Tpynna 599
TOCYRAPCTBEHHDBH CTAHJQAPT COIKW3A CCP

HEDTEMPOAYKTHI r o CT

Merop onpegenenus cynb(parHoii 30nbl
12417 -73 *

Petroleum products.
Methods for determination
of sulfoted ash Bsamen
FOCT 12417—66

MNMocraHosnenuem MocyfapcTBeHHOro KoMMTeta crangapros Cosera MuHucrpos CCCP
ot 30 mapra 1973 r. N2 769 cpok BBefjeHMS YCTaHOBAEH
c 01.07.74

Mpoeepeu B8 1982 r. MocraHoeneuuem Foccrangapra or 27.08.82 Ne 3415
CPOK AeicTBMS NpoaneH
Ao 01.01.90

Hecobniopenue crangapra npecnefyercs no 3aKoHy

Hacroamufi cTranzapT ycTaHaBJHBaeT METOJA ONpeleseHHs CYJb-
daTtHolt 304B B HeoTPaGOTaHHBIX He(PTAHBIX Macjax C NMpHCAaXKaMH,
OpUCafKax U APYTHX He(DTENPOAYKTAX.

Awanusupyemblii o6paser; MOXeET COLEPXKaTh CAEAYIOUME MeTaJ-
Jbl: Gapuii, KaJpLM#, MarHuf, LMHK, KaJu#d, HaTPHH, OJIOBO, a TaKXe
3JIeMeHTapHyIo cepy, gocdop, xaop.

IToxasaTesap «cCyjb(aTHas 30Ja» HCIOJBL3YIOT IJs1 OLEHKH conep-
JKaHHS MeTaNJIOCOAepKAaIIHX HPHCALOK B HEOTPAGOTAHHBIX MacJax.

Ilpu otcyTcrBHH ¢ochopa Gapuil, KaJblUHH, MarHui, Kajaui U Ha-
TP NpeBpalIalOTCsi B COOTBETCTBYIOUIHE cyJabdatel: osoBo (IV) u
IMHK — B OKHCJAbl. Cepa U XJOpP HE MeIIaloT onpefedeHHIo. BausHue
doctopa Heo6X0AMMO YUMTHIBATL npu coxepxkauuu Gomee 0,1%, Tak
Kak MeTaJJbl B 30Jle MOrYT IPHCYTCTBOBAaTb B BHAe (ochaTos.

B cBA3n ¢ TeM, uTO cysabdaT UMHKA MeIJEeHHO pasJjaraercs, npe-
BpallasChb B OKMCeJ IHHKA, JJIf 3aBepIIeHHs NpPeBpalleHHs] MOXET I0-
TpeGoBaThCsI TPH HJIM YETHIPe NepHoJa HarpeBaHHs MPOGHI

Omnpenenenne 30JbHOCTH B He(TSHBIX MacjlaX C NPHCaAKaMH H
npucagkax, cogepxamux cBuHel, mupoBoautcs mo ['OCT 1461—75,
IPH TeMIepaType NpokajauBaHus 30Jsl (5504-25)°C.

U3paume ouymanbHoe fepenevarka BocnpeujexHa

*
* [Tepeusdanue ¢ Hamenenuamu M 1, 2, yraepowdennoimu
8 geaspare 1979 2., aszycre 1982 2. (HYC 3—79, 12—82).
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CyIHOCTp METOAA 3aKJAIOYaeTcs B CXKUMaHHKM He)TENmPOAYKTa A0
MOJyUEHHs YIVIUCTOrO OCTAaTKa, NPeBPallleHHH MeTaJJIHYeCKHX COCTaB-
JASIOIKX NPHCAAOK B CyJapdaThl ABYKpPaTHOHX 06paGOTKOM cepHO# KHC-
JOTOi M NpPOKaJHBaHHEM cyJabdaTHOR 3oabnl npu  (5504-25)°C u
(775425)°C 1o nocTOSIHHOR Macchl.

Cranngapt coorBercTByer CT C3B 2171—80 B wyactn meroma B.

(UsmeHenHas pepakuus, Ham. Ne 2).

1. ANNAPATYPA, PEAKTMBDI, MATEPMAJDI

[lnutka sJeKTpHYecKast C 3aKPHITOH CHOHPaJIbIO, HJH KoJOOHarpe-
BaTesb MM GaHs nmecuaHas. Ileup MydesibHasi 3JeKTpHUeCKas C TeM-
neparypoit HarpeBa ot 200 mo 800°C, oGecneunBaioliasi yCTOHYHBYIO
temnepatypy (550425) uau (7752:25)°C, ¢ TepMOpPeryasiTopoM HJIH
peocTaToM; B MepefHed M 3ajHell CTEHKaX MeYH MOJIKHBI GEITH OTBEp-
CTHs AJs BO3LYX000MeHa BHYTPH IEUH.

Temnepatypy B My(QeJbHOH IeyH H3MEPSAIOT NPH HOMOILH TEPMO-
napel MHJUIMBOJIBTMETPa ¢ rpaiyupoBkoi mikanasl 1o 1000°C uaum gpy-
THM cl0COGOM, obecneyrBaOUM TPeOyeMy0 TOYHOCTD.

Tepmonapy ycTaHaBJAMBAIOT B My(deJbHOH NeyH Tak, YToOH rops-
yuil crnaii ee HAXOAWJICS B cepeJHHe 30HH C YCTOAYHBOH TeMnepaTypo#
(55025) mam (7754=25)°C na paccrosuuum 10—20 MM oT moma my-
deapHOl neuw.

Akcukarop no F'OCT 25336—82, He colepKalluil ocyluaIero Be-
IecTBa.

Hunoue! TUreJbHbE.

Turan tuna TKIIH, smectumoctoio 50, 80 u 100 cm? unu uvamu
tuna KIT Bmectumoctrio 50, 80, 100 u 160 cM3 no 'OCT 19908—80,
uau turag Ne 5 v Ne 6, uau vamu BrnmaputenbHbie NeNe 2, 3, 4 mo
I'OCT 9147—80.

Kucaora cepuas no 'OCT 4204—77, u. a. a. u pactBop 1:1.

Kucnora consunas no 'OCT 3118—77, u. n. a. u pactBop 1:4.

Boaa mucruanupoBannas mo 'OCT 6709—72.

Cnupt usonponuioseii 1o FOCT 9805—84.

Toayoa no 'OCT 14710—78 unu 'OCT 5789—78.

Macao C-220 no I'OCT 8463—76 uim Macjio MHHEpaJibHOE CBET-
Jloe ¢ MaccoBO# noJiel 3oabl He Gosee 0,001%.

®uapTphl 6e33oubEble GyMaxKHble, fuamMerpoM 9—I11 cM, ¢ H3BeCT-
HOHM Macco¥ 30Jibl OLHOTO (PUJLTPA.

INpumevanue Jlonyckaercss NPUMEHATb MJATHHOBHE THIVIH WIH YALIKH NpPH
HCIINTAHHY NPOJAYKTOB, HE COAEPKAIIHX 3JE€MEHTOB, OTPAaB/AIMHX IVIATHHY, TaKHX
KaK CBHHel, UHHK, ¢ocdop, MEIUbAK, 0J0BO, CypbMa, KPEMHHH H JApyrHe.

dapdopoBbie THIVIH HJIH YallKH NPHMEHSIOT A0 HapyLIEHHS IJa-
3yPH Ha BHYTPEHHeH IIOBEPXHOCTH.

(M3meHenHnas pepakuus, Uam. Ne 1, 2).
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2, MOATOTOBKA K MCIbITAHMUIO

2.1. B THriM WM YallKH HaJHBAalOT Pa3GaBJeHHYIO COJSHYIO KHC-
JIOTY W KHNATAT HECKOJIBKO MHHYT, 3aTe€M ONOJAaCKMBAlOT NHCTHJIJIH-
poBaHHO# Bozo#i M 10 MHH npokanuBalT B My(desJbHOH Neuy mnpH
(775£25)°C. ,

2.2. Turesap OXJy1aXkaioT Ha Bo3ayxe 5 MuH, 30 MHH B KCHKaTOpe,
B3BELIHBAIOT ¢ morpemHocTeio He Gosee 0,0002 r. [IpokanuBaHue, OX-
JIaX[JeHHe U B3BELIMBaHHE MHOBTOPSIOT [0 MOJYUYEHHS PaCXOXKICHHS
MeXJy ABYMS IOCJEJOBaTEJNbHBIMH B3BeNIHBaHUAMU He Gosee 0,0004 r.

2.1, 2.2. (Mamenennas pepaxkums, Ham. Ne 1).

2.3. IIpo6y ucnuitryeMoro Hedrenpoaykra otGupator no ['OCT
2517—85, xopowo nepeMelIMBAIOT BCTPAXMBaHHEM B TeueHHe 5 MHH
B coCy/e, 3alOJIHEHHOM He GoJiee yeM Ha 3/, o6beMa.

Hedrenponykrh, BsI3KOCTh KOTOPBIX npu Temmepatype 50°C npe-
Bhimaer 60 mm2/c (60 cCt), mpexBapurenbHo HarpeBaioT 1o 50—690° C.

Ilpu HCnBHITaHWE IJIACTHYHBIX CMa30K C IOBEPXHOCTH HCIBITYEMOrO
o6pasia CHUMAKT U OTOGPACHIBAIOT BEPXHHUH CJOH, 3aTeM B HECKOJb-
Kux Mecrax (He MeHee Tpex) 6GepyT HpPoGH, IPHMEPHO B PaBHHIX KO-
JINUECTBAX, He BOJU3H CTEHOK COCyZAa. [IpOo6GHl COENUHSIIOT U TIZTeNb-
HO MepeMeLIMBAIOT JO OXHOPOAHOCTH.

(Uamenennas penakuus, Hsm. Ne 2).

3. MPOBEAEHME MUCILITAHMA

3.1. B THreap (uiu yamky), NOATOTOBJAEHHbIA no nm. 2.1—2.2, mo-
MelaioT 6e330JbHbIH 6YMaXHBIA (QUABLTP, 4TOGH OH NJIOTHO NPHJErad
KO OIHY U CT€HKaM THIJIA.

Tureab ¢ ¢GUALTPOM B3BELIWBAIOT C NOrPelIHOCThIO He OoJee 0,01 r
H NMOMELIAIOT B HEr0 aHAJU3HPyeMyI0 NMPo6Yy B KOJHYECTBe, YKa3aHHOM
B Taba. 1.

Ta6nauma 1

3onbrOCTE, % Macca npoGbi, T norg:g{“g?-rf{esggiﬂma-
o 0,02 100 0,1
Cs. 0,02 mo 0,1 20 0,1
» 01 » 05 10 0,05
» 05 » 2 5 0,02
» 2 1 0,005

Ilpu coapepxaHHU cyabdpaTHOR 304H Gosnee 2% | r HCOBITVEMOTO
npoaykTa pa3baBisioT 9 r MHHEpaJbHOrO MacJa.

3.2. Bropoii 6e330bHbIA QUABTP CKJIAABIBAIOT B BUAE KOHYCA, BepX-
HIOI0 YacTb KOTOPOTO Ha paccTossHHH 5—10 MM OT Bepxa OTPe3aioT
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HOXHHIIAMH, ONyCKAIOT B THreJIb C Maccod HedTenpoayKra OCHOBAaHM-
€M BHH3 Tak, YTOGH OH CTOS1 YCTOHUMBO, 3aKpHIBas GOJMbLIYIO 4aCTh
HeTenpoAyKTa. BhICOKOBsi3kHe He(TENPOAYKTH NepeN OIYCKaHHEM
¢uapTpa (GUTHIA) PaCHIABJSIOT.

[Tocne Toro, xak GUTHIAD NPOMUTAETCH HCMBITYeMBIM HedTenpo-
LyKTOM, ero mopxuraiorT. C)KHraHHe Macchl NPOBOASIT XO MNOJYYEEHS
YTAHCTOrO OCTaTKa, CJeist 3a TeM, u4TOOH MJjaMs NPH TOPeHHH GBLIO
POBHHIM M CNOKOMHBIM. DBHICOKOBsi3KMe H BHICOKONJIaBKHE He(Tenpo-
AYKTBl OXHOBPEMEHHO CO CXXHFAaHHEM NOJOTPeBAIOT Ha IJIEKTPOIJIHTKE.
Harpes peryaupylor Tak, uToGel HeTENPOAYKT HE BBILJIECKHBAJCH H
He nepeTeKaJ yepe3 Kpasi THIVIS.

B nponykT, CKJAOHHBIH K NEeHOO6Da30BaHMIO, Mepei HarpeBaHHEM
no6asasior 1—2 cm? usonponuaosoro cnupra. Ecau sToro HepoctaTou-
HO, K MPOAYKTY AobaBasioT 10 cM3 cMecH paBHBIX 06BEMOB TOJyOJIa H
H30MPONHUJIOBOTO CIHPTA, TILATENbHO NMepeMelInBaloT. B cMech BBOASAT
HECKOJIBKO MNOJIoc 6€330JbHOH (PUABTPOBAJBbHOA GYyMAaru U NOAKHUraroT
ux. IIpu cropannu 6ymaru ypaJnsercs 60Jbluasi 4acTb BOJBL.

Jonyckaercss npoBOAUTh HCNBITaHHE Ge3 (QubTpa.

Ecam npomsomia norepsi BeHiecTBa NP TepeTeKaHHH NPOAYKTa
yepe3 Kpas TUIVIA, HCIIBITAHUE OBTOPHIOT.

3.1, 3.2. (U3meHenHas penakuust, Uam. Ne 2).

3.3. (Mckawuen, U3m. Ne 2).

3.4. O6paGoTKa YIVIHCTOTO OCTAaTKa CEPHOA KHCJOTOH.

3.4.1. YranmcTH# ocTaTOK, NPEABAPHTEJNLHO OXJaXKJAEHHbIH, MNOJ-
HOCTbIO CMayMBalOT, A06aBJssl MO KamasM KOHLEHTPHPOBAHHYIO cep-
HYIO KHCJIOTY.

OcTOpOXHO HarpeBalOT, He AONYCKas BHIJIECKHBAHHSI NPOGHI, Ha
3JIEKTPOIJINTKE WJIM NecuaHoil GaHe, 0 mpeKpallueHHUs BBHILEJIEHHS Na-
POB M MOJIy4eHHSI CYXOrO OCTaTKa. 3aTeM NOMEUIAIOT THTeNb B My-
¢denpHylo neup, Harperyio He Bhime 300°C, MOBBHILAIOT TeMOepaTypy
neun 10 (5504-25)°C, npokasuBaIOT OCTATOK A0 MOJHOTO O30JIEHHS.

HomnyckaeTrcsi moMemaTh THIJIH B My(QeJbHYIO Ieyb, HarpeTyio 10
(55025)°C, BHiepKHBaATh YIVIEKHCJBIA OCTATOK NPH 3TOH TeMmepa-
Type 0 NOJHOTO O30JIEHHSI.

3.4.2. OxnaxaaoT THreJab ¢ 30J10H, f00aBasdioT 2—3 KanJu BOALI
n 5—10 Kanenbp pacTBOpa CEPHOM KHCJOTHI, TOJHOCTHIO CMauHBAIOT
BOZO# 30J1y, BKJIOUAsi OTJIOXKEHUs: Ha cTeHKaX THrAs. OcTopoxHO Ha-
rPEBaIOT THTeJb Ha 3JEKTPOIJIHTKE A0 NPEKPallleHHs BBIACJEHHS Ia-
poB. CHOBa noMeIalOT THIreJb B Neyb ¢ TeMneparypoil He Boie 300°C,
TIOCTENeHHO MOBHINAIOT TeMnepatypy mo (775425)°C u mpoxanauBalor
ocraToK B TeyeHne 30 MHH.

JonyckaeTcss moMewaTh THMJIH B My(esbHYIO Iedb, Harperyio Ao
(775425)°C n BHIAEDPKHBATHL YIVIMCTHI OCTATOK NPH 3TOH TeMnepary-
pe IO MOJIHOTO 030JIEHHS.

3.4.3. OxnaxAaOT W B3BELIMBAIOT MPOKAaJEHHBIH ocTaToK (m. 2.2).
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I1py Haiuunu B o6pasie UHHKA HEOGXOAMMO NPOBECTH NMPOKaJIHBa-
HHEe He MeHee TPex pa3 A0 NMOJY4YeHHS MOCTOAHHOHR Macchl.

3.4.4. Ecan u3BecTHO, 4TO cofepxaHue cyabdaTHOH 3046l B 06pas-
nax 0,02% wuaum MeHee, NPOBOAST KOHTPOJbHBIA omeliT. I[lomemaioT
1 cM?® KOHUEHTPHPOBAHHOH CEpPHOH KHCJOTHI B NPEeABAPHTENbHO B3Be-
ileHHbIH THI€Nb M HarpeBaloT A0 NpPeKPalleHHs BLIAEJEHHS [apoB.
3aTeM THreJqb MOMEIIAT B My(deabHYW [eub C Temmepatrypoi
(775425)°C u npokaauBaioT 30 MuH. OxJ1aXXZa10T THreJb Ha BO3AyXe,
B 3KcukaTope B Teuenue 30 MHH M B3BelluBalOT. Ecau B cepHOU Kuc-
JioTe 0OHapPYXHUBAIOT 3041y, OGLIYyI0 Maccy cyJab(aTHOH 30JH, MOJydae-
MYI0 BO BDEMsl HCIBITAaHHS, yMEHbUIAIOT HA MaccCy 30Jibl, YCTaHOBJIEH-
HYI0O B KOHTPOJBHOM OMNBITe. DTOT HCIPaBJEHHBIH MMOKa3aTesJb MaccH
HCIIOJIB3YIOT IJI pacueTa CyJabpaTHOH 30JIBL.

3.4.1.—3.4.4. (U3menennas pepaxkuus, Usm. Ne 2).

3.5.—3.5.2. (Hckawouens, Uam. Ne 1).

4, OBPABOTKA PE3YNbTATOB

4.1. MaccoByio RoJ0 cyab¢haTHONR 304H (X) B MPOLEHTAX BbIYHC-
AA10T 1o GopmyJie

X="1i"M 100,
my
TAe
my — macca npobml, T;
my— Macca cyiab(aTHOH 30Jibl, T
My — Macca 30/1bl JBYX GyMaKHbiX (GHABTPOB (Macca 30Jbl (PHIb-
Tpa yKasaHa Ha ynakoBke (pujabTpa), r.
Ilpu cxuraHuu NpoayKTa 6e3 (UIBTPOB MacCy My HE YYUTLIBAIOT.
(U3menenHasn pepakuus, Usm. Ne 2).
4.2. (Uckmouen, Ham. Ne 2).
4.3. 3a pesyJabTaT HCOBITAHUS NPHHUMAIOT cpelHee apHpMeTHue-
CKOe PEe3yJIbTaTOB JIBYX IIOCJEJ0OBAaTEJbHbIX ONpefeNeHHl.
3anucHBAalOT pe3yJabTaT ¢ TouHOcThio a0 0,0019% anas ob6pasuos c
cofepxkaHueM cyabdaTtHolt 3o0abl mo 0,2% u c Toudoctbio Ao 0,019%
AJst 06pasuoB ¢ Gosiee BHICOKHM COAEPKaHHEM CyJb(aTHOH 30JIbl.

(M3meneHnas penakuus, Usm. Ne 2).

5. TOYHOCTb METORA

5.1. [ToBTOpsAeMOCTh

JlBa peayJibTarta omnpejesieHHsi, MOJYuUeHHHe OJHHM JaGOPaHTOM,
Ha OJHOH W TOH Xe anmapaTtype H npobe NpoaykTa, MPH3HAKTCA HO-
CTOBepHBIMH (NPH JOBepHTeNbHOH BeposiTHocTH 95%), eciHn pacxox-
IeHHS MeXAy HAMH He NPEBHLIAOT 3HAUEHHs, YKa3aHHbE B Tabu. 2.
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Ta6auna 2

IMosTOopsieMocCTb,

Bocnpou3BoaAHMOCTb, %

vvvvg

0,0005
0,001
0,006
0,03
0.05
1%

5.2. Bocupous3sBOAHMOCTS
JIBa pe3yabTaTa HCIBITAHHS, HOJYYeHHbIE PA3HBIMH JaGopaHTaMH,
B ABYX DPasHbIX jJa0opaTopisax, Ha ONHOH W TOH ke npobe MPOAYKTa,
NPU3HAIOTCS AOCTOBEPHBIMH (IIPH NOBepUTesNbHOH BepositHocTH 95%),
€CJIH PAacXOXIEHHs MeKAY HHUMH He MpeBLIIUAOT 3HAUeHHs, yKas3aH-

HOTO B TabJ. 2.
Pasn. 5. (BBepen ponoanutenbHo, Usm. Ne 2).

18—3816

-8
= N

)

%

QOO0

—

OT CcpeAHero apncbmeruqecxoro 3Ha4YEHHUA
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