MEXTOCYJITAPCTBEHHIEGB A CTAHIODAPT

OJIOBO

METO/ OITPEAEJIEHUSA CEPbI

HNznanne odaAATRHOE

B3 10—98

HUIIK U3JATEJIBCTBO CTAHIAPTOB
Mocksa



M EXTOCYJTAPCTUBEHHEB U CTAHJIAPT

OJIOBO TOCT
MerTozn onpeneaends cepbl 15483.7—78
Tin.

Method for determination of sulphur (CT CIB 4813—84)

OKCTY 1709

Mara seenerma 01.01.80

HacTosumuii cranzapT yeTaHABIMBACT HOIOMETPIMEeCKII METOI OIIpeelIcHI coIepXaHusg ¢ephl (IIpH
MaccoBoii Jone cepul or 0,001 10 0,06 %) B 0NIOBe BeeX MApOK, KPOME OJIOBA BRICOKOM YHCTOTHI.

MeTom ocHOBaH HA CXHMIAHHH HABSCKH OJ0BA B TOKE Kuciaopoga mnpu 1200 °C. Cepa cropaer mo
CEPHHUCTOTO Ta3a, KOTOPHIH IIOIIIOIAIOT BOAOI, 11 00pas0BaBIIYIOCT CEPHHUCTYIO KHCIOTY TUTPYIOT PACTBO-
poM i0da B IPHCYTCTBHH MHIHKATOPA KpaxMama.

Crangapt coorBercTByeT CT COB 4813 B yacTH HOTOMETPHYCCKOTO METOIA.

(U3menennas penagmmsa, Ham. Ne 2),

1. OBIIIUE TPEBOBAHUA

1.1. O6ine Tpe®GoBaHUI K MeTOTY aHalM3a U TpeGoBanud GesonacHocTH — mo TOCT 15483.0.

(Msmenennan penagmusa, Msm. Ne 1).

1.2. Jonyckaercs NIpUMEHSHHE METOHAOB OIPESACICHHSA CONSPXKAHUS CEPhl ¢ UCIIONb30BAHUEM ABTO-
MATHUIECKIX AHAIN3ATOPOB, arTecToBaHHHIX o TOCT 8.010* 1 He yCTYMAIOIIHX IO TOYHOCTH VKA3aHHOM
B CTaHIAPTE.

(Benen nonoanarennno, M3aM. Ne 1).

2. AIITIAPATYPA, PEAKTUBBI I PACTBOPLI

YceraHoBKa 19 OTIpeieIeHIS COMEPXKAHNA cephl (CM. TepTex).

YeTaHOBKA cOCTOHT U3 0aIoHA ¢ KHCIOopoaoM [; peayKITHOHHOTO BEHTHIS 2; CKISHOK TS OYHCTKHN
KHCTopoga 3, 4; OCVIIUTETLHON KOTOHKH 5, TPEXXOAOBOTO KpaHAa 6, TOPH3IOHTANLHON 2NeKTpHYecKOoH
TpyOUYaToil rmeun 7 ¢ CeNUTOBBIMH CTEPXHAMH, o0ecTieunBaouMu Harpesanue g0 1200 °C, cHaOxeHHOH
PeoCcTaTOM W aMTIEPMETPOM; TEPMONAPHL &, TanbBaHOMETpa ¥; TpyOoKH (hapdopoBoil HernazypopaHHoit 117
BHYTPEHHHUM JHAMETpOM 15—20 MM 1 TakoH UIMHOI, 4TOOBI KOHIIBI ¢¢ BRICTYIANHM M3 HIedn Ha 180—
200 MM 3axmmMa 17 neoteynopuTens 2, HAIOMHEHHOTO CTeKISAHHOM BaToil; 6lopeTKH /3 BMeCTHMOCTHIO
25 cM?; CRISHKY M3 TEMHOTO CTeKIa 4 I XpaHEeHUS THTPOBAHHOLO PAcTBOpA Homa; abGcopOLHIOHHOTO
armapara 15,

Jomouku dapdoposrie HernazypopaHHee o 'OCT 9147 wmHoit 70—130 MM, mmprAHOR 7—12 MM
H BEICOTOH 5—10 MM.

* Ha teppurtopun Poccutickott ®eneparuu geticteyer T'OCT P 8.563—96.
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Kammit fiogueterii mo TOCT 4232, pacTBop ¢ MaccoBoii goaei 5 %.

Hon no TOCT 4159, TUTPOBAHHBIIA € (1/2 I,) = 0,005 MOJIL/,I[M3 PacTBOP: B MEPHYIO KONOY BMCCTH-
MocThio | mM3 moMematoT 2,5—3 T HOTHCTOTO KalMsd, pacTROPIIOT B 4—5 eM3 Bomwl, moGapmnsior 0,6350 r
oda 1 pacTBOPAIOT MPH IIcpeMeInuBaHKH. Jance pa3daBIgioT BOAOI 10 METKH U IIepEMEIINBAIOT. PacTBop
XpaHAT B TepPMETHYSCKH 3aKPHTO CKISHKE H3 TEMHOTO CTCKIIA.

Kamusa ruapookuck 1o I'OCT 24363 wiu Harpus rmapookuch 1o I'OCT 4328 u pacTBop ¢ MAaccoBO
Joneii 40 %.

Kamuit Mapranmopoructsiii mo I'OCT 20490, pactBop ¢ MaccoBoil mometi 4 % B pacTBope
THAPOOKHCH KalHd A THAPOOKHCH HATpHA ¢ MaccoBoii moineil 40 %.

Kpaxman pacTBOpUMBIi, CBEXEIPHUIOTOBIECHHBI PACTBOP ¢ MaccoBoil goneil 1 %.

CraHmapTHEIT o0pa3ell MeTalla HIIH CIUIABA ¢ H3BCCTHHIM COACPIKAHHCM CEPHL.

Kanbiuii xX10pHUCTHIi.

Kucnopon razoodpasubiid o I'OCT 5383,

Bara creknsHHas.

Harpuii cepaoparucrokuciniii no I'OCT 27068.

MaccoByI0 KOHITEHTPAIIMIO PAacTBOpa HoJa YCTAHABIHBAIOT IO CTAHTAPTHOMY OOpasIy MeTalla HiIn
cIUlaBa, OIHM3KOMY IIO COACPXKAHHIO CCpPhl K aHANHM3HPYCMOH IIpodc, NMPOBSACHHOMY 9Epe3 Bee CTagun
aHaJIM3a, WK 10 PacTBOPY CEPHOBATHCTOKIICIIOTO HATPHA, PHTOTOBICHHOMY M3 CTAHIAPT-THUTPA COOTBET-
CTBYIOIIEH KOHI[CHTPALMH.

(U3menennas penagmaa, Ham, Ne 1, 2, 3).

3. IIOATOTOBKA K AHAJIH3Y

3.1. [dxa npoBeacHHS aHANN3a YCTAHOBKY COOHPAIOT, KAaK MOKA3aHO HA 9CPTEHKE.

3.2, Ilepen cOopKoil YCTAHOBKH CKJISHKHN VIS OYHCTKH KHCIOPOIA, HMOCTYIIAIOIICTO B IICYb, 3aII0M-
HSIIOT pacTBOPOM THAPOOKHCH KANHA ¢ MaccoBoil moieit 40 % B pacTBOpe MapraHIIOBOKHCIIOIO KallHS ¢
MaccoBoii moneit 4 %.

JUIg ocylieHHS KHCIOPOAA KOJIOHKY 5 HAMONHSAIOT CHAYAA XJIOPHCTHIM KANBITHEM, 3aTeM CIOEM
CTCKJITHHOM BaThl M 3aTeM CYX0# THAPOOKHCHIO KalHd WIN Hatpuda. Ilnmeymopmrenb 72 3amolHSIOT
CTEKIITHHOM BATO.

B aOGcopOIHOHHLIN anmapar 1.5, cocTOgIME 113 IBYX OTHHAKOBHIX COCYIOB, COSTHMHEHHBIX CTEKIITH-
HEIMH IIepeMBIIKAMHE, TIepel, HAYaIoM CKHTAHIS HABECKH OpIBaoT 1o 50 M Boxsl, 1o 10 M3 pacTBopa
KpaxMara 1 0 HeCKOJIBKO Kallellb pacTBopa Homa 10 OJHHAKOBOTO ToIy00To oKpalnusanms. IIpaBhlii cocyi
CIIYKHT 718 KOHTPOJS NpH THTPOBAHHHU B JICBOM IOITIOTHTSIBHOM COCYIE.

(U3menennas penagmaa, Ham, Ne 1, 2, 3).



3.3. MOHTHPYIOT TEePMOZNEKTPHUCCKHIT MHPOMETP IS M3MEpeHHS TeMIepaTyphl BHYTPH IIE€YH,
COCTOSIIEH M3 INIATHHO-IDIATHHOPOIHUEBOH TepMonaphkl § i raabpanoMerpa 9.

3.4, dapdopoyio TpyOKy 10 mepen IpuMeHeHHEM IpoKanueaioT mpu 1200 °C B atMocdepe KHCTIO-
poma. B 3THX Xe YCIOBHUAX HNPOKANHBAIOT (pap@opoBhie TOMOUKIL.

TlonHOTY BRIKMIaHUA cephl M €€ COSIHHEHMI W3 JTOTOYKH KOHTPOIUPYIOT IIPOIYCKAHNEM ra3000pas-
HHIX TIPOTYKTOB H3 eIl depes HoTKpaxMaabHBIN pacTBOp abcopOIIoHHOro amiapara. KoHell BEKHUTaHHg
CEpHl ONPCASIIIIOT IO MPCKPAIcHHI0 00cCIIBCYNMBAHIS PacTBOpa.

3.5. Tlepen mpoBedecHHEM AHAJI3A BCIO YCTAHOBKY IIPOBEPSIOT HA TepMETHIHOCTH IIPH HArpeTOH T0
800—900 °C meun. A1 3T0T0 OTEPHBAIOT TPSXXOTOBOH KpaH 6 ¢ BEIIYCKOM Ha BO3IYX, OTKPHIBAIOT GaJUIOH
H OPOIYCKAIT KUCTOPOT ¢o cKopocThio 20—30 my3hIpbKoB B 1 MHH. TIepeKmoTatoT KpaH 6, TIPOMyCcKAas
KHCIIOPOI B IeYb, 3a3KUMOM OTCOSOTHHAIOT (hapdopoByio TPYOKY OT IMOTIOTHTEIIFHOTO COCYIa H, CCIIH 9cpe3
5 MHH IIV3HIPBKH HE BHIOC/ISIOTCH, YCTAHOBKY CIHTAIOT TCPMCTHIHOI.

3.6. YcTraHOBKY IIPOBEpSIOT Ha HAIHYHE JIETYYNX BOCCTAHOBHTEILHHIX BellecTs. g aroro B o0a
cocyma (TIOTJIOTUTENLHAIN H KOHTPOMLHHI) HamupaioT 1o 50 cM? Bomsl 1 o 10 e pacTBopa KpaxMana ¢
MaccoBoii moneit 1 %. IlpmmsaioT u3 OopeTKH B 00a cocyTa OMMHAKOBOE KOJIIMYECTBO Kalelb PacTBopa
fioma 1o Tonyooro OKpallliBaHud, HarpeBaloT edb 10 1200 °C u pomycKamoT TOK KHcIopoaa. FelH okpacKa
pPacTBOpa B HOTIOTHTENLHOM COCYJIE HCUE3aeT, TO MPUINBAIOT K pacTBOPY MO KAIIISM PAacTBOpP Hoga J0 Tex
op, II0Ka ToIy0as oKpacKa pacTBOpa He MepecTaHeT MCUe3aTh H HE CTAHET OXMHAKOBOI 110 HHTCHCHBHOCTH
€ OKpAacKoil pacTBopa B IIPaBOM COCYIE.

(U3menennas penagmmsa, Ham. Ne 3),

4. IIPOBEJEHHE AHAJIU3A

4.1. Haecky onoBa Maccol 2,0000 r nomeinanoT B dapdopoBy0O JOI0YKY, IPEIBAPHUTSILHO IPOKA-
JIEHHYIO B TOKE KHCIOPOAA H OXIAXICHHYIO B 3KCHKATOPE.

Jomouky ¢ HaBeCKOH IIPH IMOMOIIN IIHNHHOTO MPOBOJIOYHOIO KPIOYKAa IIOMEINAIOT B TPYOKY Ui
CKHTAHHA B HanmOoJce HATPETYIO 30HY. TpyOdKy OHICTPO 3aKPHBAIOT IMPOOKOH 1 HABSCKY 0J0BA CIXKHUTAOT.
Korma aagnnaercsd cXHUTaHie, TOK KHCIOPOIa AOJLKEH OBITh JOCTATOYHO OLICTPEIM, YTOORI IIPCIOTBPATHTD
oOpa3oBaHHe BAKYyMa B IIEYH.

Korma mocTymamliue M3 IMeYH Ta3hl HAYMHAIOT OOeCIBeYHBATH PACTBOpP HOJA B HIDKHEH dYacTH
MOIJIOTUTEIBHOTO COCyaa, M3 GpeTKH Jo0aBISIOT pacTBOP Hodga ¢ TaKoil CKOpPOCTHIO, YTOOH Toxydas
OKpacKa pacTBopa He Hcuesala.

B koHme cxuranug gJo0aBlIeHHE pacTBoOpa ifoma 3aMeIISIOT W IPeKpalaloT cOBCeM, KOTAA Tonydas
OKpacKa pacTBOpa B IMOTJIOTHTENBHOM cOocyae OymeT MOCTOSHHOM 1M OJMHAKOBON MO MHTEHCHBHOCTH C
OKpacKoii pacTBopa B IpaBoM cocyice. Ilociie 2Toro NponyckKaoT KHCIOPOI C1I¢ B TSUYSCHIE MUHYTHL H, ¢CIIN
OKpacKa pacTBOpa He HCYE3HET, TO CKUTAHUE CYUTAIOT 3aKOHYCHHBIM.

(U3menennas penagmmsa, Ham. Ne 2),

4.2. (Uckmoaen, Uzm. Ne 2).

5. OBPALOTEKA PE3VILTATOB
5.1. Maccoryio om0 cepH (X) B IIPOIeHTaX BEMHUCISIOT Mo HhopMyIe

_ VT 100

2

X

13

e V — o0beM pacTBopa Hola, H3pacXoNOBAHHEI HA THTPOBAHHE, CM°;
7 — MaccoBasg KOHICHTPAIUs PAcTBOPa Hola, BLIPAXKCHHAS B IPaMMAX cephl, I/cM>;
M — Macca HABECKH OJIOBA, T.

(U3menennas penagmmsa, Ham. Ne 3),



5.2. AOCONIOTHBIE JOIYCKAEGMBIE PACXOXITCHHS Pe3yIbTaTOB NapalIebHEX ONpeaeIeHHI TIPH TOBe-
PHTEIBbHOMH BeposATHOCTH £ = 0,95 He JOJDKHEBI IIPEBHINATE 3HAYCHUHA, YEA3AHHBIX B TAaOJIHIIC.

MaccoBasi OIS CepHl, % ADCOMOTHOE JIOTIYCKAEMOE PACXOXK/IeHIE, %0

Or 0,001 mo 0,003 0,0005
Cs. 0,003 » 0,005 0,001
» 0,005 » 0,01 0,002
» 0,01 » 0,02

0,004
» 0,02 » 0,06 0,005

(Msmenennana penakmma, Mam. Ne 1, 2).
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