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I'pymna b09

MEXTOC CVYITAPCTBEUHHU BM CTAHIAPT

HE®TEINPOJAYKTHI U ITPUCAITIKIA I'oCT
1431—85
MeToa onpeneaeHus cepol CIIABJICHAEM B THIIE
Petroleum products and additives. B3amen
Method for the determination of sulfur by fising in a crucible TOCT 1431—64
MKC 75.080
OKCTY 0209

Ilocranosiaermem I'ocyaapcrBennoro xomurera CCCP no crampapram ot 5 noadopsa 1985 r. Ne 3547 para BBenenma

yCTAHOBJICHA
01.01.87

Orpanmyenme cpoka aeciicTeia CHATO IlocTranoBsiaemmem I'occranpnapra CCCP ot 28.11.91 Ne 1834

Hacrosmuyii CTaHAapT YCTAHABIMBACT METOM OIPEACIACHUSI CEphl B CMA30YHBIX MAacjlax, Macjax C
MPUCAAKAMM, NIPUCAIKAX, HE(PTIHOM TOIUIMBE (MA3yTC) U APYTIUX TSOKEABIX HEPTECOPOAYKTAX (IIPH COACP-
xxaHuu cepol oT 0,5 % n 6osee).

MeTon cOCTOUT B pa3IoXeHUU HepTEIIPOAYKTA B TUTJIE CIUIABJIEHHUEM CO CMECHIO JIBYOKHUCH MapraHiia
(Mapranna (IV) okucu) ¥ 6€3BOTHOIO YIVICKMCIOrO HATPUs C MOCIEAVIOIIEH 00pabOTKOM pacTBOPA CVYilb-
(paTOB M3OBITKOM XPOMOBOKHCJIOTO 0apHs U ONPEACACHUH MAaCCOBOM JOJIM CEPBI KOCBEHHBIM HOOOMETPH -
YeCKUM TUTPOBAHHUEM.

(U3menennas penaxumsa, U3m. Ne 1).

1. AIITTIAPATYPA, PEAKTUBbBI 1 MATEPHUAJIBI

1.1. Mydenp anekTpuueckuii, oOecrieuMBaIOnil NomIepXxanue teMmreparypel He Huxe 800 °C, ¢
OTBCPCTUSIMH B NIEPSITHEU M 3aJHEM CTCHKAX. 1eMIepaTypy B My(eiie peryJupyloT Py MOMOIIA PeoCcTaTa
A TCPMOPETYISITOPA.

Tepmonapa xpomeab-amomenb o I'OCT 3044—84* wmm apyroi HOPMATUBHO-TEXHUYCCKOM JTOKY-
MCHTAIlMM 1 MWJJIMBOJIBTMETP C rpaayupoBkoM mkKamasl 10 1000 °C.

IINUTKHM 3J€KTPHYECKHUE UM TA30BBIE TOPEIKH.

HIMniel TUTETBHEIE.

Turmm Hm3kue dapdopoBeie Ne 4 o 'OCT 9147—80 wmm turmm xsBapreBsie o 'OCT 19908—90
AaHAJIOTUYHOU BMECCTHUMOCTH.

Crakansl BMecTuMocThio 250, 1000, 2000 cm3 ucnmomaenusa 1 mo 'OCT 25336—S82.

Humuuapw 1—500 o I'OCT 1770—74.

Konom 1—250—2, 2—250—2 mo I'OCT 1770—74.

[TpomeiBanika BMecTUMOCTEIO S00—1000 cM3 ¢ pe3HHOBOI TPVIIIEHA.

Boporxu B-56—80XC o 'OCT 25336—S82.

ITanoyku MeTauIM4ecKue Wik CTeKiIssHHbIe JjimHOM 150—200 MM M juamMeTpoM 3—4 MM C OILIABJICH -
HbhIMWU KOHIIAMMU.

Bechl 1abopaTopHBIC O0IETO HA3HAYCHUA ¢ HAMOOJIBIIAM NipeacaoM B3BenmmBaHuAa 200 r 2-1o xiacca
TOYHOCTH.

IHlTatTiB 11 GWIBTPOBAHUS.

bang BoasiHast aj1s1 MOAOTrPEBa.
IMunerka 2—1—100 mo I'OCT 29227—91.

* Ha teppuropuu Poccuiickoir Peacpauyu aciucreyer 'OCT P 8.585—2001.

U3namme o(hrunmaIbHoe IlepeneyaTka BOCHpEImEeHa

x*
H30anue ¢ Uamenenuem No 1, ymeepaucoennvim 6 ageycme 1992 o. (UYC 11—92), Ilonpasrxou (HYC 2— 20006).
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CwMmech 0e3BogHoro yriaekuciaoro Hatpust o 'OCT 83—79, x. 4. Wi 4. 4. 2., M ABYOKMCh MAapraHiia
(mMapranna (IV) oxkuce) o I'OCT 4470—79, u. n. a., 1:2 (mo macce).

Kucnora constnas mo I'OCT 3118—77, x. 4. vom 4. a. a., pacteop 1:1.

Ammvuak BoaHbeld o 'OCT 3760—79, 8—10 %-wb1i4 pacTBOp.

Kamuit fiomucteiil o FTOCT 4232—74, 10 %-Hb1it pacTBOp.

Hatpwuii cepHoBaTHCTOKUCHBIN (THOCYIBGMAT HaTpusa S-Bomubiil) mo I'OCT 27068—86, 4. a. a. win
X. 4., TUTpoBaHHBIA pacTtBop 0,05 mons/mm3 (0,05 H.).

B Mmepnoii xonoe BmMectumoctbio 1000 cm3? pactBopsior 12,5 r TMocyab(dara HaTpUA B JTUCTUILIUPO-
BaHHOM Bonae, godapmsaior 0,005 T yriekuceaoro Hatpusa (I CTaOMIM3aIMM PacTBOPa), JOBOIAT OOBEM
pacTBOpa 10 METKHM JUCTWLIMPOBAHHON BOIOMN M TNEPEMENINBAIOT BCTPIXUBAHHUEM.

Kpaxman cBexenpurotoBieHHBIN 110 'OCT 4517—87, 1 %-Hblii pacTBOP.

MeTunoBbiii OpaHKeBbll (IIapaMeTUIaMUHOA300eH30ICYab(pokucapidi HaTpuii), 0,05 %-Hblii pac-
TBOP.

Cepeodpo azotHokucioe o 'OCT 1277—75, 3 %-Hblii pacTBOD.

Kamnit xpomoBoxkuciaenii mo 'OCT 4459—75.

bapuit xnopucteiii mo 'OCT 4108—72, x. 4. wiu 4. 1. a.

DunbTpel 00€330JeHHBIE «CHHSAS JIeHTa» 1o 1Y 6-09-1678—77 muametpoMm 110 mMm.

bymara ¢unsrpoBasibHas gadboparopHas no I'OCT 12026—76.

Bona muctuoimmpoBanHast mo pH 5,4—6,6.

bapwnit xpomoBokuciaeii o TY 6-09-5286—86.

Kamit nyxpomoBoxkuciabs o I'OCT 4220—75.

Kon6w tuna Ku-1/2—250—24/29, Ku-1(2)—250—19/26 no 'OCT 25336—82.

bropetku 1(2,3)—2—25—0,1 mo I'OCT 29251—091.

CexyHaoMmep.

CMmech xpomoBad, roroBaT: S0 r ouxpomara kamusa (K,Cr,O,) pacrBopsior B 1 1M3 cepHOM KUCIOTHI
(p = 1,84 r/cm3). PacTBOp HEOOXOOAUMO XpaHUTD B CKIISIHKAX C IIPUTEPTOM MPOOKOA.

JlommycKaeTcst IMIPUMEHSITh PEAaKTHUBBI IO APYIOM TEXHUYECKOM MOKYMEHTALIMM C KBaJIU(pUKaALMen
YHUCTOTHI HE HIDKE YKAa3aHHOM B CTAHIAPTE.

(A3venennas pegakmms, Uam. Ne 1).

2. ITIOAT'OTOBKA K UCIIBITAHUIO

2.1. IlpuroroBjacHHE B3BECH XPOMOBOKHCJIOrO Oapus

B crexisinHbIi cTakaH BMecTUMOCTBIO 1000 cm3 6epyT 19,44 T XpOMOBOKMCIIOTO KaJIHsl C IOTPEIIHOC-
Thi0 He Oosiee (0,01 r. B crexisabnil ctakaH BMecTUMOCTRIO 2000 cM3 Oepyt 24,44 T xnopucToro 6apus C
nmorpeiHocThIoO He 0ojee 0,01 r. B xaxnwiii ctakaH HaymBaioT 1 M3 TUCTWIIMPOBAHHOM BOIBI Y JOBOIST
pacTBOpEl OO0 KurcHUA. IlosydeHHBIM pacTBOP XPOMOBOKHUCIOIO KaJIWS KOJIUYECCTBEHHO COCIUHSIOT C
pacTBOPOM xyiopucToro dapusa. Cmech orctausBaioT. CIMBAIOT NMIPO3paYHbBIM CJIOM BOABL. OCamoK XpOMOBO-
KHUCJIOTO Oapusi MPOMBIBAIOT JUCTWIIMPOBAHHOM BOAOM OO0 TEX MHOP, MOKA B MNPOMBIBHBIX BOJAX MpH
NO0AaBJICHUN a30THOKHUCJOIO cepedpa peakimss Ha IPUCYICTBHEC MOHA XJIOpa HE OVIOET OTPHULIATCIIBHASL.
OcanoK XpOMOBOKMCIIOTO 0apusl XpaHUTCS TIOJ CJIOEM BOJHBI.

(U3menennasn penaxumsa, M3m. No 1).

2.2. IloaroroBKa THrICH

Turmm nociaenoBaTeAbHO IIPOMBIBAIOT BOJOM, XpOMOBOM CMECBIO U CHOBA BogoM. ONOJACKMBAIOT
TACTUUIMPOBAHHOM BOJOM M BBICYIIIMBAIOT.

2.3. IloaroroBka HedTenpoayKTa

[TpoOy mcrpiTyeMOTo HEDTENPOAYKTA MIEPEMEIINBAIOT BCTPAXUBAHUEM B TeYeHUE 6 MHH B CKIISIH-
K€, 3alIOJHCHHOM HE 0ojice 4yeM Ha 3/4. Baskue M mapadMHUCTBIC HEPTECIPOAYKTH NPCIABAPUTECIBHO
HarpeBaroT.

3. IIPOBEAEHUE UCIIBITAHHUA

3.1. B Tarenp moMemaoT 2 r CMECH VITIEKHMCJIOTO HATpHUs M JBYOKMCH MapraHna (1:2), B3drou C
norpemHOCThIO He 0osiee (0,01 r. CrexissHHOM NMajIouKOM AEIa0T B CMECH YIVIVOJICHME M B HETO IIOMEILAIOT
MAacCCy MCITBITYeMOro HedrenpoaykTa norpenrHocteio He 6onaee 0,0002 r B coorBeTCTBMU ¢ Ta0auLeu. CBepxy
B TUI'¢JIb JO0AaBIIOT elie 1 r cMecHn, B3sTOM ¢ morpemrHocThio 0,01 .
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Macca o0Opa3siia, r Maccosas 1oas cepsl B o0pasiie, %
1+0,1 o 1
0,50 = 0,05 Or 1 go 3
0,25 + 0,02 Ot 3105
0,10 + 0,01 Ot 5 u Oonee

(A3venennas penaxuusi, M3m. Ne 1; ITonpaska).

3.2. Tureap cO CMECBIO IIEPEHOCST B XOJOOHBIN My(desb, KOTOPHII 3aTeM MEIJIEHHO, B TEUCHUE 2 Y,
HarpeBaioT 10 800 °C u nipu 3TOH TeMIeparype MpoOKIUBAIOT CMEChH ellle 2 4.

3.3. Ilocne mpokKaJdWBaHUA TUTCIb OXJIAXIAIOT, PA3PhIXJISIIOT COOCPXMMOC METAJUTMYCCKOM WIIA CTEK-
JITHHOM IAJIOUKOM, JOOABASIOT HEMHOTO JUCTUWIIMPOBAHHOM BOJBl U KOJHYECTBECHHO IIEPEHOCAT B CTAKAH
BMecTUMOCTBIO 300—500 cMm3. loBomar comepxumoe crtakaHa 1o 100 cMm3 mobaBieHMEM ropsiueit JUCTHI-
JIAPOBAHHOM BOJBI U CTABAT Ha 1 4 B KAIISIIYIO BOIAHYIO OaHIO.

(U3menennasa penakumsa, M3m. Ne 1).

3.4. Ilocne oxyaxnacHWUS COACPXKMMOE CTaKaHa (PWIBTPYIOT B KOHMYECKYIO KOJIOY BMECTHMOCTBIO
250 cMm3 yepe3 OyMaxXHBIM (ODUABTP, NPEIABAPUTEIBHO CMOUYEHHBIM TOpsiueid BOJOM, CJIEIS 3a TEM, YTOOBI
(PWIIBTP IUIOTHO OPWJIECTad K CTCHKAM BOPOHKHM. OCamoK Ha (PAIBTPE NPOMBIBAIOT 4—5 pa3 HEOOMbIIMMH
MOPHUSAMHA ITUCTWLIMPOBAHHOM BOIBI (IIPOMBIBHBIC BOIBI COOMPAIOT B TY X€ KOJOY) M JOBOOIT OOBEM
¢uasTpara B Xouabe 1o 100 cm3.

ITpu anaym3e HePTEeNPOLYKTOB C MAaCCOBOM mojei cephl 0oiiee 1 % comepxmmoe crakaHa (PUIBTPYIOT
B MEPHYIO KOJOy BMeCTMMOCTBIO 250 cM3 M 1ocie IpOMBIBAaHUS OCAaIKa Ha (UWIbBTPE DOBOAST 00BEM
unbTpara 10 MeTKHU, a 3ateM muneTkoi nepeHocdar 100 cm? duiapTpara B KOHMYECKYIO KOJIOY BMECTUMOC-
ThIO 250 cM3.

3.5. PuasTpaT B KOHUYECCKOMN KOJIOEC B MPUCYTCTBUM ABYX KAIEJIb MHIUKATOPA METHJIOBOTO OpaHXKe-
BOTO HEUTPATHU3YIOT PACTBOPOM COoastHOM KMCIOTHI (1:1), mobaBnsa ee mo KamisaM M3 nUIeTtkd. OTMeYaloT
TOYHO MOMCHT HEUTPAINU3ALUNA U JO0ABISIOT €l 3—4 Karum pacTBOpa COJISIHOM KWCJIOTHI.

3.6. B xon0y ¢ HelTpaM30BaHHBIM (PMIIBTPATOM JOOABJISAIOT 5 CM3 B3BECH XPOMOBOKHUCIIOTO Oapusl
i (4 £ 1) T peakTMBa XpOMOBOKHUCJIOTO 0apus, MPEABAPHATEIBHO PACTEPTOTO B CTYIIKE, M MMOMEILAIOT €€
B KMIISAIIYIO BOOSHYIO OaHIO HA 30 MWH, IEPHUOIUICCKH B30AITHIBAS COACPXXKMMOE KOa0bl. PacTBOp B KOI0¢E
IOJIKEH OBITh OPAaHXKEBO-XKEJITOTO IIBETA.

(U3menennasa penaxkumsa, M3m. Ne 1).

3.7. ComepXuMO€e KOJIOBI OXJIAXIAIOT OO KOMHATHOM TEMIIEPATYpPhl M HEUTPAJIM3YIOT PACTBOPOM
aMMMaKa J0 Iepexoaa OpaHXeBO-XEITOrO I[BETA pacTBOpPa B JTMMOHHO-XEITRIU. Ilociae 3Toro nodasistior
B KOJIOy €lle ABe KaIlUIM pacTBOpa aMMHaKa, JAal0T OTCTOSATBCS OCAAKy M (DWIBTPYIOT PACTBOP 4epe3
OyMaXHBIU (PMWIBTP, CMOYCHHBIA IrOpsAYEH BOAOM, B KOHMYECKYIO KOJI0y. OcagoK B KOJIOe NpOMBIBAIOT 3—4
pas3a HEOOJBIIMMH MOPLUAMU JUCTULUIMPOBAHHOU BOABI M (DMIIBTPYIOT HNPOMBIBHBIE BOIBI IOCJIE OTCTOSI
OCaaKa 4epe3 TOT Xe (puabTp.

3.8. K punprpary B xonoe nodasisaior 10 cMm3? pacTBopa MOIUCTOrO Kaiaus, 3aTeM 3 CM? KOHIICHTPH -
POBAHHOM COJISTHOM KWUCJIOTHI, OBICTPO 3aKPHIBAIOT KOJIOY IMPOOKOMU U CTABAT HA ) MUH B 0aHIO C XOJOIHOM
BOIOU B TEMHOE MECTO.

3.9. BoigenuBumiics on OTTUTPOBBIBAIOT pacTBOPOM THOCYIb®aTa Hatpus 0,05 mons/om3 (0,05 H.).
[lepen KOHLIOM TUTPOBaHUS 100aBASIOT 1—2 cM3? pacTBOpa KpaxMaja ¥ TUTPYIOT 10 UCUE3HOBEHMSI CUHEH
OKpacKH (OKpacKa HE JOJDKHA BOCCTAHABIMBATHCA B TeucHHUE 40 C).

3.10. ITapannenabHO C UCIIBITYEMBIMU IIPOOAMHU TUTPYIOT TUOCYIB(MATOM HATPUSI KOHTPOJbHYIO IIPOOY.
Jiis sToro B 100 cM3 mUCTHIUIMPOBAaHHOM BOABI JO0ABISIOT 3—4 Karutd pacTBOpa CoistHOM KucaoThl (1:1)
U 5 ¢cM3 B3BECH XPOMOBOKMCJIOTO 0apusi M NMOMELIAIOT KOJOYy B KHUIIIIIYIO BOIAHYIO 0aHio Ha 30 MUH,
TIEpUOTUUECKHU B30AITHIBAsI COIEPXXUMOe KOObl. PacTBOp NOKEH OBITh OpaHXXeBO-XEJITOTO IIBETAa. AHAIN3
BEOYT B COOTBETCTBUH C I, 3.7—3.9.

3.11. B coorBerctBUM ¢ nm. 3.1—3.9 mpoBOIAT ABAa KOHTPOJBHBIX OIIPEAENIEHUSI CEpbl B CMECH
IBYOKMCH MAPraHIia U YIJICKUCIOTO HATpUs, HO 0€3 HedrenpoayKra. MacCOBYIO JOII0 CEPHl B cMeECH (X)
BBIYUCJISTIOT 110 (POPMYVJIE
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v— (= - K-0,00053 - 100

m

rae V; — o0beM pacTBopa THocy bdara Hatpus 0,05 MOab/IM>, U3PACXOLOBAHHBIN HA TUTPOBAHUE KOH-
TpoibHOM npoOsl (11. 3.10), cMm>;
V, — 00beM pactBopa tuocyiabsdara Harpus 0,05 mons/mm? (0,05 H.), U3pacCXOLOBAHHBIN HA THUTPO-
BaHUE KOHTPOJILHOM mpoOsl (11. 3.11), cm>;
K — nonpaBouHsIil KO3GQOUIMEHT K TUTPY pacTBopa THOCYIb(dara Hatpusa, 0,05 Monb/oM>;
m — Macca CMECH YIVICKMCJIOTO HAaTpUs U JBYOKMCH MapraHiia (OKojo 3 1), T;
0,00053 — conepxanue cepbl, SKBUBAICHTHOE 1 cM® THOCyab(dara Hatpus TouHo 0,05 Mons/oM°, T.
MaccoBasg 0o cepsl B cMecH He nospkHa npessinuats 0,07 %.
3.9—3.11. (M3menennan penaxkumsa, U3m. Ne 1).

4. ObPABOTKA PE3YJIbTATOB

4.1. MaccoBy10 J0JI0 Cepbl B MCIIBITYEMOM He(PTenpoaykTe (X;) B IPOLIEHTAX BRIYUCIIAIOT IO (POp-
MYJIaM:
1J1s1 He(dTENMPOAYKTOB ¢ MacCOBOM noJie cephl 10 1 % (Ha TUTpOBaHME OepyT BeCh (PUILTPAT)

x =K 0,00053 - 100

m,

rie V; — o0beM pactBopa THocyabdara Hatpusa 0,05 Moiab/IM°, M3PACXOLOBAHHBIA HA THTPOBAHUE UCITHI-
TYEMOTO HEMPTENPOLYKTA, CM>;
m; — Macca He(PTEeIPOAYyKTa, I;
IJIs1 BBICOKOCEPHUCTHIX MPOAYKTOB (Korga oobeM duiabTpaTa gosoasat 10 250 cM3? u OepyT Ha TUTPO-
BaHue 100 cm3)

(V,— V) - K- 0,00053 - 100 - 250
X = ’

rae 250 — obumit 06beM GUIBTPATA MOCIE MUHEPATHA3ALMU MACE, CM>;
100 — ayiMkBOTHAA 4acTh (PUIBTPATA, B3ATASA HA TUTPOBAHUE, CM-.
MaccoByio 400 cepsl B 6€3BOAHOM HedTenpoaykre (X,) B MPOLEHTaX BEIYUCISIOT 110 (POpMYJIE

X_X1-100
2 100- W’

rie X; — MaccoBas J0JIsI CEPhl B MCIIBITYEMOM Hedrenponykre, %;
W — MaccoBast Dot BOOBl B MCIBITYeMOM Hedrenponykre, onpeneieHHas no 'OCT 2477—65, %.

(A3venennas pegakuus, Mzm. Ne 1).

4.2. MaccoByIO JOTIO CEPhl B UCITBITYEMOM HE(MPTECIIPOAYKTE BHIYUCISIOT KaK CpEIHEApU(PMETHUECCKOE
IBYX TIAPAJUICABHEBIX OIIPEIACICHUMN.

4.3. Pe3ynbTaT OIpeneacHUsl BHIYUCASIOT 1O BTOPOIO JECATUYHOIO 3HAKA W OKPYIISIIOT 10 IIEPBOTO
IEeCATAYHOIO 3HAKa.

(Beeaen aonoanmaTemHo, M3m. Ne 1).

5. TOYHOCTHh METOJIA

5.1. CxomamocTs MeTOA

JIBa pe3ybTaTa ONpeAceHUN, NOMYYSHHbIC OJHUM HCIIOJHHUTEIEM B OJHOM J1a0OpaTOpuH, IPU3HA-
I0TCSI JOCTOBEPHBIMU (C 95 %-HOl MTOBEPUTECIBHOM BEPOSITHOCTBIO), €CIIM PACXOXJICHUE MEXIY HUMM HE
MPEBHIIIACT 3HAYCHUS CXOJUMOCTH UISI OONBIIECTO PE3yabTaTa, YKA3aHHOTO Ha 4YepT. 1.
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Maccobas dosa cepsi, Yo

Yepr. 1

S.2. Bocnpom3BoAEMOCTh METOA

JIBa pe3yabTaTa UCNIBITAHUSA, TIOJIYYCHHBIC B IBYX PA3HBIX J1a00paTOpUAX, IPU3HAIOTCH JOCTOBCPHBIMUA
(c 95 %-Holil 1OBEepUTEILHON BEPOSITHOCTBIO), €CIU PACXOXICHUE MEXIY HUMU HE IPEBHIIACT 3HAUCHUS]
BOCHPOM3BOIUMOCTH JJIs1 OOJIBIIETO PE3yaAbTaTa, YVKA3aHHOIO Ha 4YEepT. 2 (IMAma30H M3MECPCHHMM CBHIILIC

0,5 %).
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