Bo-
ctBa ctanen B EBpone moxet gocturatb 70 % (npv coBpemeH-
HoW HopMe He Bornee 7-8 %). M3-3a ucyepnaHusa pygHbix 3ana-
COB [0Ms BTOPMYHOrO MeTanna npu npousBOACTBE HEKOTOPbIX
)KaponpouHbIx cnnaBoB yxe cenyac gocturaet 100 %.

Bonpoc cornacoBaHna CW 1 HoOpmaTMBHBIX OOKYMEHTOB
(cTaHgapTOB) CTAHOBMUTCA OnpeaensoLwmmMm B obecneveHnn o6o-
POHHOM 1 3KOHOMMUYecKon 6e3onacHocTn Poccun. B FocpeecTpe
CW P® octanock Bcero Tpu ctaHgapTHbIx obpasua cogepxaHns
BOAOPOAA NPV HOMEHKIAaType BbiMyCKaeMbIX CMaBoB M3 ThbICAYN
HavMeHoBaHUN. HeobxoaMmo npakTM4eckn 3aHOBO CO3[daBaTb
METPOJSIOTMYECKYIO CUCTEMY ODEecrnevYeHnss N3MepeHnin KOHLEH-
Tpauuin Bogopoaa B TBEpAoy npobe, NpMYEM B KOPOTKUE CPOKM
1 Ha BbICOKOM Hay4YHOM YPOBHE.

PesynbraTbl 3kcnepuMeHTanbHbIX uccnepgoBaHun. Cy-
LeCTBYET TPW OCHOBHbIX METOAa W3MEPEHWs KOHLEHTpauuu
BoAopoAda B TBEpAOM npobe: cnekTpanbHbI METOA; ObICTPbIN
HarpeB nnv nnaeneHve obpasua B NOTOKE ra3a-HOCUTENS; BaKy-
yM-Harpes 1 BakyyMm-mnraBneHue.

CneKkTpanbHbIi MeTO4 OCHOBaH Ha perncrpaunyv MHTEHCKB-
HOCTU CBEYEHMS Maron YacTn TBEpAON Npobbl B MpoLiecce anek-
TPUYECKOro NPobos ra3oBoro NPOMEXYTKa MEXAY NOBEPXHOCTbLIO
3TON NPOo6bI U 3NEKTPOAOM. AHaNM3 CnekTpa CBeYEHNsi MO3BOSSA-
€T BblAennTb NMHUKN Bogopoaa. YyBCTBUTENBbHOCTb CNeKTpanb-
HbIX METOAOB OrpaHvW4eHa ypOBHEM KOHLEHTpauuyn BOAOpoAa
okono 1 MnH~". 3TOT ypoBeHb Ha NOPSAOK NPEBbILLAET AONYCTU-
Mbl€ KOHLIEHTPaLMN B COBPEMEHHbIX Matepuanax, B TOM 4ucre
ONA aBMaKOCMMYECKON OTpacnu (3a UCKIYEeHNeM psaa Tuta-
HOBbIX crnnaeoB). Kpome Toro, cogepykaHne Bogopoga onpenens-
eTCcsi B TOHKOM MOBEPXHOCTHOM crioe obpasua nopsgka 100 mkwm,
a npegctaBuTenbHag npoba npu TEXHONMOTMYECKOM KOHTPO-
ne GonblUMHCTBA CNNaBOB AOMKHA MMETb Maccy B HECKONbKO
rpamm [15].

Bakyym-HarpeB 1 BakyyM-nrnaBrneHne Obinv nepBbiMUM METO-
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JamMn M3MepeHnst KOHUEHTpauumM Bogopoda B TBEPAOM npobe.
BakHbIM NpenMMyLLECTBOM SIBMSIETCA «4MCTOTa» 3TUX METOAOB.
OcTaTo4HOro rasa B BaKyyMMpoBaHHOM 06bEME SKCTPaKLNOHHON
CUCTEMbI NpeaenbHO Mano. [Jaxke ecrnv BeCb OCTaTOYHbIV ra3 Oy-
OeT COCTOATb M3 BO4OpOAa, 3TO HE CMOXET CepbE3HO UCKa3nTb
pe3ynbsTaTbl UI3MEPEHWIA, TaK Kak B NpeacTaBmTenbHou npobe co-
aepxutcs nopsigka 1 Mm® Bogopoda npu HopMaribHbIX YCrOBU-
sx. Korga Bogopopn, aKcTparMpoBaHHbIN 13 Npobbl, nonagaet B
BbICOKMI BakyyMm, ero 06bém yeenuumnsaetcs o 1 m3. 37101 06b-
€M B TbiCsivy pa3 npeBbllaeT 06bEM peanbHOM U3MEPUTENBHON
BaKyyMHOWN cucTemMbl. [laBneHue B BaKyyMHOW Kamepe Bo3pac-
TaeT NPUMEPHO Ha MOPSIAOK, U MO BPEMEHW OTKaYKM OO UCXod-
HOro AaBneHnst MOXHO TOYHO (C norpewHocTbio +10 %) onpe-
OEennTb KONMMYeCTBO 3KCTparmpoBaHHOro sogopoga. B 30-e rr
XX B. bbina paspaboTtaHa TEXHOMOrMsa 3KCTpakuum Bogopoaa B
BakyyMe AN BCEX OCHOBHbIX KOHCTPYKLIMOHHBLIX MaTepuarnos,
Bkntoyas cranu. MNonHoe KonM4yecTBO BOAOPOAa onpeaensercs
BaKyyMHbIMU MeToAaMWN U3MEpPEHUst TGO No KannbpoBaHHOMY
00bEMY U MpuMpaLLeHnto AaBreHnst (BOSIFOMOMETPUYECKUA Me-
ToA), NMMBO C MPUMEHEHEeM Macc-CnekTpoMeTpa NyTEM UHTErpu-
pOBaHUsi BpEMEHHOW 3aBUCMMOCTU NOTOKa BOAOPOAaA.

HeobxoanMOCTb TEXHONMOMMYECKOTO KOHTPONSA B 3aBOACKMX
nabopatopusix NpuBena K TOMy, YTO BakyyMHble MeToAbl u3mMe-
peHVs ObINMM MOYTU MOMHOCTBI BbITECHEHbI «ObICTPLIMUY» Me-
TOAaMK, MpW KOTOPbIX HarpeB unu nnaeneHve obpasua npowc-
X0OAT B MOTOKE rasa-HocuTens npyv atMocgepHOM AaBrneHun ¢
NMOMOLLbI0 aHanu3aTopoB Bogopoda (Hanpumep, LECO, CLUA n
nx eBponenckmnx aHanoros). MNMocteneHHo gons Taknx CA B 3a-
BoAckmx naboparopusax gocturna 99 %. [maBHble npevmyLle-
CTBa «ObICTPbIX» METOAOB: KOHLEHTpaLusa BOAOpOAa N3mepsieT-
€A nNpu aTMOCEPHOM AaBMNeHUW; BPEMS aHanmsa Ha NopsiAoK
MeHbLUE, YeM MPY UCMONb30BAHUN BaKyyMHbIX METOAOB. TuUrenb
C HarpeBaembiM 06pasLOM MOMELLalT B MOTOK CreKTpanbHO
YMCTOro aproHa unm asota (rasa-Hocutens). NMporpeB npous-
BOOUTCA B rpaddMTOBOM TUrMe GECKOHTAKTHO C MCMONb30BaHU-
€M 3Heprum MMMynbCoB BbiCOKOYACTOTHOro (BY) HarpesaTtens.
Bogopopn, BbigenuBluniics 13 obpasua, cMeluMBaeTCcs C ra3om-
HOCMTernem 1 MocTynaeT cHavana B COpOUMOHHbIM huneTp Ans
OYMCTKM OT NOCTOPOHHMX MPUMECEN, a 3aTEM B U3MEPUTENBHYIO
s4yeliky. NMpegnonaraeTcs, 4TO BOAOPOA He copbupyeTca Ha cop-
OeHTe 1 3adepXaHHbIX UM BPEAHbIX MPUMECSX U HE BCTYMAET C
HUMMK B XUMUYECKUe peakumn. MpuHUMN AecTBUS N3MepuUTenb-
HOW SI4YENKM OCHOBAH Ha pasHuLe (Ha NopsaaokK) KOadhPUUMEHTOB
Tennonepeaayn Bogopoaa v rasa-Hocutens. Mamepsaemas senu-
YMHA — Pa3HOCTb TeMMepaTyp ABYX NPOrpeBaemMblX HATEN, oaHa
13 KOTOpbIX 064yBaeTcs MOTOKOM ra3a-HOCUTENsi C BOAOPOAOM,
a gpyras — 4YucTbiM rasom-Hocutenem. [MpakTnyeckn nobble
npvmMmecu (Napbl METANIOB, ranorexbl, BOAA) NPUBOAAT K 3arpsis-
HEHVIO TeNNOOTAAKLWEN NOBEPXHOCTU Crnvpanu, nosTomy pabo-
TaTb 6e3 copbeHTa Henb3sA. ABMALMOHHbIE CMaBbl copepXar
3HaYUTENbHbIE NPUMECU MarHust u NUTus. Mapbl 3TUX MeTannoB
NPOHVKAIOT Aaxe 4Yepe3 COPOEHT 1 NOCTENEHHO 3arps3HsIoT no-
BEPXHOCTb Cnupanu, YTo NPMBOAUT K CUCTEMATUYECKOMY MCKa-
YKEHUIO pe3ynbTaToB U3MEPEHUIA.

«BbICTpbIE» METOABI aHanM3a LWMPOKO MPUMEHSIOTCS B MeXna-
6opaTopHbIX CIINYEHNAX CYLLECTBYIOLLMX CTaHAAPTHbLIX 06pa3LoB
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Pe3yl1bTaTbI Me)KﬂaGOpaTOprIX cru4yeHumn CTaHAApPTHbLIX 06pa3l.|,OB
cogepxaHua Boaopoaa Cc npyuMeHeHUeM pa3sfimdHbiX MeTOOOB aHanuisa

Ta6bnuuya 1 ummn Bogopoaa Q =16 mnaH,
M3MEPEHHOro ApYrumMn y4a-
CTHUKaMW CIIUYEHWUIA.

AHanuszatop BOgopoda

KoHueHTpauus Bogopoaa B obpasue, MiH™" AB-1 kanubpoBann C uc-
OBpaseu cTanu Mapkm ATTecToBaHHOE M3mepeHusi B noToke MHeaT:pé::KyXAA_ nons3osatuem MCO cocrasa
3HayeHne rasa-Hocutens* \-leTblp'eE)X OﬁgaaLlOB artoMMHMEBOro cnraBsa Tuna
1201 (C0O-0,18, ICO 6007-91
12X18H10T, TepmoobpaboTaHHas 1,15 +0,20 1,15+0,25 0,42+0,025 cepTudmkat 06 yTBepKaeHun
AlISI 304 ¢ ranbBaHN4ecKUM tvna Ne 1723), aTTectoBaH-
nokpbiTem Ni TONWWHON 5 MKM 5,40 £0,40 5,40+0,10 2,74+0,140 Hoe 3HaueHMe COmepkaHus
12X18H10T ¢ ranbBaHW4YeCKUM — _1
BoAopoaa =0,18 wmnH™",

nokpbiTem Ni TONWMHON 5 MKM 6,80 +0,50 6,80+0,10 5,50+0,300 nopoga Q.

lMpumeyaHue: *pe3ynbTaTbl NOMyYeHbl MO AaHHbIM OT 5 Ao 10 nabopaTtopui.

1 npu paspaboTke HoBbIX. Tak, B 2014 1. B MeXayHapoAHbIX Crinye-
HMSAX CTaHAapTHbIX 06pasLoB cCoaepXaHsa BOAOPOAa PasnnyHoro
XMMMYECKOro coctaBa yvacteoBano 20 nabopatopuit. Mpu aTom
19 nabopaTopuii ncnonb3oBanu «GbICTPLI» METoA aHanmaa B rno-
TOke rasa-Hocutens un Tonbko ogHa (OO0 «HIK 3MT») — meTon
BakyyM-HarpeBa. CpaBHeHVe BaKyyMHbIX 1 «ObICTPbIX» METOO0B
MoKa3arno CyLLUECTBEHHbIE PaCXOXOEHWs pesynsTaToB M3mepe-
HUIA OHUX U TeX XXe CTaHAapTHbIX 006pa3uoB. MamepeHus meTo-
OOM BaKyyM-HarpeBa OCYLLECTBINSANN MacC-CNeKTPOMETPUYECKUM
aHanusatopoM Bogopoaa AB-1, KOTOpPbIV MPOLIEN UCMbITAHWS BO
BHWWM n BkntouéH B Mocpeectp CU P®. OctanbHble y4acTHUKM
cnudeHunn (nabopatopmm 1 NPOM3BOAUTENM CTaHAAPTHbIX 0bpas-
LIOB) UCMOMNb30Banu METOA, HarpeBa 1 NnaeBneHns B NOTOKe rasa-
HocuTensa. [na onpegeneHvs codepXaHus BoAopoAa CryXumm
aHanusatopbl LECO (CLUA) n Bruker Elemental (FTepmanus). Pe-
3ynbTaThbl CIIMYEHUI NpUBEAEHbI B Tabn. 1, 2.

Kpome CO cranew, cnnyanucb cTaHgapTHble 0bpasLpbl 13 Yn-
ctoro TutaHa cupmbl LECO (LECO SDS 00500 PN 502-024, He
BkntoyeHbl B [ocpeectp CU P®). Pesynsratsl namepeHuin, nony-
YeHHble METOOM BaKyyM-HarpeBa, CornacyrTcs B npeaenax ao-
BEPUTENBHOIO MHTEpBana Co CpeaHUM 3Ha4YeHWeM KOHLEeHTpa-

Ta6bnuua 2

Pe3ynbraTbl cNMMYeHU CTaHAAPTHLIX 06pa3LoB coaepXxaHUsA Boaopoaa, Npou3Boa-

cTBa pupm Voest Alpine AG n LECO

OOBEpUTENbHbIA  MHTEpBan
2A,,= 0,02 mnH".

O6cyxgeHne pesynbra-
TOB. [NonyymBLUMECS PaCXOX-
[OeHVs pe3ynsTaTtoB M3mepeHu (cM. Tabn. 1, 2) MoXHO 6bIro Gbl
0OBACHUTL MOrPELLHOCTBIO KanMoOpOoBKX, HO CXOAMMOCTbL Pesyrb-
TaToOB M3MEPEHUI C aTTecToBaHHbIM 3HadYeHnem ans NCO dwmp-
mbl LECO (cm. Tabn. 2, ctpoku 4, 5) 1 TutaHoBbIx 06pa3uoB dup-
Mbl LECO (Q =16 MnH™") He No3BOrsieT cAenaThb Takoi BbIBOL.

MeTogom BakyyM-HarpeBa MOXHO U3MePSATb MOTOKN BOAOPO-
[a u3 nporpeBaemoit Npobbl B TeYEHNE AECSATKOB 4YacoB, Moka
NMOTOK BOAOpOAA HE OOCTUTHET YypoBHA poHa. MakcumanbHasa
TemnepaTtypa aKCTpakuuy BOAOPOAAa B Bakyyme AN TUTaHOBbIX
N cTanbHbix 06pasuoB coctaBnsetr 900°C. 3Toro 3HavyeHus [o-
CTaTOYHO A1 MOSHOM SKCTPaKLMM BOAOpoAa 13 o6pasLoB TBEP-
[ov Npobbl U HAHOCTPYKTYPHBLIX MaTepuanos [16—19].

B ctaHgapte [20] yka3aHo, 4YTO 4S5 MOMHOro U3Brie4YeHns Bo-
[opoga 13 ctanemn HeKkoTopblIX MapoK HeOOXOAUMO MPUMEHHATb
nnaenexHve npu Temnepatypax 1600-1900 °C. Ho npu Takmx
TemnepaTtypax OygoeT npoucxoauTb akTMBHas Avccoumauuns
BOAb! M BOOOPOOOCOAEPXKALUMX COeQUHEHWI, NMPUCYTCTBYIOLLUX
B rase-HocuTene B KOnMM4ecTBe, CONOCTaBMMOM C KONMMYECTBOM
Bogopoaa B npobe maccon 2-5 r. Kpome Toro, 6yayt amccouum-
poBaTb BoAa W yrneBOoAOPOAbl, aAcopOupoBaHHbIE Ha BHYTPEH-
HMX MOBEPXHOCTAX 9KCTPAKLMOHHOW CUCTEMbI, YTO CTaHeT uC-
TOYHMKOM [OMOMHUTENbHBIX NMOTOKOB BOAOPOAA.
VicnapeHve umHKa 1 HUKENs M3 ranbBaHUYeCcKuX
MOKPLITUI CTanen Takke MOXET NPUBECTU K Bbl-
OerneHvio Bogopoaa yxe BHYTpy copbeHToB u3
ancopburpoBaHHbIX Ha HUX BELLEeCTB. OTUM Nerko
06bACHAETCH MHOroOKpaTHOe MpeBbIlLIEHNe W3-

KoHueHTpauus Bogopoga B obpasuie, MiH-" MEpPEHHBIX 3Ha4YeHW KOHLEHTpauui Boaopoaa
B CTandax C NMOKpPbITUAMU, KOTOpPOE Habnogaetcs

O6paseL, cTany mapkm (bupma) ATTECTOBAHHOE Mertoz sakyym- P P A
aHadeHMe Harpesa Ans npu UcnonbL3oBaHMM METOL0B Harpesa v nnasne-

yeTbIpéx obpasLos HUs B MOTOKe rasa-Hocutens [16].
ARM (Voest AIpine AG) 1,0 0,2 0,50+0,03 Pe3y1'IbTaTbI nocnegHux VICCJ'Ie,EI,OBvaHVIVI no-
BRM (VoestAIpine AG) 1,0£0,2 0,4740,02 Ka3blBakT, YTO pacxoXxaeHna 3Ha4YeHUN KOHLEeH-
CRM Tpaumu Bogopoaa 0CoGEHHO BEMUKK MpU Crinye-
C ranbBaHM4yecknm

MOKPBITYEM Zn ToLLHOM 10 MKM HUAX 06Pa3LOB C aTTECTOBaHHLIM COAEpXKaHNeM
(Voest Alpine AG) 2,00,3 0,80+0,05 Bogopoda meHee 1 mnH [16, 21, 22]. Tak, B [16]
CO 8447-2003 ctank 501-529 6,120,3 6,010,36 MOMYHEHO MATUKPATHOE PACXOKABHNE 3HAHeHWA
(LECO) Anst o6pasoB ¢ KoHUeHTpauusimMm 2—6 1 0,6 mnH".
ICO 8448-2003 cranb 762-747 1,8 40,4 1,7120,10 Mpu4ém BCE M3MEpeHUsi NPOBOAWIIN aHanmsaro-
(LECO) pamu compmbl LECO meTogom HarpeBa B NOTOKe
48 U3mepumernbHass mexHuka Ne 12, 2017
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rasa-Hocutend. [MpeanonoXutenbHO, OCHOBHBIM WCTOYHWKOM
Taknx GONbLUMX pacxoXOeHun aBnsaeTca cnocob nporpesa 06-
pasLoB B npouecce aHanuaa [21, 22].

Mpn n3amepeHnsix BakyyMHbIM METOAOM aHanmMTUYECKUA OT-
POCTOK 3KCTpakTopa C aHanuMaupyembiM 06pasuom Lenukom
nporpeBaeTca A0 TemnepaTtypbl 3KCTpakumu. IOTO MO3BONseT
BblAepXXunBaTb 06paseL, Npu 3afaHHON TeMnepaType NPon3Borib-
Ho ponro. OgHako ras-HoCuTenNb HemnMb3s HarpeBaTb A0 BbICOKON
TemnepaTtypbl (MeTo4 aHanu3a B MOTOKe rasa-HocuTens), Tak
KaK 3TO NPUBEOET K MCKAKEHWUIO MOKa3aHUM SYenku Tenmnonpo-
BOAHOCTW. [aHHoe O6CTOSATENLCTBO 3acTaBnsaeT MNpPUMEHSATb
OMCTaHLUMOHHBIN BY-Harpes, npn KOTOPOM HarpeBakoTCs TOMNMbKO
Turenb ¢ obpasyom. YTobbl yMEHbLUMTL TennoBble MoTepu 3a
CYET KOHBEKUMK, Tennonepegayn n anddysnm, UMMnynsc Harpe-
Ba JernaltT MOLLHbIM, HO KOPOTKUM MO BpemeHun. [as-Hocutenb
UMeeT KOMHaTHYI TemnepaTypy, 064yB TUIMSA 3TVM ra3om YCKO-
pseT oxnaxaeHue obpasua, ocobeHHO MHTEHCMBHO B Auana-
30He Temnepatyp 700...200 °C. Bogopoad, KOTOpbIA He ycner
npoanddyHanpoBaTb U3 obbema obpasua Hapyxy 3a 3—-5 MuH
nocre nporpesa, 0Ka3blBaeTCA HE U3BMEYEHHbBIM, YTO NPUBOAUT
K 6OMbLIMM NOrPELUHOCTSAM Pe3ynbTaToB, Kak U3MEPEeHUn, Tak u
KannbpoBKM aHanNM3aToOpoB BoAopoaa.

3ameTum, 4YTO amMnnuTyda, AJMTENbHOCTL U uyucrno BY-
UMMyYNbCOB NPOrpeBa SBMSIOTCA NMPOU3BONBHO HacTpavBaeMbl-
MW napameTpamu. Hanpvmep, And uccnenoBaHWs antoMuHue-
BbIX CMMNaBoOB «dupMeHHas» HacTpourka aHanu3artopa LECO
BKIIOYAET HarpeB C WCMONb30BaHMEM OJHOro mMmnynbca. Ha
NMpakTUKe B OTEYeCTBEHHbIX nabopaTopusax OCyLLEeCTBNSeTCs
OBYXUMMYMbCHBIA Harpes.

Takum 00pa3om, MOXXHO KOHCTaTUpOBaTh, YTO METOA Harpe-
Ba ¥ NnaBneHus npobbl B MOTOKe rasa-HocuTenst n npmbopsl,
peanuayowue 3TOT METOA, He MPUrogHbl Kak Ans pa3paboTku
n cepTudurKaumym CTaH4apTOB, Tak U ANS U3MEPEHUA OTHOCK-
TenbHO HU3KMX KOHLEHTpauui Bogopoaa B cnnasax. Pesynerart
N3MepEeHNIN 3aBUCUT OT MHOMMX HecTabunbHbIX hakTopoB. bo-
nee Toro, nporpes BY-nmnynscamu TpebyeT crneunanbHOM Ha-
CTpOMKM onsi 06pa3yoB onpeneneHHoro Tmuna, Ytobbl NonyynTb
CXOOMMOCTb pe3ynbTaTtoB n3mepeHu B npobax npyMepHo oau-
HaKOBOr0O COCTaBa, HO C Pa3HbIM 3HaYE€HWEM KOHLeHTpaLum Bo-
gopopa. Ha pesynerartbl M3MepeHuii BNMAeT Aaxe KONMYecTBO
MOBTOPHbIX MCMONb30BaHWIN TUIMSA U COOTHOLLEHNE Macc TUIMs
n obpasua [16].

3aknroyeHue. ViamepeHne KOHLEeHTpaLmMm Bogopoaa B TBEP-
[ov npobe OTHOCUTCS K BaXKHEWLIeMYy BUAY TEXHOMOrM4Yeckoro
KOHTpons, obecneymBaroLlero ka4ectso u 6e3onacHoCTb PyHk-
LMOHNPOBAHNSA MaLUUH U KOHCTPYKLUA. Tem He MeHee, B HacTo-
ALWMIA MOMEHT OTCYTCTBYHOT Heobxoammasa 6a3a crtaHAapTHbIX
obpasuos, cornacoBaHHas TepmuHonorus, CW, rapaHTupyto-
LMe AOCTOBEPHbIE pe3ynbraThl U3MEPEHWI, a TakKe 3TarnoHHbIe
yCTaHOBKM Ans nepsuyHon nosepku CY n ctaHgapToB copepxa-
HMs Bogopoaa.

AHanus paHHbIX 3KCMEPUMEHTarnbHbIX WCCreaoBaHui no-
Ka3blBaeT, YTO BaKyyMHble MeTOAbl M3MEPEHMS KOHLEeHTpauuu
BOAOPOAA MO3BOMSAKT NOMyYMTb LOCTOBEPHBIN pesynbraT u 06-
nagatT MUHMManbHBIMU CUCTEMaTUYECKUMW MOTPELLUHOCTAMM.
Mcnonb3oBaHre BaKyyMHbIX MeTogoB obecnedmBaeT TOYHOCTb
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pe3ynsTaTtoB U3MEPEHUI, OOCTATOYHY0 AN perncrpaummn Apy-
KpaTHOro MNpeBbILLEHNS KPUTUYECKUX YPOBHEN KOHLEHTpauumu
BOOOpOAa B TBEPAON Npobe. VIMeHHO ANnst AaHHbIX METOA0B He-
06XO,ELVIMO paapa6aTb|BaTb HOBble HOpMaTUBHbIE OOKYMEHTbI U
CTaHOapTHble 0bpasLybl.

AHanusartopbl Bogopoaa, peanusyolie Metos nporpesa u
nnaBneHna B NOTOKE ra3a-HoOCUTENA, HGO6XO,ELI/IMO BbIBOOUTb U3
akcnnyartaumm, Tem 6onee, 4to 3TM NPMBOPbLI UMMOPTHOIO NPO-
n3BoaCcTBa, a HopMaTuUBHbIE OOKYMEHTbI ANA OornbLUMHCTBA npu-
MEHEeHWI faHHoro MeToda paspaboTaHbl A4ecATKM feT Hasag U
He O0TBeYaloT YPOBHIO COBPEMEHHbLIX OAaHHbIX, MOMyYEeHHbIX KakK
oTeyeCTBEeHHbIMU, TaKk U 3apy6€)KHbIMVI cneumnannctamu.

VMccnepgoBaHme BbinonHeHo npu nogaepxke POOU, npoekThbl
Ne 15-08-03112-a n 17-08-00783-a.
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Pa3paboTKa cTaHAapTHbIX 06pa3L 0B N30TONHOIO

COCTaBa yrnepoaa HOBOro Tuna
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2CaHkm-llemepbypackuli HayUOHabHbIU uccriedosamesibCKuli yHUsepcumem UuHgOopMayUOHHbIX

mexHornoaul, mexaHuku u onmuku, CaHkm-lemepbype, Poccus

ObocHosaHo co30aHue cmaHOapmHbIX 06pa3y08 u30morHo20 cocmasa yanepoda Ho8020 murna — 2a308bix cmecel
2C0O,+"CO,+N, & bannoHax nod OasneHueM. Takue cmaHOapmHsle obpasubl mpebyromces Ornsi U3MEPEHUL omHowWeHuUl
uzomorios *C/"2C & ea308bix cmecsix CO,. PaccMompeHb! npoyedypbl Mpu2omosieHusi U 8epughukayuu cmaHOapmHbIX
06pa3yos, 8bIrnonHeHa nposepka ux cmabunsHocmu. PaspabomaHHble cmaHAapmHble 0bpasubl Mo2ym CryXumb Onsi
KanubpoesKu (MoeepKu) U30MOrHbIX Kak UHGpaKpacHbIX aHaau3amopos, mak U Macc-CrieKmpoMempos.

Krnroyeenie crioea: usomorisi yenepoda, cmaHdapmele o6pa3ub/ U30mMoriHoeo cocmaea yenepoda, Xapakmepucmuka

u3omornHo2o cocmasa 0"°C,ppg.

We developed a new reference standard of carbon isotope ratio *C/"?C for measurements of 6"°Cppg in CO,. There is a
gas mixture of pure 2CO,, *CO,and N,. The new reference standard eliminates the need of preparation of existing reference
standards when measuring the 6"°C, 5 in CO,. The procedure of preparation and verification of reference standard is described
in detail, and their stability is checked. The developed standard samples can be used for verification and calibration of both

isotope infrared gas analyzers and isotope mass spectrometers.

Key words: carbon isotopes, carbon isotopic reference materials, 6"°C.ppg.

[Ons kanvbpoBkM (MOBEPKWM) W3OTOMHBIX MHMPAKPACHbIX
aHanusatopoB (Picarro G2131i, LGR CCIA-38, Thermo Fisher
Scientific Delta Ray) *C/'?C B cmecsix CO, TpebytoTcst cTaHaapT-
Hble 06pa3Libl M30TOMHOrO COCTaBa yrrepoaa — ra3oBble CMecu
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2C0O,+"3CO,+N, unn 2CO,+"*CO,+Bo3ayx. B HacTosiLee BpeMs
Takvme cTaHgapTHble obpasLpbl OTCYTCTBYIOT. [oaToMy Ans Kanu-
OpOBKM aHaNM3aTopOB MUCMONb3YTCA CTaH4apTHble 0b6pasubl B
TBEPAOM U XXMAKOM arperatHbix coctosiHmsx [1]. OgHako oHu fo-
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