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TOCYAAPCTBEHHBH CTAHAAPT COI3A CCP

LUMAT NJABMKOBLIR FroCT

Metog onpepencuua cepbl [obugeki) 76' 9 -7'—8|
Fluorite. Method for the determination Biamen |
of total sulphur content TOCT 7619.7—70

Nocranosnennem TocypapcrsenHoro xomwrera CCCP no crangapram or 27 ¢es-
pana 1981 r. N2 1195 cpok pAencTBuA yCTaHOBNEH

CAr A0 O%aufam,w ¢ o7C W‘gf{wc 01.01. 1982 r.

no 01.07. 1987 r.

HecobniogeHue craHfapra npecnegyercsa no 3auony

Hacrosauiui craHaapt pacnpocTpaHsercs Ha IJIaBUKOBBIM 1UIMaT H
yCTAHABJAHUBAET TUTPUMETPHUUECKUH MeToJ onpelesieHus cepbl (obuien)
npu maccoBol poJe ot 0,05 1o 5 %.

MeToa OCHOBaH Ha CXHTFaHHH HABECKH B TOKE YIVIEKHUCJIOTH IpU
temneparype 1200—1250°C. O6paszoBaBmasgca ABYOKUCh Cepbl BBLIHO-
CHTCS TOKOM YIVIGKHCJIOrO rasa B afACOpPOLMOHHBIH COCYA U TMOIJOIILAeT-
Cs B HeM BOJOH ¢ oOpa3oBaHneM CepHHCTOH KHCJOTHI, KOTOPYIO OTTHT-
POBLHIBAIOT PACTBOPOM HOJZa B MPUCYTCTBUH HHIHMKATOpa — KpaxmaJa.
CxHraHve cepol B atMocdepe yrieKHuCaOThl NPOUCXOAUT CTEXHOMETPHU-

YECKHU, YTO IO3BOJISIET NMOJb30BATECA TEOPETHYECKHM THTPOM pacTBOpa
1ona.

1. OBLLHE TPEBOBAHMA

1.1. O6umre TpeboBaHus k MmeroAy aHanusa — no 'OCT 7619.0—31.
1.2. JJlocTOBepHOCTh noJayyaeMbIX Pe3yJbTATOB aHaJaHU3a KOHTPOJIHU-
PyeTcsa nyTeM ONHOBPEMEeHHOro TNpOBeJdeHHs aHaJjJu3a Ha collepxkaHHe

cephl B cTaHAapTHOM o0pa3sie (ioopuToBoro KoHuenrpara Ne 1822—80
UK eMy NOJO0OHOTO.

2. ATINAPATYPA, PEAKTHUBbLI U PACTBOPDI

2.1. Jlng npoBeeHHs aHaJN3a NPHMEHSIOT:
YCTAHOBKY JJIsl ONpelesieHUs comepXKaHHs cephl (CM. uepTexk).

Miananwe othuumansHoe flepeneyarka BocnpeljéeHa
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Crp. 2 TOCT 7619.7—-81
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YCTaHOBKA COCTOHT U3 CJAEAVIOINX 3J1eMeHTOB: GalJioHa € yriaeKHnc-
J0TOM I, CHAOGXEeHHOr0 PelVKIMOHHBIM BEHTHIEM HJif NTYCKa H pPeryian-
pPOBaHHSA TOKa YIJIEKMCIIOrO ras3a; CKJAfHKH THILEHKO 2, colepikalllen
5 Ub-HBI PAcTBOP CEPHOKMCJION MEAH, CKASHKH THILEHKO 3, colepiKa-
nieit 4% -Heli pacTBop MapramlueBokiicaoro kasqus B 30% -HoM pacraope
eIKOTO KaJiy; CYIIUJLHOH KOJOHKH 4, 3anosHeHHOH NPOKaJNeHHEIM XJ0-
PHCTHIM KaJibIlHeM; TOPU30HTaJbHON TpybuaToM NeyH 5 C CHJIHTOBLIMU
HarpesareasMy, ol0eclleyuBalOmUMU  HarpepaH”He QOO0 TeMNepaTyphl
(1300x20)°C; TepMonmapbel MNJAaTHHOPOAHEBOH C TEPMOPEryJASTOPOM;
TpancopmarTopa u ammnepMmerpa AJjis PeryJUpOBKH NHMTAHHSA [EeYH; OT-
HEeYNMOPHBIX MYJJHTKPEeMHe3eMHCThIX Tpy6ok 6 AnuHod 650—750 MM ¢
BHYTpeHIHM AHaMetrpoM 20—22 mMm. [lepen nmpumenenuneM Tpybku (HO-
Bhle) HOJXKHBI OBITh NPOKaJeHbl NpH paboueil TeMreparype 1o Bcel
annHe. TpyOku ¢ o0eunx cTopoH 3akKpbiBalOT XGPOLIO MOJAOTHAHHBLIMH
pe3iHOBbBIMH NpoOkaMu, B otreepcTusi NpoOOK BCTABJSIOTCS CTEKJISH-
Hble UJU JIaTyYHHBIe TPYOKH. [as npenorspame’isa oOropaHus pe3nHo-
BbIX NPOOOK BHYTPEHHIOIO TOPILOBYIO ITOBEPXHOCTb 3aKphIBAIOT a4COECTU-
BbIMM NPOKJaiKaMy, rpyiieoOpastion TpyOxu 7, 3aNOJHEHHOM CTeXJC-
BaTOM, cAyKallel AJS yJaaBJHBaHHS TBepABIX YacTHL. I'azoobpasnnie
NPOAYKTH CXKHUraHus depe3 Oapbatep 9 mocTynamT B NOTJOTHTENbHBIH
cocys 6. bapbarep poJixkeHn ObITh H3TOTOBJIeH U3 OPreTekia WiHn ¢ropo-
naacra, ObITh pa3sGOPHBIM H COCTOSTbL M3 ABYX YacTed. g THTPOBAHKA
HCIOAb3yeTcsa 6opetka /0 na 25 cm3;

JOAOYKH MYJJIUTKPEMHe3eMHCThle, NpoKaJeHHble NpH TeMIiepaTtype
1000 °C:;

KPIOUYOK H3 Xaporpoutuon NpOBOJIOKH;

KaJust THIPOOKHUCh (kanau eakoe), pacteop 300 r/nm3;

aJIOMHHHSI OKHCb Ge3BOAHYIO, XOPOWO MPOMBITYIO BOAOH H NPOKa-
Jenuyro npu reMneparype 1000 °C B Teyenue 5 4;

KaJauii MapranueBokucawli mo 'OCT 20490—75, 49% -HBlll pacTBOp
B 30%-HOM pacTBope eAKOro KaJiu;

Meldb cepHOKHCIYI0 5-Boanyio no FOCT 4165—78, pactsop 50 r/am®;

KadabU Ui xJopucThiil myasaeddbiii o F'OCT 4460—77;

CTEKJOBATY, XOPOIIO NMPOMBITYIO BOJAOH H BBICYLICHHYIO;
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roct 7619.7—81 Crp. 3

kpaxman pactsopumbiii no 'OCT 10163—76, 0,59%-Hbili pacTBOp;
FOTOBAT CJAeAylouHM o0pa3oM: O I pacTBOPHMMOro Kpaxmasia pacrtupa-
10T B CTynKe ¢ 50 cM® XOJIOAHOM BOABI, BJAHBAIOT TOHKOH CTPYHKOH B
KOoNOy, rie Haxoaurcs 700 cm® ropsiuelr BoAnl. PactBop KUOATAT
2—3 MUH, oXxJaxKaatoT, pasfapasior xononHod oo mo 1000 cm®:

THTpOBaHHbi pactBop Hopa 0,00 u 0,01 H. roToBAT U3 uKcaHala
0,1 H. coorBeTCcTBYIOIIUM padfaBienneM. PacTBOphl XpaHAT B CKJSIHKE
u3 teMHoro crexJja. Pacrsop 0,01 H. iona roToBAT B JAeHb ynorpebdJe-
HUSA. B cayuae AJUTENBHOrO XpaHeHUSA THTPOBAHHOrO pacTBOpPa, TUTP
€ro NpoBepsIoT no cranaapTHoMy obpasuy CO K-3 Ne 1822-—80 cocTasa
(QJII0OPUTOBOr0 KOHIIEHTPATa H PHCCUHTBHIBAIOT 10 (opMmyJe

C-m
I'= V-100

rae C — maccoBasi foJiss cepbi (06iieit) B cTangapthoM obpasie, Y ;
m — Macca HaBeCKH CTaHAAPTHOrO obpasua, r;

V — o6bem pacreopa #ona, u3pacXoAOBAaHHBI Ha TUTPOBaHHe,
CM3,

3. TOATOTOBKA K AHAJIN3Y

3.1. Ilepex Hauasom pabGoThl HarperalOT Iedb IO TeMIEpaTypbl
1250 °C. Has npoBepki npaBuJbHOCTH paboTbl YCTAHOBKH CXKHUIaloT
2—3 HaBeCKH CTaupaptHoro obpasua ioopura 1o MeTOAHKE, NPHBE-
aenton B pas3n. 4. CKopocTh npoliyckadus yrviekucjoro rasa 90—100
IY3BIPbKOB B MHHYTY.

Ecan cepa npepcrasicHa B BujAe Oapurta, TO HaBECKY aHaJu3upye-

MOI'o MatepuaJa nepea CKlIranneM CMEeUInsalOT B JOAOHUKE C ABYKPAT-
HbIM KOJHNUECTBOM OKIICII aJIIOMUHUSL.

4. NPOBEREHME AHAJIN3A

4.1. Hasecky naaBnkosoro mnara maccot 0,5 r npH MaccoBol oJie
0,50 % cepwt u maccoit 0,1 r npu maccoBoit goJe coitie 0,9 Y% nomerta-
IOT B JIOAOUYKY. DB TOIJMOTHTENbHBIN COCYA  3apaHee  HaJAHBAIOT
150—200 cm® Boab!, npuauBaioT 5 cM?® KpaxmaJa H MepeMellHBaloT To-
KOM YIJIeKHcJoThl. JIOAOUKY ¢ HaBeCKOH BBOAAT B (rappoposyo TpyoO-
Ky (CO CTOpOHBI IOJa4H YIJIEKHCJIOTO ra3a) I1pH MOMOUIH KPIOUYKAa B HaH-
0osiee pasorpeTbiil y4acToK TPyOKH, TOTYaC 3aKPHIBAOT TPYOKY H myc-
KaloT TOK YyrJeKucJjoro rasa. [lpokaausanue npoaoJzkamoT o MHH. THT-
pytoT pacrBopom #oxa 0,01 #. uan 0,00 H. COOTBETCTBEHHO HABECKE IO
YCTOHUYHBOH OJeAHO-TOJAYOOH OKpAaCKH pacTeopa.

OKOHYNB THTpOBaHMe, KPIOMKOM H3BJEKAlOT H3 Nedll JOA0YKY, CTa-
pasicb MPHU 3TOM He 3arpAa3HUTh QPap@opoBYI0O TPYOKY OCTATKON HaBec-

25



Cip. 4 TOCT 7619.7—81

KH. 3aTeM B IOIVIOTHTEJNbHBIH COCYA, TPOMBITHIH BOJAOH, HAJHBAIOT HO-
BYIO IIOPLIHIO BOAK H KpaxmaJa.

5. OBPABOTKA PE3YJIbTATOB

5.1. MaccoByio goaio cepn (06uueit) (X) B NMpoIeHTaX BHIUHCASIOT
no ¢gopmyJe
X = V-T-100 ’
m
roe V — oO0beM pacTBopa HoAa, H3pacXOLOBaHHLIM Ha THTPOBAHHE, CM3;

T — TtuTp pacrteopa ioja 1o cepe;
m — Macca HaBeCKH NJIaBHKOBOTO UIIaTa, I.
5.2. PacxoxleHHe MeXAy pe3yJabTaTaMH apajelibHBIX onpernese-
HHA TIPH JOBEPUTEJBLHOH BepoATHOCTH P=0,95 He N0JI3KHO NpPeBHIIATH

BeJIMUMHBI, IPHBEIecHHOH B TabJuIle.

MaccoBsag Koas cepu (o0wiell), % Jlonyckaemoe pacxoxjieHue, %
Or 0,00 mo 0,1 0,01
Ce. 0,1 » 0,3 002
» 03 » 0,5 0,04
» 0,5 » 1,5 0,1
» 1,b » 5 0,15

Ecin pacxoxaeHue MeXAy pe3yabTaTaMHu ABYX MnapaJiejbHBIX Oll-
PEAENEHHUH NpPEBHINIAET IPUBEACHHYIO BEJIHYHHY, OIpeNeJIeHHE IIOBTO-

pHIoTl-
3a OKOHUAaTeJbHBII pe3yJbTaT aHaJu3a NMPHHUMAIOT cpeaHee apud-

MeTHUYeCKOe pe3yabTaTOB ABYX Iapal’lJeJbHHEIX oNpeleseHHH.



Hamenenne Ne 1 TOCT 7619.7—81 LUinar naaBukosbid, Mertoa onpepeaeHust cepbl
(o0uen)

llocranoaennem TocynapcrrenHoro komutera CCCP no cranpapram ot 21.07.86
Ne 2180 cpox BBeJieHHS1 YCTAHOBJIEH
¢ 01.01.87

e ———

[Tox HauMeHnoBanueMm crangaprta npocrasuth Koa: OKCTY 1769.
(ITpodoasncenue ¢cm. ¢. 50)




(I1podoaxcenue usmenenus K 'OCT 7619.7—81)

[lo Bcemy Tekcry cré#HlapTa 3aMeHHTbh 3HaUeHHs _ KOHIUEHTDAUHY pacrasopa
moxa; 005 H. Ha 0,025 Moab/am® 0,01 m ma 0,005 moap/am®; 0,1 H. Ha
0,05 moas/am3,

(MYC Ne 10 1986 r.)



= r—

i

Hsmenenne Ne 2 FOCT 7619.7—81 Ulnar naasuxombiii. Meron onpeaenenusn cepnl

(o6meh)
Yreepxieno W BpeeHo B neHcrsHe [locranosiennem KomHTera CTaHAApPTH3ALHA

s metpodornu CCCP or 26.12.91 e 2164
Jlara seenenus 01.07.92

TlyekT 5.2 H3J0XHTL B HOBOH pelakuuH: «5.2. Pa3HocTh MeXAYy pe3yJbTaTaMu
napa/ieNibHEIX ONpeAeseHHH H pe3yjabTardM# aHaNH3a NPH AOBEPHTENLHOR BEPOAT-
gocTH P=090 He A0JXHa npeBhIIATh AONYCKaeMHX PacxoXKA€HHA, T PHBEREHHLIX

8 Tabinnue,
(ITpodorxcenue cu. c. 62)
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(ITpodosxernue usmenenus k FOCT 7619.7--81)

TlonycKaemmle pacXoAkCHEA, %

Macco saa xoax cepul, % fapasie.t HalX Pe3yisTATOS
onpeaesleHuA aHASU3IA
|
Or 0,50 xo 0,100 sxatoy. 0,007 ! 0,010
Ce. 0,100 » 0,300 » 0,015 0,020
» 0,30 » 050 » 0,03 | 0,04
» 060 » 1,50 » 0,07 0,10
> 1,00 » 5,00 » 0,12 0,15

(MUYC Ne 4 1992 1))
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