TOCYHOLAPCTBEHHBH CTAHOLAPT COK3A cCCP

MOJNIMBAEH ] I-OCT
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Molybdenum.
Methods for determination of carbon

OKCTY 1709.

Cpox peicrans c 01.01.84
po 01.01.92

HecobriiofeHue cTaHfapTa npecneayercs No 3aKOHY

Hacroaiuuit ctaHaapr ycraHaB/iHBaeT MOTEHIMOMETPHUECKHH H Ky-
JOHOMeTpuueckuit (mpu MaccoBoit poJe yraepoga ot 0,6005 no 0,5%)
METOAbl ONIpelesCHUSI Yyriepoaa B MeTaJJHuecKoM MoJHljeHe, MOJIHO-
JLEHOBOM aHrHpliAe, MOJHOAEHOBOKHC/JIOM aMMOHHH.

1. OBLUUE TPEBOBAHMS

1.1. OGwue TpebosBauust K Mertoay amnaauza -— no I'OCT
14338.0-—&2.

2. MOTEHLKOMETPHUECKMI METO[], OTIPEQENEHKS
YINEPOLA

2.1. CymuHoCTh MeETOAQ

Metog ocHOBaH Ha CXKHFAHAH aHaJU3HpyeMoro odpasia B TOKe
kucjopona B Tpybuaroit meun npu 1200—1300°C, ¢ nocaeayoliuM
rorJouendeM obpasyoleiics ,lLByOKHCl/I yrjepofa pacTBOpPOM 3JIeKT-
posTa.

Yraekuciblii ras, morJouasicb 3JeKTpoJuToM, udmeusier pi pacr-
pOpa H TeM CaMblM H3MeHsieT MOTeHLHAaJ JCKTPOAd. DeKTPOJHT THT-
PYIOT pacrBopoM THApPATa OKHCH OapHsi IO NepBOHAUaJbHOrO 3Haue-
imst pH (9,7—10).

22. AnnmapaTypa, pPeaKTHBDL, pPacTBOpHL

YeraHoBka A4l onpeaesieHusl COAEpKaHHs yriepoja, NpHBeACHHas
11a yepTexie, COCTOMT U3 0GaJjjioHa / ¢ PeAYKIHOHHLIM BEHTHJIEM H KHC-
JOPO0OM (FOLI 5583—78); poramerpa 2 tuna PC-3J1 nau PM-A;
CKJSTHKH & C d4CKapHTOM; 3arpy3ouHoro 3atBopa 4; nByxTpyOuyaTo# me-

Uspanune oduumansHoe k MepenevyaTka BocnpeujeHa
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Yl & C CHJHTOBBLIMH HarpeBaTessiMH, obecneunBaiouieii Harpes [o
13002-20°C; netaeBoro ¢uabtpa 6; KanuJIISIPHOLO Apoccesst 7; CKJISIH-
KM 8, HaNOJHeHHOH TPaHyJ/JIMPOBAHHONH NBYOKHCbIO Maprauiia; 3/eKTpo-
JIHTHYECKOH siMeHKH 9, B KoTopylo loMelleHa Meuwanka [0; 3/JeKTPOj-
ol cucteMmpl I/; KanedbHHUbl [2 pJsl BBoJA B SIUEHKY THTPaHTa;
saekTpomoTopa [3; 6ioperku /4, BMectumoctbio 10—25 cm3; maruur-
Horo kJaanaHa I5; pH-merpa 16 tuna pH-340 uau pH-121; nopmaiip-

Horo ssieMeHTa I7 u Gjoka asTroMaTtHueckoro Tutposauusi /18 (BAT-15,
BAT-12JIM).
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[Tpumedanuc. Bmecro Gioperkn 14, MarnuTHOrO Kjanaua 15 MOIKHO HCMOJb-
30BaThb aBTOMAaTHUCCKYIO OlopeTky-po3atop B-701.

SuekTpoauTHyecKas suciika 9 BMmecTuMmocTbio 200 cM® MoOXKeT OLITb  3aMeHeHa
cocynom ¢ nopuctbiM duabtpom Ne 2 uiu Ne 3 pMmecrumoctbio 100 cm?.

HopManpuplit  3sjieMcHT NOAKJIOYAloT B cayuyac ucnodbsoBanus pH-merpa
pl-340 u BAT-12JIM.

IlonyckacTcst HCIO/Ib30BATbL aHAMU3ATOP, 0GECNCUMBAIOLINI TOYHOCTD e HHIKE YKa-
3auloil B cTaujgapre.

Ammuak no I'OCT 3760—79.

Ackapur. :

['panyaupoBaHnas aByokucb Maprauua: 200 r cepHOKHCJOrO Map-
rauua pacrsopsiior B 2500 cm? ropsiueil BoaLl, 3aTeM B pactBop npuba-
BJasioT 25 cm® ammuaka. Ilocae atoro pobasusior 1000 cm3 22,5% -noro
pacTBopa HaACEPHOKHCJIOTO aMMOHHSI, H CMeCb KHIUSITST B TeueHHe
10 Mun. Bo sBpeMst kKuneHus npr0aBJ/AOT aMMHAK A0 LIEJ0UYHOH peak-
LIMK, TIOC/IC YETO PACTBOP BBIAEPXKHBAIOT JO TNMOJIHOTO BbifeJeHHs ocaj-
Ka AByokHcH Mapranpa. Ocafiok oT(¢HAbTPOBBLIBAIOT, NPOMBIBAIOT BO-
no#t u cywar npu 110°C.



Avmonnit magcepHoxucasiii no T'OCT 20478—75, 22,5%-ublii
pacrsop.

Maprasen, cepuokucabii no TOCT 435—77.

M3BecTb HaTpOHHAS.

Jlopouku papdoposeie JIC-2, JIC-4 no TOCT 9147—80.

Tpy6bku orHeynmopHble MYJJIHTOKDEMHE3eMHCThlE C BHYTPEHHHM
nuamerpom 20—21 mm. -

Kaauit xaopuctoiit mo 'OCT 4234—77, HachIleHHBIH pacTBOP.

- Bapwuit xaopucteiii no F'OCT 4108—72, pactBop 3aekrtpoauta: 10r
xJaopuctoro 6apus pacrsopsiior B 1000 cM3 AHCTHINHPOBAaHHOH BOAMI
I K TOoJyYeHHOMY pacTBopy npHausaioT 10 cM?® atusoBOro cnupra.

Bapust rugpatr oxucu no I'OCT 4107—78, HacbllueHHBIH pacTBOp:
THAPAT OKHCH GapHs pacTBOPSIOT B JLHCTHINHPOBAHHOH Boxe (mpexsa-
pHTe/IbHO NPOKUNAYEHHOH B TedeHHe 2 U H OXJAaXKACHHOI 10 KOMHAT-
noii Temnepatypol). Ilosyvyenunlit pacrBop pasbasJsitior B 30 pas
PacrBop xpausit B OyTblasiX, cHab:KeHHbIX TPpyOKaMH C HaTPOHHOH
1i3BECThIO. ,

Crnupt atujosbil pektudpuxkoBanubit mo F'OCT 18300—87.

Hunka oxuch no F'OCT 10262—73.

Craugaprubie o6pasubl Karteropuit ['CO, OCO, COII, B KoTOphIX
aTTeCTOBaHHOE COAepKaHHe KOMIIOHEHTA He OTJHYaeTcsi OT aHaJIM3H-
pyemoro GoJsee yeM B ABa pasa.

2.1; 2.2. (U3meHenHas pepakuusi, U3m. Ne 1).

23. [TloaroTroBKa K aHAaJH3Y

K Bbixony pH-merpa mnoaxsioyaroT OJIOK aBTOMAaTHYECKOTO THTPO-
BaHusl uyepe3 MNOCJAELOBATEJbHO BKJ/IOUEHHBIH HOPMAaJbHLIH  3JIEMEHT.
Hacrpausator pH-merp m 6/10K aBTOMaTHYeCKOro THTPOBAHHS IO NPH-
JaraeMbiM MHCTPYKLUMSIM K 3TUM npubopam. DJNeKTPOAHYIO CHCTEeMY
nactpausaiotT no OydepHomy pactBopy pH 9,18—9,22  (Pukcanaa
0,01M pacrtBopa TeTpabOPHOKHCAOTO KaJHus).

®apdoposble JOLOUKH H OKHCh IIMHKA NPOKAJHBAIOT B TOKE KHCJIO-
pona npu 1280°C B Teuenue 3 MuH.

DJEKTPOJHTHUECKYIO sluefiKy 3amoJiHsoT 3aekTposantom 200 cm® (a
B cJayHae siuefikH ¢ nopucroii neperopoakoit 100 cm?).

YcranasauBalorT pacxonx kucaopopa 700 cm® B 1 MuH. Bxiouaior
BAT ua turposauune u gosogst pH no 10.

Coknrast 3—4 HaBecKH cTaupapTHoro o6pasua, yCTaHaBJIHBAIOT
THTP THApaTa OKHCH Oapus.

[Tpo6bl MOJIHGAEHOBOKHC/IOrO aMMOHHS NPOKaJiMBaloT B MydeabHOH
neud npu 400—450°C 1o nosHOro OKHCJEHHS.

O6pasubl MeTaJNJHYeCKOro MoJuOJeHa OUHUIAIOT OT BO3MOXKHOTO
sarpsiauenusi, npombisasi B 5—10 cm® cnupra. -

24. IlpoBenenne agaJau3a

B 3aBRCHMOCTH OT MaccoBoi JoJH yrJjepoiaa B obpasuax Oepyr
pas/nyHble HABECKH B COOTBETCTBHH C TabJ. l.

6 : .



TaG6anuma 1

Macconaﬁ noast yracpona, % Macca HaBCCKH, T
Ot 0,0005 go 0,001 2,00
Cs. 0,001 » 0,005 1,00

» ‘0,006 » 0,05 0,50
» 0,06 » 0,5 0,25

Hapecky IloMellaloT B MPOKaJIEHHYIO JIOAOYKY M TLLATEJbHO Tepe-
MEUIHBAIOT ¢ OKHCbIO I[HHKA B COOTHOUIeHHH | : 2.

JIofouKy ¢ IMOATOTOBJIEHHO!H NPOGOH MOMEIAIOT B TPYOKY ISl CIKH-
raHusd, 3akpblBalOT 3aTBOP H Ha OJ0Ke aBTOMAaTHUYECKOrO THTPOBaHHS
EKJ/I0YalOT PYYKY <«THTpoBaHHe». OKOHUaHHe aHaJsiH3a  (HKCHPYIOT
CJIOKOM @BTOMATHYECKOrO THTPOBAaHHSI H 1O OIOPETKe OTCUHUTHLIBAIOT
KOJIHYECTBO pacTBopa rHApaTa OKHCH Oapus, M3PacXOJ0BAHHOTO Ha
THTPOBaHHE.

Cisuranue CTaHfapTHOroO obpasua nis YCTaHOB.HeHHﬂ THTpa Ipo-
BOASAT NOCJe KaxAoH NATOfl NpoaHaJH3HPOBAaHHON NPOOHL.

25. O6paboTrKka pe3yJbTaTOB :

2.5.1. Maccosywo Aomo yriepona (X) B NpOLUENTaX  BBLIYHCIAIOT
no opmy.Jie -

X — _ (V=Vo)-T-100
m ?
rae V — obbeM pacTBopa ruapara oKHcH Gapusd, HBpélCXOllOBaHHbIH

Ha THTPOBaHHE PacTBOPa aHAJH3UPyeMOil npobbl, cMm?;

Vo— o0Obem pactBopa ruapata oKMcH Oapus, IIupaCXO,lIOBaHHbIﬁ
Ha THTPOBaHHE PACTBOPA B KOHTPOJbHOM OMNLITE, CM3;

- T — TtaTp pacTtBopa ruapara okucu 6apHs, BbIpaxKeHHBIH B r/cM3
yriepojia,

m— Macca HaBeCKH o0pasua, T.

2.5.2. A6co/i0THBIE AONYyCKaeMble PacXoXKAeHHsI pPe3yJbTaTOB Tpex
napa.jeJbHbIX ONpeieseHHil NMPH AOBePHTeJNbHOI BeposiTHOCTH P=0,95
He JOJIXKHBl NPEeBBIATh BeJHYHH, YKa3aHHLIX B Tabua. 2.

Tabauwa 2

Maccosasi noas yracpopa, % - AGco/ioTHBIC AONYCKACMbIC pacxoxaenns, % .

Ot 0,0005 mo 0,0010 BKJIOY, 0,0003
Cs. 0,0010 » 0,0030 » 0,0004

» 0,0030 » 0,0060 » ’ 0,0005

» 0,006 » 0,010 » 0,001

» 0,010 » 0,030 » 0,002

» 0,030 » 0,050 » 0,003

> 0056 » 0,100 » 0,006

» 0,100 » 0,300 » 0,012

» 0,300 » 0,500 » 0,015

(U3menennas pepaxuus, Ham. Ne 1),



3. KYNTOHOMETPUYECKMHA METO[] ONPEAENEHHUSA YINIEPOLA i

3.1. CymaocTp MeToO]a

Meroj ocHOBaH Ha CXKHraHHH aHaJusupyemoro odbpasima B TOKe
KHcaopofa B Tpybuartoit meuu npu 1200—1250°C ¢ mocjenyouum mo-
rioulenieM oopaayiolleit ABYOKHCH YrJepoja pacTBOPOM 3JEKTPo-
JINTA, 3aTeM 3JEKTPOJIHMT 3JIeKTPOJIH3YeTCs [Jisl BOCCTAHOBJIEHHSI HC-
xopHoro pH, u mo xoauuecTBY H3pacXoLOBaHHOTO 3JIGKTPHUECTBA B
nporecce 3JeKTPOJH3a H3MePsIIOT CoLepzkKaHHe Yriaepoja.

3.2. Anmapartypa, peaKTHBbB, pPacTBODH

Kyaonomerpuueckuit anaquzatop AH-7560 uau Jio6oro aApyroro
THOA [AJsi AAHHOTO JHanas3oHa OINpeleseHHs COAEepIKaHHsl yrJepoaa.

[Teub compoTuBJeHHs, obecrneuyuBalollasi HarpeB A0 TeMIepaTyphl
(1300+£20)°C.

Baanon ¢ pelyKUHOHHBIM BeHTHJeM ¢ Kuciaopogom mno T'OCT
8583—78.

Jlopouxn ¢apdpoporsie JIC-2, JIC-4 mo I'OCT 9147—80.

- Tpy6xu orHeymopHble MyJIJmTOerMHeseMHCTbIe BHYTPEHHHM A1Ha-.
metpoM 20—21 mMM.

CiupT stuaoBbi pekTHhuroBauubit mo 'OCT 18300—87.

Oxuch nunka no F'OCT 10262—73. -

Cranpaptublit o6pasen, CO-126. [lonyckaeTcsi HCHOJAb30BaHHE CTaH-
naptHoro obpasna kareropun OCO u COIl, B KOTOpPHIX aTTECTOBAH-
HOe cojeprkaHHe KOMIIOHEeHTa He OTJHYaercs OT aHasindupyemoro 6o-
Jlee yeM B JBa pasa.

(H3menennas pepakuus, Ham. Ne 1).

33. [loaroToBKa K aHaJH3Y

®apdoposrbie JOAOUYKH U OKHCh IHHKA NMPOKAJHBAIOT B TOKE KHCJO-
pona npu 1280°C B TeueHHe 3 MHH.

Bxuilouaior ananusaTop B ceTb M Hacrpausaior. Kaaubpyior aHa-
JIH3aTOpP MO CTAHAAPTHHIM o6pasiam.

[Tpo6bl MO/IHOAEHOBOKHC/IOTO aMMOHHUS IPOKAJNHBAIOT B My(eabHol
neun npu 4p0—450°C 10 mMoJHOro OKHCJIEHHS.

O6pasubl MeTa aHUECKOro MOJHGAEHA OYHIUIAIOT OT BO3MOXKHOTO
sarpsisHeHus, npomeisas B 5—10 cm3? cnupra.

34. [IpoBegeHne aHaJJu3a

B saBucuMocTH oT MaccoBoil joau yraepoxa B obGpasuax GepyT
HaBeCKH B COOTBETCTBHH C TabJ. I.

Hapecky noMemiaior B NPOKAJIEHHYIO JIOLOYKY H TLIATeJbHO mepe-
‘MEILUHBAIOT C OKHCbIO IHHKA B COOTHOLIEHHH [:2.

Jlopouxy ¢ moAroroB/eHHoi npoGoii moMewaloT B TPyOKY AJs CIKH-
raHusl, 3aKpbIBalOT 3aTBOP H BKJIOUAlOT NMPHOOD HAa THTPOBaHHE.

(U3menennas pepakuus, Uam. Ne 1).

3.5. O6paboTka pe3yJabTaToB '

3.5.1. Maccosasi noJsst yrieposa B NpolieHTax 3a BBIYETOM Macco-
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DOH A0JM yrJepona, HaHAEeHHOIO B KOHTPOJDBHOM ONbITE, COOTBETCT-
ByeT IoKasaHHio uu@posoro tabgo npubopa. |

3.5.2. AGcosIOTHEIE HONMYyCcKaeMble PaCXOXKIAEHHsI pPe3yJbTaToB Ia-
paJjiejibHbIX OIpeACdeHHH MNPH AOBEPHTENbHOH BeposiTHocTH P=0,95
He JO0JIXKHbB! IPeBLIIIaTh BeJHUHH, YKa3aHHbIX B TabJa. 2.

(Usmenennas pepakuus, Usm. Ne 1).

3.5.3. MeTox NpHMEHSIIOT NPH Pa3HOrJacHu B OLEHKE KauectBa Mo-
janbaena.
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PA3PABOTAH M BHECEH MuHMCTEpCcTBOM ULBETHOM METannyprum
cccp

UCMOJIHHUTENN

B. M. Benpuuyes, C. H. Cyaopoaa, 1O. A. AﬁpaMOB, JI. B. Muxainosa, B. B. Cyn-
TaHsH

YTBEPXKAEH M BBEJIEH B JREMCTBME MNocraHosnennem locypap-
crBeHHoro komurera CCCP no crangapram ot 30.09.82 Ne 3870

B3AMEH TOCT 14338.1—74
CCbINIOYHbLIE HOPMATUBHO-TEXHUYECKUE L[OKYMEHTDI

D6o3nauenne HTJI, Ha KoTopbulil gana cchbiaka Homep nyunkrta, moanyukra

. TOCT 3760—79

t0

I'OCT 43577

I'OCT 4107—78
I'OCT 4108—72
[OCT 4234—77
FOCT 5583—78
FOCT 9147—80
FOCT 10262—73
rOoCT 14338.0—82
OCT 18300—87
['OCT 20478—75
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. Cpok pgeicreus npopneH po 01.01.92 TocraHoBnenuem loccran-

papta CCCP ot 21.04.88 N2 1106

NEPEU3AAHME (aBrycr. 1988 r.) ¢ UameneHuem N2 1, yTBepAeH-
HbiM B anpene 1988 r. (UYC 7—88])



