YK 669.28 : 543.06 : 006.354 Mpynna B59

FrOCYALAPCTBEHHGBLIN CTAHAOAPT COIK3A CCP

MOJINBAEH [OCT
MeToAbl onpefesnieHus yrnepoga 143381'82
Molybdenum.

Methods for determination of carbon

OKCTY 1709.

Cpok gencteus c 01.01,84
no 01.01.92

Heco6nogeHne craHgapta npecniefyercsl no 3aKkoHy

Hactoawmnin ctaHgapT ycTaHaBMBAET MOTEHUMOMETPUYECKUA W Ky-
NOHOMETpPHYeeKnin (Npu maccosBoi pone yrnepoga ot 0,0005 go 0,5%)
MEeTOAbl OMpejesieHns yrnepoga B MeTa//IMYeCKOM MonubaeHe, MOnno-
[JEHOBOM aHrmapuae, MosHOAeHOBOKMC/IOM aMMOHUMW.

1. ObWWME TPEBOBAHWA

11 O6bume TpeboBaHMM K MeTogy aHanm3a — no [OCT
14338.0—*2.

2. NOTEHUVOMETPUYECKMA METO/ ONPEAENEHNA
YIMEPOJA

21. CywHoCTb MeTOga

MeTof OCHOBaH Ha CXMUraHUW aHanusupyemoro obpasua B TOKe
Kucnopoga B Tpybuyator neus npu  1200—1300°C, ¢ nocnegyroLimm
Mor/foweHneM obpasytoLleiica ABYOKUCKU Yyrnepoja pacTBOPOM 3/1€KT-
ponuTa.

Yrnekucnblidi ras, noraowascb 31eKTpoNnToOM, M3MeHseT pH pact-
BOpa M TeM CambiM W3MeHSEeT MOTeHUMan 3n1eKkTpofa. DNeKTPOSIUT TUT-
PYIOT pacTBOpPOM rupapata Okucu 6Gapusi 4O MepBOHAYa/IbHOrO 3Haye-
Hua pH (9,7-10).

22. AnnapaTtypa, peakKTuBbl, pacTBOpHbLI

YCTaHOBKa /19 OnpefeneHns COAepXKaHus yrnepoga, npusefeHHas
Ha YepTexe, COCTOUT M3 6annoHa / ¢ pefyKUMOHHbIM BEHTWUIEM W KUC-
nopogom (FOCT 5583—78); portameTtpa 2 Tuna PC-3/1 nnn PM-A;
CKNAHKM 3 C acKapuTOM; 3arpy3ou4Horo 3aTBopa 4\ aByxTpyb6uatoil ne-

N3paHnc odmumansHoe MepeneuaTka BocnpelleHa
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unr 5 C CHAUTOBLIMH HarpeBaTensamu, obecrneymBailoLlel HarpeB o
1300d=20°C; nbineBoro ¢guabTpa 6; KanunasapHoro gpoccens 7; CKAAH-
KN S, HamoNHEHHOW rpaHyNMPOBaHHON [BYOKMUCbIO MapraHua; 3/1eKTpo-
NNTUYECKOWN AYeilkn 9, B KOTOPYH MnomelleHa Mellanka 10; anekTpoa-
HOM cuctembl 11; kanenbHUUbl 12 ANd BBOAA B SiYeilKYy TUTPaHTa,;
anekTpomoTopa 13; 6ropeTkn 14, BMeCTMMOCTbIO 10—25 CM3; MarHuT-
Horo knanaHa 15; pH-metpa 16 tvna pH-340 nan pH-121; Hopmanb-
HOro afemeHTa 17 n 6noka aBTOMaTMyeckoro TutposaHusa 18 (BAT-15,
BAT-12/IM).

MpumeuvaHne. BmecTo 6tOpeTkM 14, MarHATHOro KnamaHa 15 MOXHO HCMOMb-
30Marb aBTOMaTMyecKyto 6ropeTky-fo3atop b-701.

3nekTponuTMyeckasa sueiika 9 BMecTUMOCTbIO 200 cM3 MOXeT 6biTb  3aMeHeHa
COCyZioM C nopucTbiM hubTpoMm No 2 mim Ne 3 BmecTumocTbio 100 cm3

HopManbHblii  971EMEHT  MOAKNIYalT B Clyyae MCMOMb30BaHWS  pi 1-MeTpa
pM-340 n BAT-12/IM.

JlonyckaeTcs MCMob30BaTb aHanM3aTop, 06ecneunBaroLMii TOUHOCTL He HIke yKa-
3aHHOV B CTaHdapTe.

Ammnak no roCT 3760—79.

AcKapuT.

["paHynMpoBaHHaA ABYOKUCb MapraHua: 200 r cepHOKMCIOro map-
raHua pacteopsitoT B 2500 cM3 ropsiyein Bodbl, 3aTeM B pacTBop npuba-
BNAOT 25 cm3 ammunaka. Mocne atoro gobasnaT 1000 em3 22,5%-Horo
pacTBopa WaACEPHOKWUC/ION0 aMMOHMA, U CMeCb KUMATAT B TeuyeHue
10 MuH. Bo Bpems KuneHus nNpubaBnsOT amMuaK A0 LLIENOYHOW peak-
LW, Noc/ne 4Yero pacTBop BbIAEPXMBAKOT [0 MOMHOrO BblAeNeHUA ocaj-
Ka [BYyokKucu mapraHua. OcafloKk OT(M/IbTPOBbLIBAOT, MPOMbIBAOT BO-
Aon n cywat npu 110°C.
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AMMOHWUIA HaacepHokucnblin  no  T[OCT 20478—75, 22,5%-Hbll
pacTBop.

MapraHey, cepHokucnbiii no MOCT 435—77.

13BeCTb HaTPOHHaS.

Nopoykun tapgoposble J1C-2, 1C-4 no MTOCT 9147—280.

TpyOKn  OrHeyrnopHble  MY/I/IMTOKPEMHE3EMUCTbIE C BHYTPEHHUM
AvametpoMm 20—21 mMMm.

Kannin xnopuctblit no FOCT 4234—77, HacbIWEHHbIA pacTBop.

" Bapuin xnopuctelit no FOCT 4108—72, pactBop anekTponuta: HOr
xnopuctoro 6apus pacteopatoT B 1000 cm3 AMCTUNNMPOBAHHOW BOAb!
N K MonyvyeHHOMY pacTtsopy npunmeatoT 10 cM3 3TWUNOBOro cnupra.

Bapua rugpat okucu no FOCT 4107—78, HacbIWEHHbLIA pacTBop:
rmapaT okucu Gapus pacTBOpSAOT B AUCTUNNMPOBaHHOW Boge (npejBa-
PUTENbHO MNPOKUMAYEHHOW B TeYEHMe 2 4 N OXNaXAEHHON A0 KOMHaT-
HOM Temnepatypbl). [lony4yeHHbIA pacTBOp pasbaenaiT B 30 pas.
PacTBOp XpaHAT B OYTblIAX, CHabXXeHHbIX TpybKamMy C HATPOHHOWA
N3BECTbIO.

CnupT 3TWUNOBbLIA PEKTUPUKOBaHHLIK no TOCT 18300—87.

LinHka okucb no NOCT 10262—73.

CTtaHgapTHble o6pasubl KaTeropuit TCO, OCO, COIl, B KOTOpbIX
aTTeCcToBaHHOe COfep>kaHWe KOMMOHEHTA He OT/IMYaeTcA OT aHaun3u-
pyemoro 6osiee 4em 6 fBa pasa.

2.1; 2.2. (N3ameHeHHaa pefakumnsa, Mam. Ne 1).

23. TflogroToBKa K aHanusy

K Bbixogy pH-meTpa noakntoyaroT 610K aBTOMATUYECKOro TUTPO-
BaHUS 4Yepe3 MOCNef0BaTe/lbHO BK/IKOYEHHbLIA HOPMasibHbIA  3/1EMEHT.
HacTtpauBatoT pH-meTp n 670K aBTOMATUYeCKOro TUTPOBAHMA MO Npu-
naraembiM WHCTPYKUMAM K 3TUM npubopam. IONEKTPOAHYH  CUCTEMY
HacTpamBaloT no 6ydepHomy pacTtBopy pH 9,18—9,22  (thmkcaHan
0,01M pacTtBOpa TeTPabopMOKNCNOro Kanus).

®aphopoBble N0A0YKN M OKUCb LMHKa MPOKanMBatOT B TOKe KUCIIO-
pofda npu 1280X B TeyeHWe 3 MUH.

ANEeKTPONUTUYECKYHD SiYElKy 3anonHAT anekTponutom 200 cm3 (a
B C/lyyae f4eliku ¢ nopucTtoil neperopogkoin 100 cm3).

YcTtaHaBnueaT pacxop kucnopoga 700 cm3 B 1 mMuH. BkawouyaroT
BAT Ha TutpoBaHue u gosogat pH go 10.

Cxwuraa 3—4 HaBeckM cTaHAapTHOro ob6bpasua, YycTaHaBnMBaloT
TUTP rmapaTta OKucu 6Gapus.

Mpobbl MONHOLEHOBOKUC/IOrO aMMOHWA MPOKaMBalOT B My(de/ibHOM
neun npu 400—450°C 40 NOIHOrO OKUCNEHUA.

O6pasubl MeTaNIMyYecKoro MonnbieHa OYULLAKT OT BO3MOXHOr0
3arpa3HeHus, npombiBad B 5—10 cm3 cnupTa.

24. NpoBefeHne aHanunsa

B 3aBMCMMOCTM OT MaccoBOM [0NM yrnepoda B obpasuax 6epyT
pas3fiMyHble HaBecKn B COOTBETCTBUM C Tabn. 1
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Tab6nuuya |
Maccosas pgona yrnesopa, % Macca HaBecku, T
Ot 0,0005 no 0.001 2,00
Cs. 0,001 > 0,005 1,00
> 0,005 > 0,05 0,50
» 0,05 > 05 0,25

HaBecKy noMeLaloT B MPOKaNeHHYH /10404YKY W TwartefbHO nepe-
MEeLUMBAKOT C OKUCbIO LiMHKA B COOTHOLUEHUN | : 2.

JTofouky € MOArOTOBNEHHOW NPo6oM MOMeLAalT B TPYOKY A5 CXU-
raHus, 3aKpbiBalOT 3aTBOP M Ha 6/10Ke aBTOMAaTMYEeCKOro TUTPOBAHUSA
BKNHOYAKOT PYUKYy «TUTpoBaHMe». OKOHYaHWe aHanmsa  (UKCUPYIOT
6N0KOM aBTOMATUYECKOro TUTPOBAHUS W HO OHOPeTKe OTCYMTbIBAKOT
KONMYeCTBO pacTBoOpa rugpara OKucu Oapus, M3pPacxof0BaHHOrO Ha
TUTPOBaHMeE.

CxuraHue cTaHfapTHOro o6bpasua And YCTaHOB/IEHWA TUTpa Mpo-
BOAAT NOC/Me KaXAOM NATOW npoaHain3MpoBaHHON Mpoobl.

25. O6paboTKa pe3ynbTaToB

2.5.1. Maccosyto gonto yrnepoga (X) B MpoOUEHTaxX BblYMCNAKOT
no gopmyne

y _ (T-Yo)-T-w0
T &~
roe V— o6beM pacTBopa rugpara OKucK 6apusi, M3pacxofoBaHHbI

Ha TUTPOBaHWe pacTBOpa aHanusupyemoin npobbl, Cm3;

Vo— 06bem pacTBopa rugpara okucu 6apus, M3pacxofoBaHHbIN
Ha TUTpOBaHWe pacTBOpa B KOHTPO/bHOM OMbITe, CM3;

T— TUTp pacteBopa rugparta okKucu 6apus, BblpaXeHHbIA B r/cm3
yrnepoga;

nr— Macca HaBecku obpasua, T.

2.5.2. AGCONOTHbIE [0MYyCKaeMble PacXOXAEeHUs pe3ynbTaToB Tpex
napansefibHblX ONpegeneHUii Npu [oBepuTeNnbHON BeposaTHocTU P = 0,95
He [O0/KHbI MpeBblWaTh BE/IMUYNH, YKa3aHHbIX B Tabn. 2.

Ta6bnuua 2

MaccoBasa gons yrnepogja, % AGCONIOTHbBIE fONycCKaeMble PacXxoXAeHus. %

OT 0,0005 go 0,0010 BK/HOY. 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
» 0,066 » 0,100 » 0,006
>0,100 » 0,300 > 0,012
» 0,300 » 0,500 » 0,015

(N3meHeHHaa pegakund, N3m. Ne 1).
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3. KYJIOHOMETPWUYECKWIA METO/, ONMPEOENEHUA YINEPOAA

3.1 CywHoCTb MeTOfa

MeTo4 OCHOBaH Ha CXUraHuu aHanm3upyemoro obpasua B TOKe
Kucnopoga B Tpy6uatoir neun npu 1200—1250°C ¢ nocnegyromm no-
rnoweHvem o6pasyloLleil LBYOKMUCU yriepoja pacTBOPOM 3/1eKTpo-
NUTa, 3aTeM 3NeKTPONUT 3NEeKTPONH3YCTCA ANA BOCCTaHOB/IEHUSA WUC-
XO4HOro pH, ¥ MO KO/MWYecTBY W3PacXOLOBaHHOr0O 3/1eKTpUYecTBa B
npoLecce 3N1eKTPoNn3a W3MepsArT CcoAep)aHue yrnepoja.

3.2. AnnapaTtypa, peakKTuBbl, pacTBOpHbHI

KynoHomeTpuyeckuin aHanuzatop AH-7560 wnu nwo6oro Apyroro
TMNa ANs [AHHOro [Auanas3oHa OnpefeneHus CofepXaHusa yrnepoja.

Meyb conpoTuB/eHMs, obecreymBatollas Harpes A0 TemnepaTtypbl
(1300£20)°C.

bannoH c pefyKUWOHHbIM BeHTUNEM C Kucnopogom no [OCT
5583—78.

Nopoukn (apoposble J1C-2, JIC-4 no FOCT 9147—30.

TpybKN OrHeynopHble MY/IUTOKPEMHE3EMUCTbIE BHYTPEHHUM [Auna-
mMeTpom 20—21 MMm.

CnupT 3TWUOBBIA pekTU(PUKoBaHHbIN no FOCT 18300—387.

Okuncb umHka no NOCT 10262—73.

CTtaHpapTHbI obpasey, CO-126. lonyckaeTcs MCMOMb30BaHNE CTaH-
fapTHoro ob6pasua kateropum OCO wm COIl, B KOTOpbIX arTecTOBaH-
HOe cofep>XaHMe KOMMOHEHTa He OT/IMYaeTcs OT aHaimM3upyemoro 60-
Nnee 4yem B ABa pasa.

(3meHeHHas pepakuus, M3m. Ne 1).

33. NMNoarotoBKa K aHanusy

dapdoposblie NOL0YKM M OKUCb UMHKA MPOKaNMBaKT B TOKE KUCO-
poga npu 1280°C B TeyeHue 3 MUH.

BkntoyaloT aHanuM3atop B CeTb M HacTpaumBalT. KanubpyrT aHa-
Nn3atop Mo CTaHAapTHbIM o6pasuam.

Mpo6bl MONM6AEHOBOKMUCIOIO aMMOHUS NPOKannBatoT B My(enbHOM
neun npn 4p0—450°C 40 NONHOr0 OKMUCEHNS.

O6pasybl MeTan/IM4yecKoro MonanbaeHa OYMLWAKT OT  BO3MOXKHOIO
3arpasHeHus, npombiBasg B 5—10 cm3 cnupra.

34. MpoBefeHne aHanusa

B 3aBuMcuMMOCTM OT MaccoBOi Jonu yrnepofga B obpasuax 6epyT
HaBeCKW B COOTBETCTBUM C Tabn. 1

HaBecky MOMeLalT B MPOKaNeHHYIO /I040YKY W TLATeNIbHO Mnepe-
MeLLVBaKOT C OKUCbIO LUMHKA B COOTHOLUEHMM 1:2.

Jlogoyky ¢ NoAroToBMEHHOW NPOGOM NOMeELLatoT B TPYOKY AN CXKM-
raHus, 3akpbiBalOT 3aTBOP M BK/IKOYalOT nNpubop Ha TUTpOBaHWe.

(N3meHeHHan pegakund, 3m. Ne 1).

35. ObpaboTka pe3ynbTaTtoB

3.5.1. MaccoBasa fond yrnepoja B MpoLeHTax 3a BbIYETOM MacCo-



MOCT 14338.1—82 C. 6

noin gonu yrnepoga, HaWAeHHOro B KOHTPOALHOM OMbITE, COOTBETCT-
BYeT NnokasaHuto uudgposoro ta6bno npubopa.

3.5.2. AGCONIOTHbIE [OMNYCKAaeMble PacXOXAeHUA pe3ynbTatoB na-
pannenbHbIX ONpeAeneHNin npu AOBepUTeNnbHOW BeposiTHOCTM P =0,95
He LO/DKHbI NMpPeBblWaTh BE/IMYNH, YKa3aHHbIX B Tabsn. 2.

(U3meHeHHas pepakuus, N3m. Ne 1).

3.5.3. MeTo4 NpMMEHAKT Npu pasHoOrnacMM B OLLEHKE KayecTBa MO-
nmbéaeHa.
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