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YK M 1.888.222:546.22.06:006.354 pynna N
rOCYLAPCTBEHHbB MW CTAHALAPT COW3A CCP

HMNOBUA MATUNOKUNCH rOCT
MeToa onpefeneHnii maccoBoli [oONW «epbl 18184 3 _7 9

Niobium protoxide
Method tor the determination ol B3ameH
sulphur content rOCT 18184.3—I1

MNocTtaHoBneHnem locygapcTBeHHoro komutete CCCP no craHgaptam oT 11 mae

1979 r. Hf 169S cpok pelicTBuiA ycTaHOBNEH
c 01.01.1981 r.

no 01.01. 1986 r.

HecobntoaeHve cTaHgapTta npecregyetea no Y, . ~
NOMEn?7#12* -/t

HacToswwmin cTaHAapT pacnpocTpaHAeTcs Ha MATUOKHCb HUOBUSA u
yCTaHaB/MBaeT 0ObEMHbIA HOAOMETPUYECKHI METOA OMnpeaeneHus mac-
cosoli gonu cepbl oT 0.03 go 0.15%.

MeTog, OCHOBaH Ha MPOKaNMBaHWUM NATWOKUCU HMOBMA B Tpy6uaToii
neus B aTmocgepe kucnopoga npu 1250—1300°C, npu 3atom cynba-
Thl LLEMOYHBIX W LLEeNOYHO3eMeNIbHbIX MEeTannoB pasnaralTca L0 [BY-
OKMCU Cepbl B MPUCYTCTBUW ABYOKWCU KpeMHUS. OnpefeneHue 3akaHuu-
BAeTCA MOLOMETPHYECKMM TUTPOBAHUEM.

1. OBLWWE TPEBOBAHUA

11. O6wume TpebosaHua — no MOCT 18184.0—79.

2. AMMAPATYPA, PEAKTVBbLI 1 PACTBOPbI

YcTaHoBKa A4 OMpefeneHns cofepxanHua cepbl {4epTex), cocTos-
was 13 cnefytowmx 31eMeHToB:

rOpM30HTaNbHON 3NeKTpuYeckoi Tpybuatoil meun Tuna TK-30—300
WM aHanorMyHoro Tuna, obecreyuBarolleii Harpes [0 TeMmrepaTypbl
J30JC. cHabXeHHO TepMOperyssSTopoM, asTOTPaHC(HOPMATOPOM THMa
PHO-250—10 ¢ amnepmeTtpom Ha 20x1 A v Tepmonapoi HnaTuHa-nna-
TKNOPOAMELION C rasbBaHOMETPOM: 6anioHa € rasoobpasHbiM KWCO-
pogom no FOCT 5583 78; cucTeMbl MOrNOTUTE/IbHLIX COCYAOB A1
OYWCTKM NOCTyNaroLLero u3 6anioHa KWUCMopoAa — MPOMbIBHLIX CKNSA-
HOK, OfiHa W3 KOTOpPbIX 3ano/iHeHa 4%-HbIM pacTBOPOM MapraHL0BOKMC-
noro kanma B 30%-HOM pacTsope rMapooKucy  Hat-

W3paHve oduumansHoe Mepenevatka BocrpeLieHa
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Ctp. 2 TOCT leiM J—7*

pUs UM TMAPOOKUCU Kanus, a Apyras — KOHLEHTPUPOBAHHOW CepHOi
kucnotoii; U — o6pasHoii TpyOKW, 3anosiHEHHO B NepBoOii MOMOBUHE
(no xogy Kmcnopopa) HaTPOHHOW W3BECTbIO, a BO BTOPOI —rpaHyu-
POBaHHbIM X/IOPUCTbLIM KajbLueM; Tpyoku (haphopoBoii MernasypoBaH-
HON C BHYTPEHHUM AuameTpoM 18--20 MM: KOHUbI TPYOKW  LO/MKHBI
BbICTYNaTb U3 MeUM He MeHee, 4YeM Ha 160- -170 MM C KaXJoi CTOpoMbI

| —KHCIQdMMIt auon T - npovmawre_exkgank 3 — /4 moflpiMiaa
TPyOKa; Cin pr6Ka J - Tpy64aras b; 6 - M/IIbMHO-
UCTP. / T*PMOB»PS3, PY>pUle UMmuKa. - kpropery. KTop
0 — 1>>ToTp111cCcp«rrop ¢ wumneputtpown; // — NnpK

IS - MMXpOﬁK)pCTr§ 1gogyaoéjfl,lnglftillgghaf(;pl(ﬁ?§dﬁ“ n —6np60r| p

MeyH, nepes mpuMeHeHMeM TpyOKy MpOKanuBalOT MO BCei AAWHe Mpu
1250—130CPC B aTmocepe KuC0poAa; CTEK/ISHHOrO Liapuka, 3anon-
HEHHOr0 CTEKNSHHON BaTOM ANA yNaBnAMBaHWS TBEPAbIX YacTWL, YBNeKa-
eMbIX M3 TPYOKM TOKOM KWCNOpoAa; MOrnoTuTensHoro npnbopa, cocTosn-
LLero 13 aByx OAMHAKOBbLIX CTEKNAHHbIX COCYAO0B, COEAUHEHHBIX CTEKNSAH-
HO MepeMblYKON; NEBbI COCY[ SBNSIETCA MOMMOTUTENbHBIM, B HUKHEN
yacTu ero HaxoguTcs 6ap60oTep C 3anoOpHbIM KnamnaHoM; B MpaBblii CO-
CyA MOMELWaKT pacTBOpP CpaBHEHUs;  MuKpo6ropeTkn no [OCT
20292—74, BMeCTUMOCTbIO 5 MA1; (hapdhopoBbIX NOJ0YEK «erfia3ypoBaH-
HbiX \M? 2 no TOCT 6675—73, npefBapuTe/lbHO NPOKAJIEHHbIX B TOKe
kucnopoga npu 1250—1300°C (LO/MKHbI  XPaHUTLCA B 3KCUKATOPE);
KPHOYKa U3 XKapoCTOWMKONM cTanun gamHoin 700 mwm.

Becbl aHanuTnyeckue.

Kpemuua asyokucb no MOCT 9428- 73, 4. A. a., NpokasieHHas B
TOKe Kucnopoga wpn 1250X.

Kucnopoy rasoobpasHbiii no FOCT 5583—78, TeXHUUECKUIA Unn me-
LOVLVHCKUIA.

Kanuidi mapraHuoBokucablii no FOCT 20490—75, u. 4. a.

Kanua rmgpookuck, X. u.

Kanbuwnit xnopuctblit no FOCT 4460—77, u.

Kucnota cepHaa no NOCT 4204--77, 4. 4. a.

Kucnota consHas no MOCT 3118—77, u. 4. a.

M3BecTb HaTpOHHas, X. 4.
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rocT 111843—79 Ctp. 3

Vog 0.01 u. pacTBop; roTtoBAT M3 PUKCAHaNa U XPaHAT B CKNSHKe
13 TEMHOrO CTeK/a.

Kpaxman pactBopumblii no MTOCT 10163—76. PacTBop cBexenpu-
rOTOB/IEHHbIA MOTNOTUTENbHBLIA (KpaxManbHyt0 BOZY) TFOTOBAT chefy-
oM obpasom: 0.5 r pacTBOPMMOro Kpaxmana TljaTeNbHO pactupa-
10T H (hapdopoBoit cTynke ¢ 50 M XONOAHOW BOAbI, MPUIOTOBMEHHYHO
CYCMEeH3M0 NpU MNepeMellVBaHUM HaWBalOT B CTakaH, COfepXalluil
950 'V HarpeToi [0 KUNeHWs BOAbl, MPUIMBAIOT 2 Kanau CONsHOW Kuc-
NOTbl W KUNATAT 2—3 MUH. Tlocne oxnaxkAeHwus pacTBop (UILTPYIOT.

3. NOArOTOBKA K AHANN3Y

3.1 CobupatoT YCTaHOBKY MO CXeMe (CM. YepTex) Tak, 4Tobbl
4acTV ee MMOTHO COEAMHANNCH APYT C APYrOM BCTbIK NpY MOMOLLM pe3u-
HOBbIX TPy6OK. lMepen Hayanom paboTbl Neyb HarpesaloT o 1250°C
W NpOBEPAIOT TepMETUYHOCTb YCTAHOBKM Npu paboueii TemnepaType.
[nsa 3Toro nepekpbiHAIOT 3KMMOM pe3vHOBYHO Tpy6GKy Ha Bxofe B
MOFNOTUTENbHBIA NPU6OP, H NPOMYCKaloT TOK KMCnopoga uepes ycTa-
HOBKY. Kepum uyepes3 HekOTOpoe? Bpemsi B MPOMbIBHbIX CK/ISHKAaX Mpekpa-
TUTCA BbIJeNEHNE My3blPbKOB KWCOPOAa, TO YCTaHOBKA FepMeTUYHa.
lMornoTnTenbHbIf COCYA 1 COCYZ C PACTBOPOM  CPABHEHWS HAMOMHAOT
Ha 23 obbema AWUCTUNIMPOBAHHOW BOAOKM, MPWAMBAOT 5 Mn pacTeopa
Kpaxmana W. nepemelLmBas pacTBop B MOM/IOTUTE/ILHOM COCY/e NMOTOKOM
Kucnopoga (ckopocTb 4—b5 ny3blpbKOB B CEKYHAY), NPUANBAKOT M3 6t0-
peTku B MOTNOTUTENbHLIA COCYA M B COCYA C pacTBOPOM CpaBHeHUS
no KanasMm TWTPOBaHHbIA pacTBOp iofja A0 MOSBAEHUS GNeaHO-Tony-
601 oKpackn, Ecnu B TeYeHWe HECKONbKMX MUHYT MpOMyCKaHWs Kuc-
nopoja OKpacka pacTBopa B MOFNOTMTENbHOM COCyfe WCYe3HeT, Mpu-
NNBAKOT elle HecKoMbKO Kaneib uofa [0 YCTOnuMBon 6neAHO-ronyboi
oKpacku. Okpacka pacTBopa B MOr/JIOTUTE/IbHOM COCyfe He [LO/MKHa
N3MEHATLCA B TeYeHne 3 MHU.

4. TPOBEAEHUE AHAJTM3A

«11 0,5—1 r HATWOKHEH HMO6MA (Npu MaccoBoit gone cepsl 0,03%
6epyT 1T, npu maccoBoin gone cepbl 0,15% 6epyT 0.5 r) cmewwmBaroT
B hapdopoBoii nogouke ¢ 0,5 I ABYOKUCM KPEMHWS, pacnpeenss
CMECb POBHbIM C/IOEM MO [HY /I0[04KM.

Jlofo4Ky C HaBeckoil MoMeLLalT C MOMOLLbID KpHYKa M3 Kapo-
CTOWMKOWN cTanu B Hambonee Harpetyl 4acTb hapdopoBoii Tpybkmu (co
CTOPOHbI MOCTYNNEHNs Kucnopoga) Tpy6Ky ObICTPO 3aKpbiBalOT pesu-
HOBOI MPOOKON, COeAMnHAA TakMuM 06pa3oM Meyb C KUCAOPOAHbIM 6an-
NoHOM OCTOPOXXHO OTKPbIBAKT PeAYKUMOHHBIA HEHTWIb U MpOMnycKa-
0T TOK KUC/I0poJa CO CKOpPOCTbl0 4—b5 ny3bipbKOB B CeKyHAy. Korpga
CEPHUCTBIN a3, MoCTynaloLnit 3 NIeYn B NOFOTUTENbHBIN COCYH, Hau-
HeT O6eCL|,Be‘4VIBaTb HWKHWIA cnoii iofKpaxmanbHOro pacTeopa, 6bICTpO
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Ctp 4 FOCT 18114.3—T9

NpUAnBalOT U3 GIOPETKM TUTPOBAHHLIA pacTBOpP #oja A0 YCTOWYMBONA
B TeyeHWe 2 MWH 61eaHO-rony6oi okpacku. CXXWraHue CUMTaloT 3aKOH-
YEHHbIM. KOTJa WHTEHCMBHOCTb OKPacku pacTBOpa B MOr/0TUTENbHOM
cocyfie M CoCye C pacTBOPOM CpPaBHeHMst GyfeT OfMHAKOBOWM W YCTOM-
UMBOVA B TEYEHME 3 MMH.

5. OBPABOTKA PE3Y/IbTATOB

5 1 MaccoByto fonl0 cepbl (X) B MpOLEHTaxX BbIYMCAAOT Mo op-
myne
1/ 0,00016 100

X T
roe V—obbem 0.01 H. pacTBOpa #0fga, M3pacxofoBaHHbIA Ha TUTPO-
BaHuWe. M,
0,00016— macca cepbl, cootsetcTBytowas 1 mn touHo 0.01 H pacT-
BOpa oga, T;

T —Macca HaBecKwu, T.

3a pesynbTaT aHanusa NPUHUMAOT CpedHee aputhMeTUYECKOe Tpex
napannenbHblX OnpefeneHwid, [JONyCKaeMble PacXOXAEHUs MexXay Ha-
MOOMBbLUMMUN U HaWMEHBLUMMUW  pe3ynbTaTaMu H pesynbTaTamMmu  [BYX
aHanM30B He [O/DKHbI NPeBbIWAaTh BE/IMYMH, YKaszaHHbIX B Tabnuue,
npw foBepuTeNbHOW BeposTHOCTM P-=0,95.

[onyckaeMble PheOTAEHUT s

MMCOOML3||0na cepbl, MeXITy HaM60é13bLLII/IMaI/6 HayMeHb- MEW %T@ﬁah gé:yn;(be*m
WM 1 MbTAaTOB TP*X
B Orposnent ATUIUOB
0.03 0.cTa 0.002
0.05 0.005 0,003
0,10 0,010 0.007
0,15 0.015 0.010
5.2. [Nns KOHTpPONs MpaBMNbHOCTW Pe3yNnbTaTOB aHanmsa  Cepun

npo6 Mcnonb3yoT cTaHAapTHbIA 06pasel, CO No 154 «TUTaHOBbINA KOH-
LieHTpaT» C MaccoBoil gonein cepbl 0,039% pfns Npob ¢ cofepXKaHuem
cepsl 0T 0,03 no 0,05% wn cTaHgapTHbIA 06pasely CO V? 154A «Tura-
HOBbI KOHLEHTpaT» C MaccoBoi goneii cepbl 0,108% pana npob c co-
fepxaHuem cepbl oT 0,05 go 0.15%. CTaHfapTHble 00pa3ubl aHanu-
31MpYIOT OAHOBPEMEHHO C Cepueli Npob B Hayane W B KOHLUE paboyero
[HA. MaccoByto [J010 Cepbl B HWUX yCTaHaBMMBaKOT Mo pasfd. 4—b5, no-
Nnyyas pesynbTaT aHanusa CTaHapTHOro obpasua ycpegHeHvWem Tpex
pe3ynbTaToB MapasiefiHbIX ONpPefeNieHu H BbINOHAS KaX[oe onpe-
[ieNeHve 13 OTAeNbHON HaBeckn. AHanu3bl CepuH Npob  MpaBWsbHbI,
Korga abconoTHas BeMUYMHA PasHOCTW MeXAy pe3ynbTaToM aHanmsa
M MacnopTHbIM 3HaYeHWeM MacCOBOW AONM Cepbl B CTaHAAPTHbIX 06-
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FOCT ISIM.Jr-W Ctp. 5

pasnax CO Ht 154 H CO J1? 154A He npesbiwaet 0,0014 n 0,004% co-
0TBETCTBEHHO. Ecnn HaiigeHHoe abConMTHOe 3HauyeHWe pasHOCTM Bbl-
XOAMT 3a YKasaHHble npefenbl, TO KOHTPOAb MPaBUIbHOCTU pe3ysb-
TaTOB aHanus3a MOBTOPAKOT, yBen4ymBaa 4YMUCNO OAWMHAKOBLIX HaBeECOK
CTaHAapTHOro obpasHa Ao LWecTn. HalifjeHHOe abCONTHOE 3HaYeHue
PasHOCTU MeXAY CpefHUM pe3ynbTaTOM W MNacnoOpPTHLIM 3HAYEHWEM
MaccoBOi A0MM cepbl N cTaHAapTHbIX o6pasuax CO Ne 154 u CO
Ne I54A He gomkHO npesbiware 0,001 n 0.003% cooTBeTCTBEHHO
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N3meHeHne 7* | TOCT 18IM.3—79 HmoBMA NATUMOKKCbL. MeTog onpefesieHs mac-
COBOW A0Nns cepbl

YTBep>AeHo A BBeAeHo B pAelicTBue [locTaHoBNeHMeM [OCyAapcTBEHHONo KomMuTteTa
CCCP no ynpasneHWiO0 KayeCcTBOM nNpoaykuun wn craHgaptam oTr 30 03.90 7* 759

Aata BeBegeHua 01.11.90

MyHkT 11 3ameHuT», ccbinky [OCT 181840—79 Ha IOCT 183&5.0-79.
(MpogomeHue cm. c. 200)
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(MYC Jir 7 199C r.)
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