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Merton onpenejieHHs cephl

Tungsten. Method for the determination of sulphur

OKCTY 1709

Jlata sBenennus 01.01.84

Hacrosuuit cTaHaapT ycTaHaBIMBaeT (POTOTUTPOMETPUYECKHUIA METO] ONpeAeIeH)s Cephl (ITpU Mac-
coBoii jmone cepsl or 0,0005 mo 0,05 %) B MetauiMyeckoM BojibdpaMe, BOIbPPaMOBOM AHTHMIPMIE,
BOJILPPAMOBOH KHCIIOTE, [1apaBoab(paMaTe aMMOHUA.

MeTon OCHOBaH Ha CXXMIAHUM HaBecKM obpastia B Toke kuciaopoza npu 1200—1350 °C. Cepa cropaer
JI0 CEPHHCTOTO Tra3a, KOTOpBIN 3aTeM B aGCOpPOLIMOHHOM COCyZE TOIIolaeTcss Bofoil ¢ oGpasoBaHHeM

CEpHUCTOM KUCIOThL. CEPHHUCTYIO KUCIIOTY OTTUTPOBBIBAIOT PACTBOPOM 01 B HOIMCTOM KIMM B IIPUCYT-
CTBUM MHAMKATOpA — KpaxMana.

(Asmenennan pexaumsa, Msm. Ne 1).

1. OBIIIUE TPEBOBAHHU S

1.1. O6uume TpeBGopaHus K Metony aHamusa — 1o TOCT 29103.

2. AIITIAPATYPA, PEAKTUBBI 1 PACTBOPLI

VcTaHOBKa Ay onpeaeneHus cephl (4epT. 1) cocrout u3 6awiona I ¢ kucioponoM nmo M'OCT 5583
¢ penykropoM; poramerpa 2 tuna PC-3A wm PM-A; ckisiHKM 3, 3alIOJHEHHOH TPaHYJIHMPOBaHHOM
IIBYOKMCBIO Maprasiia; CKIsIHKH 4, 3alI0IHEeHHOM aCKapHUTOM; 3arpy304HOTro 3aTBOpA J; ABYXTPYOUaTOM Meyuu
6 ¢ CeJIMTOBBIMHM HarpeBaTeI MU WIH U000 Apyroit TpyOuaToil nedu, obecreyuBaOUMMHI Harpes 1o
1200—1350 °C; kanwuIspHOro Apocces 7; mbuleBoro ¢puIbTpa & M aHanu3aTopa 9, COCTOSIILETO U3 ITpubopa
tuna JIM®-69 win 1106010 Apyroro TUIA ¢ AHAIOTMYHBIMH XapaKTepUCTHKAMU U 6JI0Ka aBTOMATHYECKOTO
turpoBaHus BAT-15 wiu BAT-12JIM co crexyisiHHbIM Gap6oTepoM (4epT. 2) M 6I0peTKH C aBTOMATHYECKHUM
KJIaltTaHOM WIM aBToMaTH4eckoii 6ioperku b-701.

IMornoturensuslii cocys 1o N'OCT 25336 smecTiMocTbio 150 cM3, ¢ MArHUTHOM BEPTYIIKOM.

JlorycKaeTca MCITONL30BaTh N10GoH aHaMM3aTop, 06ecmeYMBAOLIMIA TOYHOCTh HE HYDKE YKA3aHHOH B
crasjgapre.

Jlonouxu ¢apdoposeie JIC-2 u JIC-4 no FOCT 9147.

Tpy6Ku OTHEYNOpPHbIE MY/UIMTOKPEMHE3eMUCTbIe BHYTPEHHHM auameTpoM 20—21 MM.

Miukpo6iopetka mo TOCT 29251 BMeCTHMOCTBIO 2—5 cm>.

CxuiaHKH 11 npombiBaHus razos mo F'OCT 25336.

Ackapur.

Kanwmit sionpucteiit mo TOCT 4232.

H3paune opmmamHoe Ilepenevarka BoCHpelieHa
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I'paHyn¥poBaHHas ABYOKMCh MapraHLua, IPUTOTOBNEHHE ABYOKMCH MapraHua o [TOCT 14339.1.

Kucnora conssHasg nmo I'OCT 3118.

CnupT 3TWIOBBIA peKTHGUKOBAHHBINM TexHryeckuit mo T'OCT 18300.

Kpaxman pactsopumpiit mo T'OCT 10163, 0,05 %-Hblit norotuTenb bl pacteop: 0,500 T Kpaxmana
pactopsior B 50 cM> Bozbl, BiuBaloT B 500 cM3 ropsueit BOIBI, KMIISTSIT, IONMBAIOT pacTBOp BOIOH 10
1000 cM3 u no6aBnsioT 5 cM3 COMIAHOM KUCTOTHI.

Hon o TOCT 4159, PacTBOp: HaBeCKY iona Maccoit 0,6 r NOMeIAlOT B MEPHYIO KOJIOY BMECTHMOC-
Tb10 1000 cM3, B KOTOPYIO NPeABAPUTENBHO TOMEIIAIOT 4 T HOXMCTOro KaHs, PpacTBOPSIOT, HOJUBAIOT BONOI
no 1000 cM? u nepeMewnBaior. PacTBOp XpaHAT B CKIISIHKE . M3 TEMHOTO CTEKJIA. Turp pacrtBopa Hozma
YCTaHABJIMBAIOT ITO CTAHAAPTHOMY 00pa3ily ¥ NIPOBEPAIOT MOC/IE CKUTAHMS HECATH-IBEHANLATH HABECOK.

Crannaptable o6pasupl Kateropuit T'CO, OCO, COIl, B KOTOPBIX COZEPXaHHE KOMIIOHEHTa He
OTJIMYAETCS OT aHAMU3UpyeMoro GoJjlee YeM B 1Ba pasa.

(Asmenennas pepakumsa, Mam. Ne 1).

3. NNOATOTOBKA K AHAJIN3Y

®apdopoBble JIOTOYKH MPOKAUIMBAIOT B ToKe KHcaopora npu 1280 °C B TeueHHe 3 MUH.

B nomioTuTesbHbLA cocyn HanMBaIoT 120 ¢M? OTOTUTENBHOTO PACTBOPA, TIOMEILAIOT COCYL B THE3IO0
aHAJIM3aTOPa, OMYCKAIOT B COCYH CTEPXEHb MEIUANKU ¥ PETYJIUPYIOT CKOPOCTD IepeMeIIMBaHMs PACTBOPA.

Ycranasnusalor pacxox kuciaopoaa 1000 cm3/MuH.

Boxon JIM®-69 coenuusior ¢ BxonoM BATa. Ha Beixox BATa nmoaxmoyaior 61opeTky-no3arop B-701
WIM MarHUTHBIA KJIafaH, KOTOPEIM KoMiutekTyercsi BAT.

JlomyckaeTcss MpYMEHEHHEe TOJNBKO CHIMKOHOBBIX, (DTOPOIUIACTOBBIX M TMOAMSTHIEHOBBIX TpybOoK
BHYTPEHHUM INaMeTPOM 2 MM. YYacTOK TpYOKM, MEPEXHMAeMO MArHMTHBIM KIIAIldHOM, 3aMEeHSIOT
Pe3VHOBON HUNIIENBbHOMU TPYOKOM IMHOM 15 MM.

JloBOIAT 1BET B NONIOTUTENBHOM COCYIE 4O cMHero (miMHa BoiHbI 440—460 uM). [ocne sToro
CXWTaloT JBe-TPY HABECKHM CTAHNAPTHOTrO obpaslia, ColEpXallye cepy.

O6pasisl BosibhpaMoBoii KUCIOTH 06€3BOXMBAIOT M TIPOKANMBAIOT B TeyeHue 4 4 mpu (650+10) °C
o BoJbGPaMOBOro aHTHAPHIA.

O6pasupi napasosbbpamaTa aMMOHUSE TIEPEBOAT B BONTbQPAMOBBIi AHTHAPUI POKATHBAHUEM TIpH
(650+10) °C B Teyenue 1,5 u.

BoibhpaMoBBIit aHTHAPHI CXUTAIOT B TOKE KUCIopoza bes IpeBapUTeNbHON 00paboTKH.

OGpasupl MeTaLIMYECKOro BoJb(paMa Uil yoaieHuss BOIMOXHBIX 3arpsS3HEHU MPOMBIBAIOT B
5—10 cm3 crimpra.
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4. TIPOBEIEHUE AHAJIN3A

B 3aBHcHMoOCTH OT MaccoBoii IO cepbl GepyT HaBecKy B COOTBETCTBMHM ¢ Tabi. 1.

Tadbnumua 1

Maccosas nons cepel, % Macca HaBecku aHaIM3UpyeMOro obpasiua, I
Or 0,0005 mo 0,001 2,00
Cs. 0,001 » 0,01 1,00
» 0,01 » 0,05 0,50

CaexenpokanenHyio ¢papghopoByIo JTOI0YKY C COOTBETCTBYIOIIEH HABECKOM MOMEILAIOT B TPYOKY VISt
CXHraHusl U Ha 6j0ke aBToMarndeckoro THTpoBaHus (BAT) BKIIIOYAIOT PYdYKy (KHOIIKA) «THTPOBAHUE».
ocne Toro Kak mpuGop aBTOMATHYECKH BBIKIIOYAETCS, TIOACYMTHIBAIOT 00bEM #1072, M3PACXOIOBAHHBLI
Ha TUTpOBaHUE. 3aTEM MPOBOAST CXHUTaHHUe CIAEAYIOLIEH MpoGhl.

IMo oxonyanuy aHamM3a GIOPETKY M MOTIOTUTENLHBIN COCY/ IPOMBIBAIOT BOOIL.

5. OBPABOTKA PE3VYJIbTATOB

5.1. Maccosyo nomo cepst (X) B POLIEHTAX BHIYUCIISIOT 110 (hOpMYJIE

_(V=¥)T-100
m

X

b

r1e ¥V — obbeM pacTBopa Hosla, M3pacXONOBaHHBIA Ha TUTPOBAHUE aHATM3MPYEMOTIO PAcTBOPA, CM>;
Vo — obbeM pacTBopa fioa, U3pacXoZOBAHHBIA HA TUTPOBAHME PACTBOPA KOHTPOILHOTO OTBITA, CM°;
T — Tutp pacTBOpa ios1a, BHIPAXEHHBI B r/cM’ cepbhl;
m — macca HaBecKH, T.
5.2. ABCONIOTHBIE IONYCKAEMbIE PACXOXACHHUS PE3y/IbTATOB IAPAILIENBHBIX ONPENEICHII TP IOBe-
puTenbHOM BeposTHOCTH P = 0,95 He NOMXHEBI IpeBbIIATh BEJAMYUH, YKa3aHHBIX B Ta6. 2.

Tabnuua 2

Maccosas gons cepbi, % ABcomoTHOe fIoNycKaeMoe pacxoxneHue, %
Or 0,0005 mo 0,001 0,0002
Cs. 0,001 » 0,003 0,0004
» 0,003 » 0,01 0,001
» 0,01 » 0,03 0,002
» 0,03 » 0,05 0,004
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NHP®OPMAITMOHHBIE JAHHBIE

1. PASPABOTAH ¥ BHECEH MunncrepcTsom useTnoii Meraryprun CCCP
PABPABOTYHKH

B.W. Benpunues, C.H. Cysoposa, H.C. Bopoaus, JI.B. Muxaiinosa, B.B. Cysrransn, H.IL. Amu-
keesa, 3.A. Hcaesa, B.H. Bmnorpagos, B.E. YeGorapes, B.A. Ilpunenckas, I0.A. AoOpamos,
H.B. Jenncos, JI.M. Edmmos, 3.K. Crerenmo

2. YTBEPXIEH 1 BBEJEH B JIENCTBHUE IToctanoBaennem T'ocynapcreennroro Komurera CCCP no
cranpapram ot 30.09.82 Ne 3868

3. BBAMEH I'OCT 14339.2—74
4. CCbUIOYHBIE HOPMATHBHO-TEXHUYECKHUE JOKYMEHTHI

O6o3Haverue HT/I, Ha KOTOpBIN faHa cChLTKA Howmep myHkTa
IoCT 311877 Pazn. 2
I'OCT 415979 Pasn. 2
T'OCT 423274 Pasp. 2
T'OCT 558378 Pazn. 2
I'OCT 914780 Pa3zn. 2
TI'OCT 10163—76 Pasn. 2
I'OCT 14339.1—-82 Pazn. 2
I'OCT 18300—87 Pazn. 2
TOCT 2533682 Pazn. 2
T'OCT 29103—91 1.1
T'OCT 2925191 Pazn. 2

5. Orpanuyenue cpoka neiicTaus cuato Ilocranosnennem I'occranzapta ot 27.09.91 Ne 1525

6. IIEPEU3JAHUE (mons 1999 r.) ¢ M3menenuem Ne 1, yrBepKieHHabM B anpene 1988 r. (MYC 7—88)
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Hsn. ma. Ne 021007 or 10.08.95. Cparo B Ha6op 19.05.99. Toamicano B mevats 05.07.99. Ve mey. 1. 1,40, Vu.-u3n. . 0,93.
Trupax 1353k3. C3272. 3ak. 544.
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