Tpynna 599
FTOCYAAPCTBEHHDBDH CTAHAAPT COK3A CCP

HEBTENPOAYKTHI roCTt

Mertop onpepenenus cynbtPaTHOM 30MbI
12417 —-73 *

Petroleum products.
Methods for determination
of sulfoted ash B3amen
FrOCT 12417—66

MocraHoenenwem FocyflapcTBeHHOro Komuterta craHgaproe Coeeta MuHucrpos CCCP
ot 30 mapta 1973 r. Ne 769 cpok BBefieHHs ycTaHOBREH
c 01.07.74

Mpoeepen B 1982 r. Mocranoenennem loccrangapra or 27.08.82 Ne 3445
CPOK AeMcTBMA NpPOoANeH
Ao 01.01.90

Hecobniogenue crangapra npecnefyercs no 3akoHy

Hacrosmuit cTranpapr ycraHaBJIHBaeT METOJ OIPEAEJEHHS CYJIb-
¢aTHOi 30aB B HeOTPalGOTaHHHIX He(dTHAHBIX Macjdax C NMPHCAaZKaMH,
npucagkax U APYyrux He(pTenpoAyKTax.

AnanusupyeMblii of6paseln, MOXKeET COAepXaTh CJAeAyIoliHe MeTad-
Jbl: GapH¥, KajapUu#, MarHui, LHUHK, KaJHU#, HaTPHH, 0JI0BO, a TaKXKe
3JieMeHTapHylo cepy, gocdop, xaop.

[Iokaszatenp «cynanaTHas 30J1a» HCIOJL3YIOT AJS OLEHKH conpep-
XaHUsl MeTaJlJIocolepKalIuX HPHUCANOK B HeOTPabOTaHHBIX MacJax.

Ilpn orcyrerBuu ¢ocopa Gapuit, Kajabluuii, MarHué, KaJud u Ha-
TPpHI TpeBpallaloTcss B COOTBETCTBYWOUIHE cyabdathl: ojoBo (IV) H
UUHK — B OKHcapl. Cepa W XJIOp HE MelIalT omnpejeneHH0. BiausHHe
docdopa nHeo6xoAMMO YUHTHIBATL NPH coiepxanuu Gonaee 0,1%, Tax
KakK MeTaJjJel B 30Jle MOTYT NMPHCYTCTBOBAaTh B BHAe (pocdhaTos.

B cBA3u c TeM, uTo cyJab}aT HUHKA MeNJeHHO pa3Jjaraercs, mpe-
BpalllasiCb B OKHCEJ UHHKA, A/ 3aBepPUICHHS NpeBpalleHHs MOXKeT Io-
Tpe6oBaThCA TPH HJM YEThHIPe NepHOoJa HarpeBaHUs NPOOHL.

Onpenenenne 30JbHOCTH B He(DTAHBIX MacjJaXx ¢ NpPHCaJKaMH H
npUcaaKax, coaepxalux cBuHel, mnpoBoautcs no ['OCT 1461—75,
NpH TeMIepaTtype NpokaJjuBanus 30Jbl (5504-25)°C.

M3panme othuumancHoe fMepenevarka socnpeuieHa

*

* IMepeusdanue ¢ Hamenenuamu N 1, 2, yraepocdennoinu
8 gespare 1979 2., aszycre 1982 2. (HYC 3—79, 12—82).
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CyIIHOCTh METOAA 33KJIOYAETCS B CXKHIMAHHM HePTENpPOAYKTa X0
MOJNYUEHHS] YIVIHCTOIO OCTATKAa, NMPEBPaIEeHHH MeTaJIIHYeCKHX COCTaB-
JASIOWHUX NPUCAL0OK B cyJbdaTh ABYKpaTHOH 00pabOTKOH CcepHOH KHC-
JOTOf M IPOKajauBaHHEM cyJabdaTHOH 30abl npH (550425)°C u
(775£25)°C 10 NOCTOSIHHOH MaccHl.

Cranpapr cootBetctByer CT C3B 2171—80 B uactu meroma bB.

(U3menennas pepakuus, Uam. Ne 2).

1. ANNAPATYPA, PEAKTHBbLI, MATEPHAINDI

[TnuTka aJekTpuYecKass ¢ 3aKPBITOH COHpaJblo, HJIH KoJaboHarpe-
BaTesib MU GaHs mnecuaHas. Ileur mydesbHass 3JeKTpHUECKasl C TeM-
nepatypoi HarpeBa ot 200 mo 800°C, obecneunBamwliasi yCTOHYHBYIO
temnepatypy (5504:-25) uam (7752:25)°C, ¢ TepMoOperyasiTopoM HJIH
peocTatoM; B NepeHeH U 3aJHeH CTeHKaX [eyd AOJKHBl OhIThb OTBEp-
CTHs1 AJiA BO3AYyXooOMeHa BHYTPH MEYH.

TemnepaTypy B My(eJIbHOH NeYH H3MepsAIOT IPH IOMOLIH TepMo-
mapel MUJJIHBOJBTMETPA ¢ rpaiyupoBkoi mkaibl a0 1000°C uau npy-
THM cnoco6oM, ofecneyuBaIUM TPeGyeMy0 TOUHOCTb.

Tepmonapy ycTaHaBJMBAaWOT B MydeabHOH IeYyd Tak, 4ToOH ropsd-
YUK cray ee HAXOAMJICH B cepelHHe 30HH C YCTORUHBOH TeMOepaTypoH
(550+25) mnam (7753-25)°C Ha paccrossHuum 10—20 MM oT noma My-
denbHOU neuu.

Axcukatop mo 'OCT 25336—82, He colepKallui ocylialollero Be-
11ecTBa.

Hlunue! TUreJbHEBE.

Turaun tuna TKITH, BmectuMocthio 50, 80 u 100 cM3 uau uvamu
tuna KII Bmectumocteio 50, 80, 100 u 160 cm® mo I'OCT 19908—80,
uan THrIH Ne 5 w Ne 6, wau uamu BeinaputedbHbie NeNe 2, 3, 4 mo
I'OCT 9147—80.

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

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

Boaa agucrunnupopanHas no 'OCT 6709—72.

Cnupr uzonpornunaoselii mo 'OCT 9805—84.

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

Macno C-220 no 'OCT 8463—76 niam Macio MHHepaJbHOE CBET-
Jioe ¢ MaccoBol noJeil 3o4bl He 6oJee 0,0019%.

OunpTpol 6e33osabEble OyMaXKHHeE, fuamerpoM 9—I11 cM, ¢ u3Bect-
HOH MaccO¥ 30Jibl OJHOI'O (PUJAbLTPA.

Ilpumeuvanue Jlonmyckaercs NpHMeHATb NJATHHOBHIE THIVIH WJIH YalUKH HOPH
MCIINTAHHY NPOJYKTOB, He COAEPIKALIHX SJIEMEHTOB, OTPABJSIOILHX INJAATHHY, TAKHX
KaK CBHHeL, LHHK, (hocdOp, MEILIbSAK, 0JIOBO, CYypbMa, KPEMHHH H ApPYyTHE.

®ap¢opoBble TUIVIH HJIH YalIKY NPUMEHSIOT A0 HapyLIeHHs rJa-
3ypH Ha BHYTPEHHel IOBEPXHOCTH.

(M3menennasa pepakuusg, Usm. Ne 1, 2).
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2, NOATOTOBKA K MCIIbITAHMIO

2.1. B THTJIH WM YallKW HaJHBAOT pas3GaB/ieHHYIO COJAHVIC KHC-
JIOTY ¥ KHNATAT HECKOJbKO MHHYT, 3aTeM ONOJACKHBAIOT AHCTHJJIH-
poBanHOH BOAOH M 10 MHH npokaJHBaOT B My(QeJbHOH [euyH MpH
(775425)°C. :

2.2. Tureap oxylaXkaaloT Ha Bo3ayxe 5 muH, 30 MHH B 3KCHK&TOpe,
B3BELIMBAIOT ¢ norpemHocteio He 6ojee 0,0002 r. IlpokanuBanue, ox-
JaxJeHHe U B3BellUBAHHE IIOBTOPSAIOT [0 TOJYUYEHHS PaCXOXKICHHS
MEeXAy ABYMS IOCJEAOBATENbHEIMH B3BelINBaHUAMH He Gosee 0,0004 r.

2.1, 2.2, (MamenenHas pepakuus, Uam. Ne 1).

2.3. IIpo6y ucneityeMoro Hedrenpoaykra oroupator no ['OCT
2517—85, XOpOoLIO NMepeMeLIHBAlOT BCTPSiXUBaHHEM B TEUEHHE 5 MHH
B COCYyZe, 3alIOJJHEHHOM He §oJiee yeM Ha 3/, o6bema.

HedrenpoaykTe, BSSKOCTH KOTOPHIX npu Temnepatype 50°C mpe-
BhImaer 60 Mmm?/c (60 cCt), npeaBapuressHo HarpeBaioT 10 50—69° C.

Ilpu mcnBHITAHMH MJIACTHYHBIX CMa30K C JIOBEPXHOCTH HCIBITYEMOrO
o6pasina CHUMAIOT H OTOPACHIBAIOT BEPXHHUN CJOH, 3aT€M B HECKOJb-
KHUX Mectax (He MeHee Tpex) 6epyT npolbl, IPHMEPHO B DaBHEIX KO-
JUuYecTBaX, He BOJU3H CTEHOK cocyja. [Ipo6rl cOeAUHSIIOT U TILZTe/Nb-
'HO MepeMeLIHBAaIOT A0 OJHOPOALHOCTH.

(Usmenennas pepakuus, Ham. Ne 2).

3. MPOBEAEHHME MCIILITAHMA

3.1. B turens (uau yamky), NOATOTOBJEHHBIA no nn. 2.1—2.2, mo-
MelaT 6e330JbHBIH 6YMaXHBIH (UABTP, UYTOOH OH NJIOTHO HPHJEralt
KO IHY U CT€HKaM THIJIS.

Tureap ¢ GUALTPOM B3BEUIMBAIOT C HOrpelIHOCThbIO He GoJqee 0,01 r
H MOMelaloT B Hero aHaJH3HPyeMylo NMpoly B KOJHUYeCTBe, YKa33HHOM
B Tabua. 1.

Tabnuwoma 1

nOFpeLHHOCTb B3BEUIMIBA-
3onbHOCTb, % Macca npoGeol, 1 HHS, T, HE 60mae

Ho 0,02 100 0,1
Cs. 0,02 mo 0,1 20 0,1
» 0,1 » 05 10 0,05
» 05 » 2 5 0,02
> 2 ] 0,005

[Ipu colepxanuu CyJabhatHOi 30Jb Gosee 2% | © HCOBITYEMOro
NpoAyKTa pa3baBafioT 9 r MUHEPAJbHOr0 MacJaa.

3.2. Bropoi# 6e330abHBIH GUABTD CKJIAABLIBAIOT B BUJ€ KOHYCa, BepX-
HIOI0 YacTh KOTOPOro Ha paccTossHMH 5—10 MM OT Bepxa OTpPR3aioT
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HOXKHHUIAMH, ONYCKAIOT B TUleAb ¢ Maccod HedTenpoayKTa OCHOBaHH-
€M BHH3 Tak, YyTOObl OH CTOAJ YCTOHYHBO, 3aKpbiBas O0JbLUIYI0 YaCTh
HepTenpoayKra. BbICOKOBsI3KMe He(TENpPOLYKTHI Ilepell ONyCKaHHEM
¢uapTpa (QuTHIAA) PAaCIIABJSIOT.

[Tocsie Toro, kak (UTUAb HOPOMUTAETCS UCHBITYeMHIM HedTenpo-
LYKTOM, ero nomxuraiT. C:KUraHHe MacChl NPOBOIAST HO INOJyYEHHUS
YIJAHUCTOrO OCTaTKa, CjaeAs 3a TeM, uToObl mJjaMs I[PH TOPEHHH OBLIO
DOBHLIM M CIOKOMHBIM. DBBICOKOBsI3KME M BBICOKONJIaBKHE HedTempo-
AYKTBEl OOHOBPEMEHHO CO CXKHUIaHHMEM INOJAOTPeBalOT Ha 3JIEKTPOIJIHTKE.
Harpep perynupyioor Tak, uToObl He(TENPOAYKT He BBHIIJIECKHBAJICH U
He nepeTekaJs uepe3 Kpasd THINVIA.

B nponykrt, CKJAOHHHH K NeH000pasoBaHUIO, Mepel HarpeBaHHeM
po6aBasiior 1—2 cM3 H30NPONHAOBOro cnupra. Ecau 310r0 HeaocTaTou-
HO, K IPOAYKTY xo6aBasioT 10 ¢cM3 cMecu paBHBIX 06HEMOB TOJYOJA H
H30MPONUJIOBOTO CIHPTA, TUIATeJbHO MepeMelInBaioT. B cMmech BBOASAT
HECKOJIEKQ NOJioc 6e€330JbHOH (PUIBTPOBAJBHON OYMATH U NOAKUTAIOT
ux. IIpu cropanum 6ymary ypaJnasiercs 60Jibliiasi 4acTh BOJBI.

Jlonyckaercs npoBOAHTHL HCNBITaHHE 6e3 QHALTpA.

Ecay npomsomna norepsi BeillecTBA NpPH TePeTeKaHMM NPOAYKTA
yepes Kpasl TUIVISI, HCIIBITAaHHE MOBTOPSIOT.

3.1, 3.2. (U3menennas penakuus, Ham. Ne 2).
3.3. (Uckarouen, Usm. Ne 2).

3.4. O6paboTka yrJIHCTOrO OCTATKa CEPHOH KHCJOTOH.

3.4.1. ¥Yrauctoii OCTaTOK, NPeABAPHUTENBLHO OXJaXKAEHHbIH, TOJ-
HOCTHIO CMAuUBaIOT, A00aBJSAs M0 KalJSM KOHUEHTPUPOBAHHYIO cep-
HYIO KHCJIOTY.

OcTOpOXKHO HarpeBamwT, HE JONYCKas BHINJIECKHUBAHHUSA INPOOHLI, Ha
3JIeKTPONJIUTKE WJM IlecuaHOH OGaHe, A0 TpekpalilleHusi BhleJieHUs na-
POB U IMOJIYUEHHUA CYXOTO OCTaTKa. J3aTeM IOMEWAT THTeNb B My-
¢enpHy0 neup, Harperyo He Bhime 300°C, moBmIIAIOT TeMuepaTypy
neun go (H50425)°C, npokaauBaIOT OCTATOK A0 NMOJHOTO O30JIEHHUS.

Jonyckaercs moMeumiaTh THIVIH B MYy(eJbHYIO Neyb, Harperyio J0
(65025)°C, BB Aep:KHBAThL YIVIEKHCJBIA OCTATOK NPU 3TOH TeMmepa-
TYype A0 MOJHOT'O O30JEHHUS.

3.4.2. OxnaxxaamoT TUreab ¢ 30J0H, 100aBJaSAIT 2—3 KalJaud BOXDBI
n 5—10 xamesap pacTBOpPa CEPHOM KHCJOTHI, IOJHOCTHIO CMAa4YHBAIOT
BOJOH 30Jy, BKJIOUAsi OTJIOMEHHsT Ha CcTeHKaX Turas. OCTOPOXKHO Ha-
rPEeBAIOT THUTeNb Ha 3JEKTPOIJIUTKE A0 NpeKpallleHHs! BbIAeJeHUs Ma-
poB. CHOBa nOMel1alOT THresb B Meub ¢ TeMnepatypoi He Beile 300° C,
TOCTENEHHO MOBHINAIOT TeMnepaTypy 0 (775425)°C u mpokaausaioT
octaToK B TeueHue 30 MuH.

Jonyckaercs nomemate THIJIH B MyQeNbHYIO Meub, Harperywo Ao
(775225)°C u BBLAEPXKUBATH YIVIUCTHIH OCTATOK NPH 3TOH TeMmnepary-
pe [0 MOJHOTO 030JICHUS.

3.4.3. OxnaxaaloT U B3BEILIHBAIOT NMPOKaJeHHbIH ocTraTok (m. 2.2).
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[Ipn Hauanuuu B o6pasue LUHHKA HEO6XOAHMO NMPOBECTH NPOKAJHBA-
HUE He MEeHee TPeX pPa3 [0 MOJy4YeHHS NOCTOAHHOR MAaCCHI

3.4.4. Eciu n3BecTHO, YTO coAepxKaHHe cyJabdaTHOH 30161 B 06pas-
nax 0,02% unu MeHee, NMPOBOASIT KOHTPOJBHBLIA onblT. I[loMermiaioT
] cM3 KOHUEHTPHPOBAHHOH CepPHOH KHCJOTH B IMpeABapHTEJbHO B3Be-
iIeHHBIH THIreJMb W HarpeBaloT [0 NPeKPalleHUs] BBLIAEJEHHS [TapoB.
3aTeM TUrejb [MOMEIWIANT B MYQeJbHYIO Ieub ¢ TemrepaTypolt
(7754=25)°C u npokanuBawT 30 MuH. OXJaKAAIOT THTEJb Ha BO3AYXE,
B 3Kcukartope B TeueHue 30 MHUH U B3BeliuBaloT. EciAu B cCepHOH Kuc-
JIoTe OOHAPYXHUBAIOT 3041y, OOILLYI0 MaccCy CyJb(paTHOH 30JIBl, NOJYyYae-
MYyI0O BO BpeMs HCIBITaHHs, YMEHbIIAIOT Ha Maccy 30Jibl, YCTaHOBJIEH-
HYI0 B KOHTPOJIBHOM OMNBITE. DTOT HCHPABJEHHBIH MOKa3aTesJb MAacChH
HCIIOJIB3YIOT JJI1 pacyeTa CyJdb(aTHOH 30JIb.

3.4.1.—3.44. (U3menenHas pepaxkuus, Uam. Ne 2).

3.5.—3.5.2. (Hckarouensi, Ham. Ne 1).

4, OBPABOTKA PE3YJIbTATOB

4.1. MaccoByio n0J10 cynabdaTHOH 304k (X) B NpOLEHTaX BbIYHC-
JA10T 00 QopmyJie

X="T"1"™ 100

my

TAe
my — Macca npoosl, T;
my— Macca cyJabpaTHON 30JHl, T;
My — Macca 30Jbl IBYX OyMaxXKHbiX GHJABTPOB (Macca 30Jbl (DUIb-
Tpa yKasaHa Ha ynakoBKe (pHJbTpa), I.
[Ipu cxkuranun npoaykra 6e3 (pHIABTPOB Maccy M, HE VYHUTLIBAIOT.
(U3menennas pepakuus,, Usm. Ne 2),
4.2. (Uckaouen, Ham. Ne 2).
4.3. 3a pesyabTaT HCOBITAHUSA NPHHUMAIOT cpegHee apHpMeTHYe-
CKOe DPe3yJIbTAaTOB JBYX IOCJE€A0BaTE&NbHbIX ONpelesieHUi.
3anuceBaloT pe3yabTaTr ¢ TouHOCThIO g0 0,0019% nas ob6pasuos c
comepxaHueM cyabpartHoit 3oabl A0 0,2% u c TouHocthio A0 0,01%
AJs 06pas3uoB c 6oJiee BHICOKHM COJAEpXKaHHEM CYJaAb(PaTHOH 30Jbl.

(UsmeHeHHada pepakuusi, Usm. Ne 2).

5. TOYHOCTb METOQA

5.1. [loBTOpsieMOCTh

JBa pesy/bTaTta onpenesieHHsi, IOJYy4YeHHble OAHHM JabOpPaHTOM,
Ha OIHOHI W TOH XKe amnnapaTtype H npob6e nNpoOAYKTa, NMPH3HAKTCA HO-
CTOBepHBIMH (NmpH AoBepHTeNbHOH BepositHocTH 95%), ecan pacxox-
IeHHS MeXAy HMMH He NPEeBhIIAIOT 3HAUeHHS, YKasaHHbEe B Tabu. 2.

272



rocr 12417—73

Tabauna 2

3oabHocTs, IToBTOopsieMocTh, % BocnpousBoauMocTk, Y%
o 0,005 0,0005 0,002

Cs. 0,005 no 0,01 0,001 0,004

» 0,01 » 0, 0,006 0,03

» 01 » 05 0,03 0,1

» 050 » 1,0 0,05 0,2

» 1,0 49 10%

OT cpeaHero apH(bMeTI['-IECKOI‘O 3HaYCHHUS

52. BocnpouU3BOAHUMOCTD
JiBa pe3ysabTaTa HCOBITAHHS, HOJYyYeHHblE PA3HBIMH JaGopaHTaMH,
B ABYX pasHbIX galopaTtopusix, Ha OAHOH WU TOHU Ke npobe NPOAYKTa,
NPU3HAIOTCS HOCTOBEPHBIMHU (IIPH JOBepHTEJbHOH BepositHoctH 959%),
€CJH PacXOXJIeHHs MexXAy HHUMHI He [IPEBHILAIOT 3HAUEHHUS], YKa3aH-

HOTO B TabJg. 2.

Pasn. 5. (BBeaen pononnurtensvHo, Usm. Ne 2).

18—3816
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