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B UIT BAO «MCO» paspaboTaHsl u BHEJPEHBI METOJUKY aMIIEPOMETPHIECKOTO U IOTEHITHO-
METPHYECKOTO OIIpe/eIeHrs XPOMa, MapraHlla, BAHAIUA U I[ePUs B ChIPhe U MaTepuaiax Me-
TAJUTyPIAYECKOTO ITPOM3BOACTBA C HCIIOIH30BAHHEM BECOBOTO aBTOMATHYECKOTO TUTPATOPA
«Turpuon». ABroMaTH3aIusa MPoIlecca TUTPOBAHMUA, cOOpa ¥ 06pPabOTKH MAHHBIX CHUKAET
TPYZ03aTpaThI OIIepaTopa, COKPAIAeT BPeMs AHAIN3a U YJLy4IlaeT ero MeTPOJIOrMIecKre Xa-
pakrepucTuru. PaspaboTaHHbIE METOIHKN OXBATHIBAIOT IPAKTWYIECKH BCIO HOMEHKJIATYPY
I'CO cocraBa cpIpba 1 MaTEPHATIOB METAILIyPTHUECKOr0O IIPOU3BOCTBA B IIIMPOKOM JUAIIA30-
He OIpeeIsieMbIX COIEPIKAHMA, COOTBETCTBYIOT HPEXbABIIEMbIM METPOJIOTHIECKUM Tpedo-
BaHUIM M BHECEHBI B OTPACIEBON U (heIepaIbHbIA PeecTphI.

KizoueBnle cioBa: BeCOBOM aBTOMATHYECKHE TUTpaTop «THMTpHoH» (BecoBas OHOpPETHA);
craupaprabie o6pasipl (CO); arrecramusa CO; Banaguil; XpoMm; MapraHely; [EPHii; aMIepo-
METPHUYECKOe U IIOTEHIIMOMETPUYECKOE TUTPOBAHHIE; METOMUKY BBIIIOTHEHNA U3MEPEHMIA; ChI-
Pbe 1 MaTePUAJIbI METAILIy PTUUECKOr0 IIPOM3BOCTEA; OTPACIEBOU U (DeepaATIbHBIN PEECTPhL.

THE USE OF A WEIGHT AUTOMATIC TITRATOR “TITRION”
IN THE CERTIFICATION OF THE REFERENCE MATERIALS
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The procedures of amperometric and potentiometric determination of chromium, manganese, vana-
dium and cerium in raw and materials of metallurgical production using a weight automatic titrator
“TITRION” have been developed and implemented at the Research center of the Institute for Certified
Reference Materials (ICRM). The use of the device provides automation of the titration along with col-
lection of information and data processing which reduces the labor costs, shortens the analysis time,
and improves the metrological characteristics. The developed methods, included in the branch and
Federal Register, cover almost the entire range of the state standard reference samples of the raw and
materials of metallurgical production in a wide range of detectable concentrations and match the
metrological requirements.

Keywords: weight automatic titrator “TITRION” (weight burette); reference materials (RM); certifi-
cation of reference materials; vanadium; chromium; manganese; cerium; amperometric and
potentiometric titration; measurement procedure; raw and materials of metallurgical production;
branch and Federal Register.

Jna ompeneneHus MaJbIX COAEPKAHUA BaHAIUAS B
crangaptHeix obpasnax (CO) marepuanoB 4epHOH
MeTaLTypruu (4yTyHbI, CTaIN, HUKeJIeBbIe U IpeIu-
3UOHHbIE CIIJIABBI) HCIIOIB3YIOT METO/IbI aMIIEPOMET-
PUYECKOTO, MMOTEHI[MOMETPUYECKOTO ¥ KYyJIOHOMET-
pHUYECKOro TUTPOBaHUs corbio Mopa u sieKkrporese-
pupoBauubM xeme3oMm (II) coorBeTcTBeHHO ¢ OUaM-
[IEPOMETPUIECKOM WHAMKAIINEH OKOHYAHUSI XHUMU-
YecKOo#M peakiuu BoccTaHoBieHus BaHamgua (V)
[1, 2]. MeTombl oCHOBAaHBI HA OOBEMHOM THTPOBA-
HUW ¥ ONpEeJeJIeHUN TOYKH SKBUBAJIEHTHOCTH IIO
«CKAYKy» MOTEHITAAa WX 110 KPUBBIM TUTPOBAHUS
¢ mocnenymoiei ux obpaborkoit. [Ipu mpumeHenun
CTEKJIAHHBIX MEP BMECTHMOCTH IIOTPEIIHOCTh U3Me-

pPeHHuA BKJIIOYAET IEeNBbIH PAX COCTABIAIOIINX, CBH-
3aHHBIX C H3MEpeHUeM 00heMa TUTPAHTA U BIUAHU-
€M TeMIIepaTyphl Ha pPe3yIbTaThl U3MEpPEHU .

B nacrosieit pabore A aBTOMATH3AIUH IPO-
Iecca aMIepOMETPHYECKOT0 W IIOTEeHITMOMeTpude-
CKOTO THUTPOBAHUA IIPU OIpeleeHNuN BaHAIUA HC-
IIOJTB30BANIA TUTPATOP « THUTPHOH».

Turparop «Turpuon» npexacraBasger coboi Mo-
IYJIBHYIO CHUCTEMY B BHEe PACIIOJIOKEHHBIX Ha KOp-
myce ycrpoiicrB. Ha ropmsoHTanpHOM OCHOBaHHU
HaXO[AATCA Bechl, aHanu3arop «Jkcuepr-001» u mar-
HUTHAd MeNIalKa. Sa MEIIanKOH PAacCIOIoKeHa
CTOMKa C Jep:KaTeleM 3JEKTPOJHOM CHUCTEMBI U
Tpy6KU Hacoca.
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Puc. 1. 3aBucumocrs Benuunnabl JJ[C snekTponHoii cucre-
MBI (TIOTEHITHOMETPUYECKOE TUTPOBAHKE) OT MACCHI TUTPAHTA

OpHuM U3 TPEeuMyIecTs TuTpaTopa « TUTPHuoH»
ABJIAETCH M3MEpPEeHHe MacCChl THUTPAHTA BMECTO ero
o0bemMa. JTO IMO3BOJAET HUCKIIOYUTDH ITOTPEIIHOCTH,
CBA3aHHBIE C IIPUMEHEHHWEM CTEKJIAHHBIX MEpP BMe-
CTUMOCTH ¥ BIHWSHHEM TeMmIeparypbl. MaccoBas
KOHIIEHTPAI[US PacTBOpa AJid TUTPOBAHUA BhIPAKA-
ercs B r/Kkr. Maccy TuTpanTa, MOIIEAIIero Ha THTPO-
BaHWe, U3MEPSIIOT HA BECAX, MOIKIIOYEHHBIX K THT-
paropy, ¢ Tounoctbio ¢ = d = 0,01 r. B pesynbrare
“3MepeHHOe 3HAYEeHHe MAacChl PACTBOPA IIPOCIEKH-
BaeTcsd K 3TAJIOHY MAcChl — KHUJIOTPaAMMY.

IIpomieccom TUTPOBaHUA yIpaBIAAET aHATIHU3ATOD
«Jkcmept-001». Ilporpammuoe obecrneuenue (I110)
TI03BOJISET KOHTPOJIHUPOBATH IIPOIIECC TUTPOBAHUSI
(IMCKPETHOCTh U CKOPOCTH TUTPOBAHUA), 3aAILyCKad
¥ OCTAHABJIWBAA HoAady TuTpaHTta. Ilpm usBecrHOM
NpUOTHKEHHOM 3HAYEHWH MacChl THTPAHTa, Tpe-
GyeMoro mia mpoBenenus turpoBanusd, 110 ananu-
3aTopa IIO3BOJAET Pa3bUTh KPHUBYI TUTPOBAHUS
Ha HECKOJIIBKO YYacTKOB C PasiMIHOH CKOPOCTHIO
TUTPOBAHUA:

repBasg 30Ha — BBOJAT 3aJ@HHBIA 00BEM THT-
paHTa ¢ MAKCUMAJIBHOH CKOPOCTHIO 2 T/MUH;

BTOpas 30HA — YYACTOK [0 30HBI DKBHBAJICHT-
HOCTH — CKOPOCTbH TOIa4Y¥ TUTPAHTA YMEHBIIIAETC
1o 1,01 r/mumn;

TPeThs 30HA — THUTPOBAHHUE B 30HE DKBUBAJIEHT-
HOCTH — CKOPOCTh IIOfIa4¥ TUTPAHTa MUHUMAJIbHA
(0,05 - 0,41 r/MuH), YTO MO3BOJISIET 3aPETHCTPHPO-
BaTh OOJBIIE TOYEK HA BOTHOOOPAZHOM YUaCTKe

Ta6mauua 1. Pesymnbrars! onpenenenus BaHaaus

o0 -

Puc. 2. [Tuddepennnanbuas popma KpUBOH IOTEHIIOMET-
PHYECKOrO TUTPOBAHUS

KPHUBOH IIPH MPOXOKIEHUN TOUKH S9KBUBAIEHTHOCTH
(T). Takue Bosmo:xmocTr I10 TuTpaTropa mo3Bos-
0T KOPPEKTUPOBATH BpEMA TUTPOBAHUS.

Ha pgucmteir BeiBOomuTCs Tpadui 3aBHCHMOCTH
BEJIMYUHBI AU(PPY3HOHHOTO TOKA (IIPU aMIIepoMeT-
puyeckoMm tuTpoBanuu) u M C snexrposHoii cucre-
MbI (IIPH TIOTEHIIMOMETPHYECKOM TUTPOBAHUM) OT
Maccel TuTpasTa (puc. 1).

KoopauHAThl TOYKM 9SKBHBAJEHTHOCTH OTO-
Opaskatorca Ha gucmuiee. [lomyueHHble maHHbIE HC-
MONB3YIOTCA TPH pacyeTe KOHEYHOTO pPesysibTaTa
aHaIu3a.

O06paboTKy KpHBOH TUTPOBAHHUS C €€ IIEPEBOIOM
B nuddepeHITnaIbHy0 (GopMy U OIpeeeHre TOY-
KU 9KBUBAJIEHTHOCTH aBTOMATHUYECKH OCYIIECTBIIAET
I1IO turparopa (puc. 2).

KommnbiorepHas 06paboTka KPUBBIX TUTPOBAHUA
(ompeneneune TO u oObeMa THUTPAHTA, IOLIEAIIETO
HAa TUTPOBAaHWE) II03BOJIAET YMEHBIIUTb HIKHIONO
TPaHUILY OIPefegeMbIX COAEPIKAHUN, 3HAUUTEIHHO
pacimupsier pabouuii AUAnIas0H OIpeneIseMbIX CO-
JepP/KaHui ¥ MOBBINIAET TOYHOCTh aHAHA3A.

Hauubrii npubop MO3BOJAET TUTPOBATH Majble
comep:xanua Baumamud (0,00005 r) mpu masmom pac-
xXome THUTpaHTAa (KOHIIEHTpAIud THUTPAHTA —
0,5 T/KT) ¢ BBICOKOH TOYHOCTBIO, HCIIOIB3Ys MHUHH-
MaJIbHYI0 CKOPOCTh TUTPOBAHUS.

Turpatop «TuTpHOH» UCIOAB30BAIH AJIS OIIpe-
IeJeHus BaHAAWSI ITOTEHI[MOMETPUYECKHM METO-
JIOM C BECOBBIM TUTPOBaHHUEM B KOMILJIEKTax CO JJIA
CIEKTPAJILHOTO AHAIN3a JIETHPOBAHHBIX YYTYHOB
HCO 4I'46 - UCO 4I'48, UCO UI'51 - UCO 4UTI'53
u B CO cramu YHJI 6r (ta6n. 1). Oupenenenue mpo-
BOIUIU B pexxuMe «Perucrpanus KpUBOM TUTPOBA-

A Pacmimpennas veompene- Cpennee sHaueHue Bocnpoussenenne HopmaTue koHTpONA

TTECTOBAHHOE .. ..

Hugexc CO A ¢, IeHHOCTb aTTECTOBAHHOTO MACCOBOM [OJIK MAacCOBOIt JOH BOCIIPOM3BE/IeHHs Mac-
SHaueHue 4, Yo 3HA4YeHUs UO,%(A), % BaHagua X, % Bananus | X -A|, % COBOH monu BaHamus A, %

HCO 4I'46 0,109 0,002 0,106 0,002 0,005

HCO 4I'48 0,0016 0,0002 0,0019 0,0002 0,0004

HCO UI'51 0,293 0,006 0,288 0,006 0,009

HCO 4I'52 0,0049 0,0005 0,0050 0,0005 0,0008

HCO 4I'53 0,137 0,003 0,133 0,003 0,006

YHJI6r 0,207 0,005 0,204 0,005 0,008
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Ta6auua 2. [TepeueHs arTecTOBAaHHBIX METOAUK (METO0OB) U3MEPEHMI

Howmep moxymenTa no orpacieBoMmy OmnpenenseMbIit M Jmanason
peectpy (o PexepansuoMy peectpy) KOMITOHEHT arepuai gcl;ie;;gg?gé
MX-0234-99 pen. 2015 Iepwuit Cransp, 4yryH 0,01-0,1
(PP.1.31.2016.23872)
HIW 01.01.02.03.128-2013 Banmaguit Cranb, 4yyrys 0,003 -5,0
CruiaBsl IpErU3HOHHBIE 5,0-10,0
HIW 01.01.03.04.06.131-2013 Bauapuit Cranb 0,02 - 0,30
(®P. 1. 31. 2017. 27149) Crnasbl HA HAKEIEBOM OCHOBE 0,02-0,2
deppoxpom 0,05-0,15
Pynsr xpomoBbIe v KOHITEHTPATHL 0,04 -0,10
HIU Xpom Crainb, 4yyrys 0,10 - 35
01.01.02.03.04.05.06.136-2013 CiuiaBbl HA HUKEIEBOM OCHOBE, CILUIABLI IPEIU3NOHHbBIE 0,1-30,0
®Peppoxpom 25-99,9
DeppocuInKOXpoM 25 - 60
XpoM MeTalInIecKui 96 — 99,9
Oxcun Pynb1 xpoMoBBIEe U KOHIIEHTPATHI 20-50
xpoma (III) Orueynopst 1,0-65
HIM 01.01.02.04.05.06.145-2014 Mapraserr Cranp, 4yryn 1,0-20
(®P. 1. 31. 2016. 25287) Pynwr maprauuessie u KOHIIEHTPATHI 40 - 60
®PeppocunkomMapramery 50-80
®deppomapranery 65— 95
Mapraner; MeTaaTHIeCKUi 80 -98
Ilnax Mmapraunesbrit 40 - 60
Oxcup Ilnaxu, durrockr 0,5-50

maprauna (II)

HHS» C BBINOJHEHWEM aBTOMAaTHYECKOTO THUTPOBA-
HUA U perrucTparueil IoIHOU KpUBOM TUTPOBAHUA.

JKCIEepUMEHTATbHbIE [aHHBIE 00pabaTbiBaau
TIO CIIELYIOIIEN CXeMe: IIOCie TPOBEPKU IPHUEMIIEMO-
CTH TIOJIYyYEHHBIX PEe3yJTbTAaTOB B YCIOBUAX IIOBTO-
pAEMOCTH U BHYTPUIaA00PATOPHOM TPEIU3UOHHOCTH
IJI OIIEHMBAHUSA BOCIIPOU3BEJEHHUSI MAaCCOBOH IOIU
pa"agusa B I'CO uconb30Ba/Iu HOPMATHB KOHTPOJIS
A, BEIYHCIIEMBIH 10 POPMYJIE:

A= U2, (A) + 402 N,

0,95

rne Ujg5(A) — pacmmpeHHas HeoIpefeleHHOCTb
[Mny XapakTepuCTHKA IOTPEIIHOCTH Opg5(A)] ar-
tecroBanHoro sHadenus CO mmda moBepUTEIBHOM
BepoatHoctu  0,95; o0p, -— CpeaHeKBaapaTu-
YecKoe OTKIOHEHHE, XapaKTepusylolllee BHYTPU-
71a60paTOPHYI0 IIPEIU3UOHHOCTh Pe3yIbTaTOB W3-
MepeHnwuii, BbrauciaenHoe B coorBerctBuu ¢ CTO
20872050.CMK.CK.09-2013 [3]; N — uucmo cpen-
HUX Pe3yJIbTaToB.

[Ipumenenmne BeCOBOro aBTOMATHIECKOTO TUTPA-
Topa «TuTproH» 3HAYUTEIBHO YMEHbIIIAeT TPYA03a-
TpaThl OlepaTopa Ipu 06paboTKe KPUBBIX TUTPOBA-
HUS U YCKOPSIET pacyeT Pe3ylIbTATOB aHAIH3a. JTO
II03BOJIIET COKPATUTH BpeMsd aHANN3a U YIYUIIUTH
€r0 MEeTPOJIOTHYECKHe XapaKTEPUCTUKH.

Paspaborannnie METOIUKN OIpe/ie/IeHNsT BaHAa-
IOUA, XpoMa, MapraHiia U IepUA C UCI0Ib30BAHUEM

BECOBOTO aBTOMATHYECKOTO TUTparopa «TuUTpHoH»,
[peIHasHAYEHHBIE [JI YCTAHOBJICHUI XUMUIECKOTO
cocraBa CO u aHATUTHYECKOTO KOHTPOJS ChIPbS U
MATepPHAJIOB YEPHOM METAJIypPTrUH, BHECEHBI B OT-
pacieBoi u eaepaabHbIA peecTpbl (Tadil. 2).

MeTonuKn OXBATHLIBAIOT MPAKTUYECKHA BCIO HO-
menknarypy I'CO cocraBa ChIpbs M MaTEPHUAIOB Me-
TaJLIyPrUYeCKOr0 MMPOU3BOCTBA B IIUPOKOM IUara-
30HE OIpeneIsieMbIX COIEepPKaHUuN BaHAIWsI, XPOMa,
Maprasiia u Iepus.
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