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Tungsten. Method for the determination of sulphur

OKCTY 1709

[aTta BBegeHuns 01,01.84

HacToswum cTaHgapT ycTaHaBnMBaeT (POTOTUTPOMETPUYECKNI METOZ onpegeneHuns cepbl (Mpu mac-
coBoii gone cepbl 0T 0.0005 go 0.05 %) B MeTanIMyeckoM BOnbgpame, BOMbHPAMOBOM aHrUApUAE,
BO/Ib()PAMOBOI KUCNOTe, NapaBo/ib(ipamaTe aMMOHUS.

MeTof 0CHOBaH Ha CXMraHUM HaBecku obpasia B TOKe kucnopoga npu 1200—1350 “C. Cepa cropaet
[0 CEepPHWUCTOro rasa, KOTOpbI/i 3aTeM B abCOpPOLMOHHOM cocyfe MOrnowaeTcs BOAON ¢ 0bpa3oBaHWEM
CEPHUCTON KMCcNoTbl. CEPHUCTYHO KUCNOTY OFTUTPOBLIBAOT PacTBOPOM iioAa B MOAMCTOM Kanum B MpUCYT-
CTBMW VHAMKATOpPAa —Kpaxmana.

(N3meHeHHas pepakuus, A3m. Ne 1).

1. ObWWME TPEEOBAHUA

11 O6wue TpeboBaHUs K MeTody aHanusa —no FOCT 29103.

2. ATNAPATYPA» PEAKTVBbI 1 PACTBOPHI

YcTaHOBKa Ana onpegeneHus cepbl (4epT. 1) coctonT u3 6annoHa / ¢ knucnopogom no MOCT 5583
C pegykTtopom; potameTpa 2 Tuna PC-3A unnm PM-A; CKNSHKW 3, 3anONHEHHOW rpaHynnpoBaHHON
[BYOKWVCbIO MapraHua; CKAsHKY 4, 3ano/IHeHHOI acKapMTOM; 3arpy304HOro 3aTeopa 5; AByXTpy6yaToin neun
6 C cenMTOBLIMM HarpeBaTeniiMmM WA 06O apyroii Tpy6uaToli neum, ob6ecneymBatoLLLIMU Harpes Ao
1200—1350 ‘C; kanunnsapHoro gpoccenst 7; NbineBoro guabTpa 8 n aHanmsatopa 9. cocTonwero n3 npuéopa
Tuna IM®-69 unu nto6oro Apyroro TMna ¢ aHanorMyHbIMU XapaKTepucTMKaMm it 610ka aBTOMaTUYecKoro
TuTpoBaHusa BAT-15 unn BAT-12JIM co cTekNsHHbIM 6ap60Tepom (4epT. 2) 1 GIOPETKN C aBTOMATUYECKUM
KanaHoM uin aBToMaTuyeckoi 6ropeTtkm B-701.

MornotutensHblid cocys no FTOCT 25336 BMeCcTUMOCTbiO 150 CM\ ¢ MarHUTHOI BepTYLUKOIA.

Jonyckaetca ncnonb3oBaTb N060W aHannM3aTop, o6ecneymBatoLL A TOYHOCTb He HUXKE YKa3aHHON B
cTaHfapTe.

Nopoukn thapdoposble JIC-2 n JIC-4 no TOCT 9147.

TpybKN OrHeYnopHble MyNIUTOKPEMHEIEMUCTbIE BHYTPEHHUM AnameTpoM 20—21 MM.

Mukpo6topeTka no FOCT 29251 BmecTMMOCTbIO 2—5 cM3.

CKNAHKN anis npombiBaHnsa rasos no MOCT 25336.

AcKapuT.

Kanwuii ogncteiii no FOCT 4232.

WN3gaHne otuumansHoe MepeneyaTka BocnpeLyeHa

C WN3patenscTBo cTaHgapTos, 1982
© NNK W3gatenscTBo ctaHgapToB. 1999
MepeunsgaHve ¢ N3meHeHnAMM
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YepT. 2

["paHynnpoBaHHas [BYOKUCb MapraHua, npurotosneHue Aeyokucu mapradua no MOCT 14339.1.

Kucnota consHaa no MOCT 3118.

CnupT 3TUNOBBI PEKTU(MKOBaHHbIN TexHuueckuii no FOCT 18300.

Kpaxman pacteopumbliii no FTOCT 10163. 0.05 %-Hbiii nornotutensHblid pacteop: 0.500 r kpaxmana
pacTtBopstoT B 50 cm3 BoAbl, BAMBaOT B 500 cM' ropsuein BoMbl, KUNATAT, 4ONMBAtOT pacTBOp BOAOW A0
1000 cm5m fo6aBnsoT 5 cM5CONAHOMA KUCNOTbI.

Vog no MOCT 4159, pacTBOp: HaBecKy ioda Maccoii 0,6 I MOMeLaloT B MepHYH0 KoNby BMecTMMOC-
Tbto 1000 cM3, B KOTOPYIO NPeaBapuTENbHO MOMELLAOT 4 T M04MCTOro Kanus, pacTBOPSOT, ONMBAKOT BOAOW
o 1000 cm' 1 nepemelvBatOT. PacTBOp XpaHAT B CKNSIHKE M3 TEMHOro cTekna. TWUTp pacTBopa iiofa
yCTaHaB/MBAOT N0 CTaHAAPTHOMY 06pasLy 1 NPOBEPSAIOT NOC/e CKUTaHWUs JecAaTU-ABeHaALaTn HaBecok.

CraHfapTHble obpasubl Kateropmin CO. OCO, COIN. B KOTOPbIX COAepXaHWe KOMMOHEHTa He
OT/IMYaeTCA OT aHanM3npyemoro 6onee yem B fiBa pasa.

(N3meHeHHas pepakuus, M3m. Ne 1),

3. NOArOTOBKA K AHANIN3Y

daphoposbie 10A0UKN NPOKaNMBalOT B TOKe Kucnopoga npy 1280 ‘C B TeueHne 3 MUH.

B nornoTtuTenbHbIi cocys HanvueatoT 120 cM3 NOrN0TUTENBLHOMO PacTBOPA, MOMELLAIOT COCY[ B FHE340
aHanM3aTopa, ONyCcKatoT B COCY[, CTEPXEHb MELI/IKV 1 PErynvnpytoT CKOPOCTbL MepemMeLlnBaHns pacTeopa.

YcTaHaBmBatoT pacxof kucnopoga 1000 cmIMuH.

Bbixog JT.M®-69 coeamHstoT ¢ Bxogom BATa. Ha Bbixog BATa nogknoyatoT 61opeTky-gosatop b-701
WM MarHWTHbIA KnanaH, KoTopbix! KomnnekTyetca BAT.

[JonyckaeTcs npuMMeHeHMe TOMbKO CUAMKOHOBLIX, (DTOPOMACTOBLIX W MOAUITWUNIEHOBLIX TPYOOK
BHYTPEHHVUM [LMaMeTpOM 2 MM. Y4acToK TpyOKu, Mepexmmaemoli MarHUTHbIM KianaHoM, 3aMeHsoT
PE3MHOBOI HUMNeNbHON Tpy6KoW AnnHol 15 MM.

[oBoasAT uBeT B NOrNOTUTE/ILHOM COCyAe A0 cuHero (annHa BonHbl 440—460 HM). Mocne 3Toro
CXKUTaloT iBe-TPW HaBECKW CTaHAapTHOro obpasHa, CofiepXKallme cepy.

O6pasHbl BOMbPaMOBO KMUCNOTbI 06€3BOXMBAIOT 1 NMPOKaNMBalOT B TeueHne 4 4 npu (650+10) *C
[0 BONb(PAMOBOro aHrnapuaa.

O6pasLbl napasBonbpamaTa aMMOHUA NEPEBOAAT B BONb(PAMOBbIA aHrUApUA NPOKannBaHWeM npu
(650+10) “C B TeueHue 1,5 u.

BonbpamoBbIii aHrMapuA CKUratoT B TOKe Kucnopoga 6e3 npeasapvTenbHOn 06paboTKu.

O6pasHbl  MeTannMyeckoro Bonbpama AN YAaNeHUs BO3MOXHbIX 3arpsisHEHWI MPOMbIBAlOT B
5—10 cm3cnupra.
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B 3aBMCMMOCTM OT MacCOBOM 40NN Cepbl OEPYT HaBECKY B COOTBETCTBMM C Tabn. 1

Tabnuua 1

MaccoHam fons cepbl. % Macca HaBeckv aHanm3upyemoro o6pasuia, r
Ot 0.0005 po 0,00! 2.00
Ca. 0,001 . 0.01 1.00
o 0.01 0.05 0,50

CaexxenpokaneHHy'o hapdopoByO I0A0UKY C COOTBETCTBYIOLLE/ HaBECKO MOMeLLatoT B TPY6KY Ans
CKuUraHna n Ha 61oke aBToMaTnyeckoro TMTposaHus (BAT) BKNOYAKOT PYUKY (KHOMKA) «TUTPOBAHME».
Mocne TOro Kak Npmoop aBTOMaTUYECKW BbIK/IHOYAETCSH, NOLCUATHIBAIOT 06bEM 10fa, U3PacX00BaHHbIA
Ha TUTPOBaHMWe. 3aTeM MPOBOAAT CXKWraHWe cneaytoLlein npobbi.

Mo oKOHYaHWK aHanm3a 61PeTKy 1 NOrNOTUTENbHBIV COCY NPOMbIBAIOT BOAON.

5. OBPABOTKA PE3YJ/IbTATOB

5.1. Maccosyto fonto cepbl (JT) B NpoLEeHTax BbIYMUCAAKOT NO opmyse

y_ (M-K) T 100
m )

roe V —o6beM pacTBopa Mofa, 13pacxofoBaHHbI Ha TUTPOBaHME aHaIM3MPYeMOro pacTeopa, cM3:

W0 —o6bem pacTBopa 104a, M3pacxX0f0BaHHbI Ha TUTPOBaHWE PacTBOPa KOHTPOLHOrO OMbITa, CM3;

/' —TuTp pacTBopa iiofa, BbIPaXKEHHbLIN B r/cM3 cepbl;

m —wmacca HaBeckw, T.

5.2. AGCOMOTHbIE LONYCKaeMble PaCXOXAEHWS Pe3ynbTaToB napanseNbHbIX onpeseneHunii npu 4ose-

pUTENbHOI BeposTHOCTU P = 0.95 He [OMKHbI NPEBbILLATL BEIMYMH, YKa3aHHbIX B Tabn. 2.

Tabnunuya 2
MaccoBaa fons cepbl, % AG6CONOTHOE J0MYyCKaemoe pacxoxaeHve. %
Ot 0.0005 po 0,001 0.0002
Cu. 0.001 + 0.003 0.0(KM
» 0.003 * 0.01 0.001
* 001 * 0.03 0.002
0.03 * 0.05 0.004
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