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Hacrosmuii cTanaapT ycraHaBjAHBAaeT THTPHMeTpHuecKu#t (mpH
MaccoBoit nose cepet ot 0,005 no 0,05%) u KyJoHOMeTpuueckuii (npH
MaccoBo#i mose cepni ot 0,002 o 0,20%) MeTOAH ompefeseHus cepl
B JKEJE3HOM NOPOUIKe.

1. OBIIHE TPEBOBAHHUSA

O6ure TpeGoBaHHA K MerTojam aHanusa — no IOCT 28473.

2. TATPUMETPHYECKUA METOJ, ONPENEJNEHHUSA CEPBI

21. CyumfHocTh MeTOA2

MeTox OCHOBAH Ha CXHUraHHM HABECKH KeJe3HOTo Nopollka B MO-
10Ke Kuciaopoaa npu Temneparype 1300—1350°C. O6pasywomutics npu
3TOM CEPHHCTHIH a3 BHITECHAETCS NMOTOKOM KHCIOpojaa B a6copOUHOH-
HHIA COCyJ M IOIJIOIIaeTCs B HEM BONOH, B pesyjbTaTe yero o6pasy-
€TCA CepHHCTas KHCJIOTa, KOTOPYIO OTTHTPOBLIBAIOT CMechio HOXHOBATO-
KHCJIOrO M HOIMCTOr0 KaJusi B MPHCYTCTBHH HHAHKATOpa KpaxMana.

2.2. AnnapaTtypa, PeakTHBH H PacTBODHI.

VeraHoBKA ANt ONpeneNedHs CepH, NPHBeJeHHAs Ha YepTexe, CO-
cTouT u3 6ajoHa ¢ KucaoporoM J, CHab62KEHHOTO PeLyKIHOHHHIM BeH-
THAEM M MaHOMETPOM JAJs IyCKa U PeryJHpOBaHHA NOTOKAa KHCJIOPOAa
2; MOTJIOTUTENHHON CKAAHKH 3, cOofepXallled pacTBOp MapraHLlOBOKHC-
J0ro Kasusi ¢ MaccoBoi jgoseit 40%, A OYMCTKH KHCJIOPOJA, MOCTY-
nawowero B Neyb; U-o6pasHoit TpybxH 4, comepxameit B nepBoi no-
JOBHHe (MO XOAY KHCIOPOXA) HATPOHHYIO H3BECTb, 2 BO BTOPOH — XJIO-
PHCTRIE KaJdbliuil; KpaHa AAS peryJAHpOBAHHA TOKA OYHIHCHHOIO KHC-
fopoxa 5; OrHeymopHOf MYJIHTO-KPeMHESeMHCTOR TpyGKH 6 BHYT-

Uspanue odulivanbHoe

Hacrosuuil CTAHAAPT He MOKeET ObiTh MOJHOCTBIO MJAM HACTHYHO BOCNPOH3BE/EH,
THPAKHPOBAH KW pacnpocTpaHen Ges paspemenus Toccrawpapra CCCP
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PeHHHM J[HaMeTpOM, ONpeJe/sieMbIM IHAMETPOM IPHMeHAeMOro 3ar-
BOpa M pa3MepaMH JOAOUKH. KoHUB TPYOKH, BHICTYNMAOILHEe H3 TNeuH,
JOMKHEL 6bITh He Kopoue 250 MM. TpyOka mepen ynmorpe6ieHHeM ROJ-
&KHa GBITb NPOKaJieHa N0 BCH NJHHe mpH Temmepatype 13(0—1350°C
B NOTOKE KHXICpOJa; I'CPHIOHTANBHCH Tpyb6uarol meyu 7 ¢ KapGumo-
KpeMHHEePLIMH HarpeBaTeJsiMH, obecneuHBaloOIIMMH HarpeB a0 1300—
1350°C; rtepmoperysiatopa 8, ¢ NOMOUIbIO KOTOPOr0 N0 TLEPKUBAIOT
MOCTOSHAYIO TeMMepaTypy Ie€dH; DeryJsTopa Hanpskeruit 9 (zcnv-
CKaeTcsl NPHMEHSTh APYyrHe THMNH TpyGuaThHX meyelf, c6ecneydBaOUK
HeoGX0AHVYIO TeMIepPaTypy); nbuieyaoBareas 10; pBYyXXCILIBCrO KpaHa
11, norviorutens 12, cCLIIALILIO0 B3 ABYX CTEKJASHHHIX COCYLOB BHYIp2H-
HUM guameTpoM 30—35 MM H BBICOTOH 150 MM, COeIHHEHHBIX CTEKJSH-
HbHIMH MepeMBIYKaMH, B HHMXKHeH yacTH KOTOPOro MMeeTcsi KpaH JJf
CJ/IMBa XXHAKOCTH O OKOHYAaHHH aHaJH3a. B JneBBId COCYA MOIJIOTHTe-
aa BxoguT I'-06pasnas Tpy6Ka, uepe3 KOTOPYIO NPOXOJHT NOTOK KHC-
JIOPOZia M CEPHHCTOrO rasa, OKaHyHBawIlascs 6ap6aTepoM AJjs Pacmbl-
JIEHHSI Ta30B C LEJBbIO JYYllero NOIJIOLIeHHS CEePHHCTOr0 rasa BOMAOM.
B neBoM cocyne IPOHCXOAMT MOTJIOHIEHHE JIBYOKHCH CepHl H THTPOBa-
HiHe TIOJIy4eHHOTO pacTBOpa CEPHHCTOH KHMCJOTH, B MPaBOM BO BpeMs
THTPOBAaHUA HAXOAUTCA PACTBOP AN CPaBHEHHS OKpacKH; GiopeTku I3
BMEeCTHMOCTbIO 25 cMm3.

Mydenpnyio neys Tuna CHOJI no HOpMaTHBHO-TeXHHYECKOH HOKY-
MeHTanHH HJH JI060ro APYyroro THma, obecneyHBaiouiasi TeMIEpaTypy

Harpesa He Huxe 900°C.
&
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Kpiouok, ¢ IOMOIIBIO KOTOPOTO JIOJAOYKH BBOAAT B TPYOKY AJS CXKH-
raHus M U3BJIEKAIOT H3 Hee, H3TOTABJHBAIOT U3 XKAPOIPOYHOH HH3KO-
yrJIepoJHcTOll NPOBOJIOKH AHaMeTpoM 3—5 MM H auuHOH 500—600 MM.

Jlogouxku dappoposrie mo 'OCT 9147, nmpokasieHHble NPH TeMIe-
patype He HHxKe 900°C B TeuenHne 6 u HJH npu paboueii TeMnepatype
B NIOTOKE KHCJOPOAA B TeueHue 2—3 MHH.

JIO4OUKH XpaHsAT B 9KCHKAaTOpe, LJIHG KPHILIKH KOTOPOro He cJje-
NyeT MOKPHBATb CMa3biBAIOLIMM BellleCTBOM. [1OJIHOTY BBIXKHTaHHs ce-
PH H ee COeNMHEHWHA H3 JOA0Y2K KOHTPOJNHPYIOT NMPOMYCKAHHEM Tas3o-
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06pasHHX NpPOAYKIOB H3 Neud dyepe3 HOZOKPAaxMaJbHHIX pacTBOp.
KoHen BBI)KHTraHHS cephl ONpPEREJSIOT MO NpeKpaleHuio obeciBeyHBa-
HHsT HOJAOKPAaxXMaJsIbHOTO PacTBOpa.

Kucsaopon rasoo6pasusiit no FOCT 5583.

Kanuit fionsoatokucanit nmo FOCT 4202,

Kauusa ruapokcun no T'OCT 24363, pactBop ¢ MaccoBoit noseit 4 %.

HsBecTb HAaTpPOHHAS.

Kasbuult xmopucThii.

Kayufi #iogucrsiit mo T'OCT 4232.

TuTpoBaHHH{ pacTBOpP CMecH HOAHOBATOKHCJIOTO KaJjHf M HAOLMC-
1oro kajaus; 0,0862 r HONHOBATOKUCAOTO Kajus, 2 r HOAHCTOro Kajus
u 0,4 r KaJaus THAPOKCHAA NOMEINAoT B CTakKaH H pacTsBopsior B 1 am?
BoAbl. PacTBOp XpaHAT B CKJSAHKE H3 TEMHOrO CTekJa. 1 cM3? pacTBopa
cootBetcTByeT 0,000062 r cepbl. MaccoByl0 KOHIEHTpaLHIO cMecH HOJ-
HOBATOKHCJOrO KaJdusi H HONUCTOrO KaJiHf yCTaHaBJAHBAIOT IO CTaH-
napTHOMY o0pasuy cTaju, OJH3KOMYy NO XMMHYECKOMY COCTaBy M Mac-
COBOl J0JlIe Cephl K aHAIM3HPYEMOMY KeJe3HOMY mopoluky. [Ipu om-
penejeHun MaccoBoil nouH cepel MeHee 0,019 THTpPOBaHHBIN pacTBOp
pa3jasasior B coorHowrennu (1 :4), (1:6).

MaccoByio konuentpaunio pacrtsopa (7), BHpaXkeHHYI0O B rpaMMax
tepsl Ha | cM?® pacTBOpa, BLIYHCAAKT N0 hopMmyJe

— CCT. ’n_k.__
(V—Vy)-100 °

rae Cer — MaccoBas JOJS Cephl B cTaHAapTHOM obGpasue, %;

m — Macca HaBeCKH CTaHAapTHOro obpasua, r;

V — o6beM pacTBOpa CMeCH HOAHOBATOKHCJIOTO H HOZHUCTOrO
KaJIHs1, U3pDACXONOBAHHBIN Ha THTPOBaHHE pacTBOpa CTaH-
napTHoro o6pasua, cMm?;

Vi1 — obbem pacTBOopa cMecH, H3pacXOJOBaHHbIH Ha THTPOBaHHE
pacTBOpa KOHTPOJIBHOTO ONBITA, CM3.

Kanuit mapranuosokucastit no FOCT 20490, pactecp ¢ maccorsit
acner 4% B pacrBope KaJusi TMAPOKCHIA ¢ MaccoBoii  pouselt 40%.

Kucnora coasinass mo 'OCT 3118.

Kpaxmaa pactBopumbiii no 'OCT 10163, pactBop ¢ MaccoBo# no-
Jaeft 0,05%; 0,5 r pacTBopuMOro xpaxmaJna pactHpaloT B dapdopoBoit
crynke ¢ 50 ¢M3 BOJB H BJAKBAIOT CYCNEH3HIO TOHKOH cTpyeft B 950 cm3
gunsimedl BoAnl. K mosyueHHOMY pacTBOpy NpHAHBAKOT 15 cM? cossiHO#
KHCJI0TH. [IpHMEHSIOT CBEXeNpHrOTOBJIEHHBIH PacTBOP.

Menn okuce no 'OCT 16539 nopomkoo6pasHast HIH T'PaHYJHPO-
BaHHasi, NpoKajdeHHas npu teMmmepatype (800+25)°C B TeueHHe 3—
4 u.

23. ToaroroBKa K aHaAu3y

[lepen npoBeleHHeM aHa/J H3a YCTaHOBKA JOJIXKHA GbITh IIPOBEpeHa
#a repMeTHYHOCTb NpH Temneparype 1300—1350°C. Hast atoro coein-
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HSIOT YCTAHOBKY ¢ 6aJIOHOM, OTKPHIBAIOT 6aJjioH M NPONyCKAaIOT KHC-
JOopoA co cKkopoctbio 2 AM3/MuH. Kpan 5 mepekiioualor Tak, YTOOH
KHCJIOPOJ mocTynal B neub. Kpan 11 3akpniBator. Uepes 2 mMHH mo/mk-
HO TIPEKpPaTUTbCS Bbile/eHHe NYy3BIPhKOB B HOIVIOTHTENbHON CKJIsSHKe 3.
Ecap yepes 5 MHMH Ny3HIDbKM HE BBIAENAIOTCH, YCTAHOBKY CUHTAIOT
TepMETHUHOH. 3aTeM ONpeneJsiioT HAJHYHe BOCCTAHOBHTEJNbHEIX Bes
mecTB B TpyOKe W JIOMOUKe AJs CKuranusi npo6wl. s 3Tor0 B KaxX-
OBl cocyl norJorHTens HajupanoTt no 120 cM?® KkpaxmaJjbHOTO pacTBoO-
pa, NPHJAMBAIOT H3 OIOpETKH HEecKOJbKO Kallesab THTPOBAHHOrO pacTBO-
pa cMecH HOIAHOBATOKHCJIOLO M HOAHCTOrO KaJusl [0 NOSBJICHHSA TOJMY-
60l CkpACKU M DPCHY(KAIOT NOTCK KLCTJ0)CHA ¢ TaKJH CKOPOCTHIO, 4TO-
O ypOBeHb XHAKOCTH B IOIJIOTHTEJBHOM COCyAe MNoAHsJcsS Ha 30—
40 mM. Ecnu ¥xpaxMmasibHbi PAacTBOP B NOTJOTHUTENLHOM COCYAe uepes
HEKOTOpoe BpeMsa oOecUBETHTCS, YTO yKa3blBaeT Ha BBIAGJEHHE H3
$apdcposoll TPpyGKH BCCCTAHCBATEAbHBHIX razdo0pazHbBIX BeHlecTs, TO,
He npeKpamasd NOToKa KHCYIOpoJda, K MOIVIOTHTEJBHOMY pacTBOpy JA0-
6aBAAOT u3 OKCpDeTKH PACTBOP CMeCH HONHOBATCKHCICTO ¥ #0IMCTOTO
KaJHs A0 TeX IOp, NoKa HHTEHCHBHOCTb OKPACKH B JeBOi H TNpaBoi
YaCTHAX MOTJIOTHTENA HE CTaHeT OAHHE KOBOH.

24. [IpoBenenne aHaJJ H3a

Hagecky :xexe3Horo nopomka Maccoil 1 r nomemalor B dapdopo-
BYIO JOAOYKY H NOKDBHIBAIOT CBEPXY PABHOMEPHBIM CJIOEM OKHCH MelH
(1 r). JIonouxy ¢ KeJe3HHM IOPOLIKOM H OKHCBbIO MeIH NOMELIAaloT B
HanboJsee Harperylo uacte (dapdoposoll TpyOKH, HEMeIJeHHO 3aKpHI-
BaloT TPyOKy pesHHOBOH Nmpo6KO# CO CTEKJSHHOH TPYOKOH HJIH 3aTBO-
POM, yYepes KOTOpPyHo OTBOASAT ra3oo0pasHble NPOAYKTH CXKHIAHHA B
IOTJIOTHTENbHBIN COCYI, H IIPOH3BOAAT CXKHraHHe mpoGul. [Ipum sToM
KHCJ0POJ cJeAyeT NMPONYyCKATb CO CKOPOcThlo 2 1AM?*/MuH, uTOOHl Tpe-
HOoTBpaTUTh c0paszoBanHe BaKyyMma B neud. Korna mocrynatoujue 3
TeYd B MOTVIOTHTENbHBIH Cocyll 'a3bl HAuMHAlOT 00eclBeyuBaTh PACcTEOD,
n06aBJ/sAIOT pacTBOP cMecH HOJHOBATOKHCJAOTO M HOAMCTOTO KaJjius C
Takoil CKOPOCTHIO, YTOOL OKpacKa pacTBOpa B JEBOH YACTH HOrJOTH-
TeJst crajla OJAM3KOH K OKpacKe pacTBopa CpaBHeHHMs. THTpoBaHHe
CYMTAJOT 3AKOHYECHHBLIM, KOT/la HHTEHCHBIIOCTb OKPacKH DacTBOPOB B
o6ouX cocylax cTaHeT oZHHaKoBOH. Ilocse 3TOro KHACAOPOA Ipolycva-
ot eme 1 mue. Ecam okpacka pacrsopa He H3MEHHTCH, CXKHUTAHHE
CYHTAIOT 3aKOHUYEHHBIM.

25.06paboTrka pe3yabTaToB

2.5.1. MaccoBywo noso cepsl (X) B IPOUEHTAX BHIYHCASIOT 10 Gop-
My.JIe
(V—V,)-T-100

m 3

rae V — o06beM pactBopa cMecH HOZHOBATOKHCJAONO H HOZHCTOrO
KaJusi, M3pacXofAOBaHHLIA HA THTpPOBaHHe pacTBOpa aHajH-
aupyemoro ofpasna, cm3;

X=
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Vi — o6bem pacTBOpa cMecH HOLHOBATOKHCJIOTO H HOAMCTOrO
KaJiusl, H3pAacXOJOBAHHHIH Ha THTPOBaHHe pPAacTBOpa KOHT-
POJIBHOTO OUKITA, CM3;
T — MaccoBasi KOHLEHTPaUUs pacTBopa CMecH HOAHOBATOKHC-
JIOTO H HOIMCTCIO KaJuA, BhIpaxKeHHass B I/cMm?;
M — Macca HaBeCKH KeJIe3HOro MOopoilKa, T.
2.5.2. AGBcomioTHBIE HONycKaeMble DACXOXKIEHHS pe3yJbTaTOB Na-
paJ/iesbHBIX ONMpelesICHUH He NOJXKHBI NpeBHIIATh 3HAYEHHH, NpHBE-
JeHHBIX B TabaHne,

A6comorTiisie
MaccoBas gons cepsl, % JollycKaeMble
pacxoxaeHust, %

Ot 0,002 no 0,005 BraIOU. 0,0013
Cs 0,006 » 0,010 » 0,00i7
» 0,010 » 0,020 > 0,0025
» 0,020 » 0,060 » 0,0040
» 0,060 » 0,100 » 0,0070
» 0,100 » 0,200 » 0,0100

|

l

3. KYJTOHOMETPHUYECKHWHA METOI ONPENEJEHHUS CEPDI

31. CymHocTh MeTOAA

MeTOE‘ OCHOBAaH Ea CXKYraHHHd HABECKH KCJIC3HOI'o NOpOIlKa B NOTO-
ke kuciaopona npu remmepatype 1300—1350°C. O6pasymomuiicst cep-
HUCTHH Ta3 IOIVIOLIAETCS NOTVIOTHTEJNLHEIM pPacrBOPOM H BBI3HIBAET
NOBLIIIEHHE KHCIOTHOCTH H H3MeHeHHe DJIC HHAHKATODHOH CHCTEMEI
pH-verpa.

KosnuuecTBo 37€KTpHIECTBA, HEOOXOJHUMOE IJs1 ROCTHXKEHHs NepBO-
HayaJgpHoro 3Hauyenusi pH mnorjoturespHoro pacTtBopa, NPONOPIHO-
HaJIbHOE KOHIEHTPAUHH Cephl B Npolbe, PHKCHPYSTCS KYJOHOMETPOM-
HHTErpaTopOM TOKA, NMOKA3LIBAIOWIMM KOJMYeCTBO Cepbl B NPONEHTAX.
Bausigue yriepofa ycrpaHsieTcs BHIGOPOM HCXOJHOW BeJHuuHE pH
noriotuTenbHoro pactscpa Ha yposHe pH 3,9. Ilpu taxkoft xucnorgoc-
TH NOIVIOTHTEJLHBIM PACTBOPOM NPAaKTHYECKH He MOrJIOLIAeTCSt yrJie-
KHCJB ra3d, o6pasylouuics NpU CropaHun yraepoaa npoOol, a cep-
HHCTHIH ras3 IOrJioLlaercss NOJHOCTBIO.

32. AnnmapaTtypa, PEaKTHBLEL H pPaCTBOPH

KynonoMeTpHueckasi ycTaHoBKa J060ro TUma co BCEMH TpPHHAI-
JIeXKHOCTSIMH  (KYJIOHOMETp, TNOIJIOTHTeJNbHEIEe cOoCyAbl, pH-merp, kop-
peKTop MacCel), ofOecneqMBalONlass TOYHOCTL MPOBEJCHHA aHAJH3a,
yKa3aHHyl0 B Tabauue. Maccy HaBeCKH YCTaHaBJHMBAalOT B 3aBHCHMOC-
TH OT THIA YCTAHOBKH.
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ITeub Tpy6uartas ropHsoHTaJbHast ¢ KapOHIOKpeMHHEeBHMH Harpe-
BaTeJsIMH, oGecrnieyHBaOIHMH TeMnepaTypy HarpeBa 1300—1350°C.

Tpy6ka orseynopHasi MyJUIHTOKpeMHe3eMHCTasl.

Mydenbnas neyp Ting CHOJI no HOpMaTHBHO-TEXHHYECKOH AOKY-
MEHTalUH uJH JI000ro Jpyroro THna, obOeCnedHBalOLlasi TeMIepaTypy
HarpeBa He Huxe 900°C.

Jlonouku dapgopossre no I'OCT 9147, npokan:HHEE NPH TeMmme-
parype He HHke 900°C B Teuenne 6 u uJH npH pabouell TeMneparype
B NOTOKE KHCJOpPONa B TeyeHHe 2—3 MHH.

JloJlouku XpaHAT B SKCHKATope, INJH( KPHIUIKH KOTOPOTO He cle-
JAyeT MOKPbIBAThb CMa3bIBAIOIIHM BeIECTBOM.

[TorJoTHTENbHBIH H BCNOMOraTe/bHBIH DPacTBOPHL FOTOBAT B COOT-
BETCTBHH ¢ THIOM NpPHMEHSEeMOfl KyJOHOMETPHYECKOH YCTaHOBKH.

Menn oknuce mo I'OCT 16539, mopoiukoo6pasHasi HJAH I'PaHyJHPO-
BaHHas, npokajenHas npu Tevneparype (800%25)°C B Teueune 3—
4 u.

33. [IpoBenenne aHadH3a

[Tpn6op MOAroTOBJISIIOT K paboTe B COOTBETCTBHH C HHCTPYKLHEH.
Iasi ynaneHust CiefOB cepbl H3 YCTaHOBKH Nepel HAyaJoOM aHaJH3a
yepes yCTAHOBKY HPONMYCKAIOT MOTOK KHCJIOPOAA H IPOKAJIHBAIOT TPYO-
Ky.

HaBecky xenesHoro nopomika Maccoir 0,5—1 r nepesocar B dap-
bopoByI0 J10J0UKY, HACHIIAIOT PaBHOMEPHBI CJOH OKHCH MeIH Maccoit
1 r, mOMeN[aloT JOJOUKY ¢ HaBeCcKOH B HauboJiee Harperyio 4actb ¢ap-
tdoposoil TpyOKH H ObicTpo 3aKphIBalOT TPyOKy 3aTBopoM. Haxumalot
Ha KHOMKY «CGpOC» H yCTaHABJIHMBAIOT MOKa3aHHE HHAHKAaTOPHOTO IH(-
poBoro Ta6si0 Ha «HyJb». CXKHraloT HaBeCKy JKeJIe3HOTO NOPOLIKa B NO-
TOKe KHCJIopoAa npH teMmneparype 1300—1350°C. Ilocae noasoro cro-
paHHs HaBeCKH JKeJe3HOro NOpOlIKa, 0 UeM CYIAAT 10 3aBeplIeHHIO
fpoliecca THTPOBAHHUS, 3aNHCHIBAIOT Pe3yJbTaT aHaJH3a MO NOKA3aHHIO
1M poBoro Tabs0, OTKPHBAIOT 3aTBOP H H3BJEKAIOT JOAOUKY.

34. O6paboTKa pe3yJabTaToOB

3.4.1. MaccoByio 100 cepsl (X) B IpOLEeHTax BHIYHCJAIOT no ¢op-
MyJie

X= A—A,

rie A — nokasanne uuposoro Tabno npubopa, NoJyyeHHOe B pe-
3yJbTaTe CXKMraHHs HaBECKH aHaJH3HpyeMo# mpo6ul, %;
Ay — cpenHee apudMeTHyecKoe 3HaueHHe NMOKa3aHHH LH(poOBOro
tab/0 npubopa, NONyYeHHOE B pe3yJ/bTaTe CXKHTaHHS IJIaB-
HS DPU [POBEAEHHH KOHTPOJBHBIX ONHITOB, %.
3.4.2. A6coNIOTHEIE JOMYyCKaeMble PACXOXKIEHHsl pe3yJ]bTaToOB Ha-
paJJeJbHbIX ONpPELeJNeHHH He JNOJKHBl NPEBHILATh 3HAYEHHH, HpHBe-
ACHHBIX B TabJjiHLe.
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