YAK 661.721:546.22.06:006.354 Fpynna Ji29

FT'OCYIODAPCTBEHHDHAH CTAHIAOAPT COK3A CCP
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METAHON-A TEXHHUYECKHHA

I'OCT
Meton onpenesieHHs cephl 95742.3—83
Methanol poison, technical
Method for sulphur determination (CT COB 2968—81)

OKCTY 2409

L e SRR T

Jlata BBenenus 01.07.83

Hacroamuii cTaHAapT YCTaHABJHBAeT THTPUMETPUYECKHH METOJ
ONpeLesIeHHS] Cepbl B TEXHHYECKOM MeTaHoJIe-sije

Cradpapr moJiHOCTbIO cootrBercTByeT CT C3OB 2968—8I.

(H3menennasn penakuns, Usm. Ne 1).

i. THATPUMETPUYECKHH METOIL,

1.1. CyumiHoCcTh MeTOJA

Cyu_lHOCTb MeTOdd 34dKJAKUYACTCH B BOCCTAHOBJIGHUH OpFaHH‘-IECKOfI
cephl A0 cyab¢uaa Ha HuKese Penes, pas/ioxkennu cyabPpuia HHKeJS
COVISTHOH KHCJIOTOH C TOCJeAVIOLUIUM THTPOBAaHHEM BblAeJHBIIErocs ce-
POBOJAOPOJA PacTBOPOM VYKCYCHOKHCJIOW DPTYTH B NPHCYTCTBUH JHUTH-
30HA.

1.2. Anmapartypa, nocyaa, PeakKTHBHL H PacCTBODH

Becwl sabopatopHble o0uiero Ha3Haye€HHUs 2-ro KJjacca TOYHOCTH
nc 'OCT 24104—88 ¢ naubosbminyv npenenoMm p3aseiuusanus 200 r.

Tepmomerp JabopatopHblid ¢ npegenamMu usMepenus or 0 go 100 °C
neuod penenus — 1,0°C, ¢ norpewinoctsio +1,0°C.

Huauaap 1—100 uan 3—100 mo I'OCT 1770-—74.

Crakan B-1—100 TC no TOCT 25336—82.

[IumeTka rpajgyupoBaliHas BMeCTUMOCTBbIO 1 u 10 cm?.

broperka BMeCTHMOCTbIO O HiaHK 10 cM°.

Koabu 2—100—2, 2—1000—2 no I'OCT 1770—74.

Kosnba Ku-2—£2b0—29/32 TC no TOCT 25336-—82 uau aobad
APYyrasi U3 TePMOCTOHKOIO H TOJICTOCTEHHOIO CTeKJa.

Boponka BK-25-XC no 'OCT 25336—82.

XosmoauabHuk oOpatubmi  XI1-2—200—45/40 wauy XII-1—300—
—29/32 no TOCT 25336—32.

Hinanue oduunasbHOE [lepeneyaTka rocnpenieHa
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Abcopbep.

Aueron no I'OCT 2603—79, u. 1. a.

CnoupT H30NPONMHUJAOBBHIA 4. 1. a.

Azot o T'OCT 9293—74, 1-#1 copt uau aprod no 'OCT 10157—79.

N3ookran stanounbi no OCT 12433—83.

Kucnora coasinasa no I'OCT 3118—77, 4. x. a., pasbaBaeHnas 1:2.

Kucnora yxcycuasa no 'OCT 61—705, nensuas.

Hatpus ruppookuch no ['OCT 4328—77, paCTROPH KOHUEHTPAUHHU €
(NaOH) =1 Mouab/am?® (1 u.) u ¢ (NaOH) =25 moan/am3® (2,5 H.).

Jdutuson no 'OCT 10160—79, pacTBOp B alleTOHe C KOHUEHTpaUH-
el 1 r/am?. PactBop ycToHuuB B TeueHHe CyTOK.

Hukenp Penes B COOTHOLLEHHH HHUKeJS H aJdiOMHHusA 1 : 1.

Cepa texnuueckas no I'OCT 127—76, npupoanas, 9990 wuau
9995 copr.

Prytn okuch xKearasa no IOCT 5230—74.
Bona aucruanuposannast no 'OCT 6709—72.

JlonyckaeTcsi NpUMeHeHMe HMIIOPTHOH anmnapartypsl u JjadopaTop-
HOH NOCYAH IO KJacCy TOYHOCTH H PEaKTHBOB II0 KAUECTBY He HHXKe
OTEYECTBEHHHIX.

(U3menennas pepaxkuus, Uam. Ne 1).
[.3. IlloaroToBKa K aHaJdAU3Y
1.3.1. IIpueoros.rcnue aktusrol gopmor nuxeas Penes

B crakan BMectuMocthio 100 cm® momemarr 20 cMm® pacrBopa
'HAPOOKHCH HaTpusti Konuentpauuu ¢ (NaOH) =25 moan/am® (2,5 H.),
narpesator go 75—80°C, pobasisitor 1,00 r Hukens Penes, oxaaxna-
IOT JIbJOM 10 IpeKpallleHHS BBIAEJeHHSI BOAODPOJa, AAlOT OTCTOSITHCS
B TeueHHe 10 MHH u ¢ ocajgka cauBaioT pactBop. OCal0oK TPHXKIH
POMBIBAIOT AUCTHJJHUPOBAHHOW BOAOH mopuusaMu no 15 cM® u oAuH
pa3s 10 c¢cM® usonponuaoBoro cnuprta. IIpOMBITEIA OCaJ0K XPaHAT MNOL
cJIceM H3OINPOIKWJAOBOro cliipra He 6oJiee TpeX CYTOK.

1.3.2. Ilpucorosrenue pacrgopa cepol

B kon16y BMectuMocTbio 100 cm® momewaror 00,0000 r cepnl H AoO-
6aBasaoT 50 cM?® u3ooktTana. Koaly coeguHs0T ¢ OOpATHLBIM XOJOIUJb-
[IHKOM M HarpeBalOT Ha BOASAHOHW 0OaHe O MOJHOI0 pPaCTBOPEHHSA CEpH.
3ateM coJepxKHMOe KoJOH OXJaXOalT J0 KOMHATHOH TeMIlepaTypHl
H NEPEHOCHAT B MepHYIo Kojaly BMecTuMOCTbIO 100 cMm3, o6beM DOBOAAT
H300KTAHOM 10 METKH H TLlaTeJbHO IepeMelHBalT. 1 ¢M® NpHroToB-
JerHoro pacreopa conepxut (,00005 r cepnl.

1.3.3. IIpucorosaerue pacraopa ykCyYCHOKUCAOU PTYTH U YCTAHOBKA
€20 TOUHOU KOHYeHTpayuu
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C. 4 TOCT 25742.3—83

B xonby BMectumoctbio 1 aMm® nomemaor 25 cM® AHCTHIINDOBaH-
HOH BOABI, | cM’ JelssHOH YKCycHOH KHCJIOTH ¥ (,2022 r keaToit oku-
cu prytH. ComepxkuMoe KoAOH NMepeMellnBaioT A0 MOJHOr0 pacTBOpe-
HHs, 3aTeM JOBOASAT 00beM N0 METKH NUCTHJAJIKDOBAHHON BOJOH U THla-
TE€JIbHO f1epeMellHBaloT,

J1Jisi yCTAHOBKH TOUHOH KOHIEHTPALUHM MOJYUeHHOTro pacTtBopa VK-
CYCHOKHCJIOH PTYTH COOHPAIOT YCTAHOBKY, KAaK YKa3aHO Ha YepTexe.

B konby nomemawor 2,5 ¢M® pacTBopa cepnm B M300KTaHe, f00aB-
asgior 12,50 cM?® usookraua, oxkoao 0,50 r Hukens Peres u 10 cM® u3o-
IPONUJIOBOrO CIIHPTA M jaJee, KaK ykKasaHo B n. 1.4, Ho 6e3 npobasiJie-
HUA MeTadoJsa. llapajyenbHO NPOBOAAT KOHTPOJLHBIA OMNBIT, NPHUME-
HAS1 T€ K& PEeakKTHBHL, Ho 06e3 pacTBopa €epHl.
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OmBepcmue’;

I — KonbGa; 2 — Kaneabpuasi BOpoHK4d; § — ofpaTHBIA X0J10-
IHALHHK,; 4—abcopbep; 5—TPybxa

Tounyi0 KOHIEHTpPauul0 pactBopa YyKCycHokuciaoid pTtytH (C) no
cepe B rpaMMax Ha KyOuYeCKHMH CAHTHMETp BHYHCIAIOT no GopmyJie

. 2,5-m
(Vi—Ve)

rJe m — Macca cephl, cojepxamasca B 1 c¢m® pacrBopa, T;
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2,5 — o6beM pacTBOpa cepbl B U300KTaHE, CM”;

Vi— o6beM pacTBOpa VYKCYCHOKHCJOH DPTYTH, U3PaCXOJOBaHHBIH
Ha THTPOBAaHHE pacTBOPa Cephl, CM?;

Vo— 006beM pacTBOpa YKCYCHOKHCJIOH pPTYTH, H3PacXoJOBaHHBIH
Ha THUTPOBaHHE B KOHTPOJILHOM OIILITE, CM°.

Pacyer TOYHO# KOHLEHTPAUXH PaCTBOPA YKCYCHOKHCJIOH PTYTH NO
cepe NMpOBOJASAT A0 CeAbMOTO AE€CATHYHOrO 3HAKA H OKPYIJISAIOT A0 IHe-
CTOTO.

3a pe3yJbTaT aHaJu3a NPHHHEMAIOT cpelHee apH(PMeTHUYeCKOoe pe-
3yJbTATOB ABYX MapaJijieJbHbBIX OIpeaeseHHH, OTHOCHTE/bHOEe PaCXOXK-

JeHHe MexXAYy KOTODHIMH He MNpEeBBIILIAaeT A0MyCKaeMoOe pacXoXJAeHHe,
paBHoe 10 Y%.

1.3.1—1.3.3. (U3meHennas penakuus, Uam. Ne 1).

l1.4. [IpoBeneHue a"Hasu3a

1.4.1. B xon0y nomemart okoJso 0,60 r akTuBHOro HHKend Peues,
po6asasior 10 cM® u3onpomuJaoBOro cnuprta Takum o0pasom, YTOOLI
BeCb aKTHBHBIH HHKeJib PeHess HaxoauAacd Ha AHe KOJOBI. 3areMm Jo-
OasJsiior 100 ¢M® aHaJH3HpyeMOro MeTaHoJa, NocJe 3TOro MoJaloT
a30T, PEryJupysa CKOPOCTb MOJAUM er0 J0 ABYX NY3HPLKOB B CEKYHAY.
CoaepxXuMoe KoJiObl HarpeBaloT Ha BoAsiHOH OaHe A0 KHIEHHSI H Bhi-
JepxKHuBalT B TeueHue 30 MHUH.

3atem B abcopbep nmomemaior 20 cM® pacTBOpa IHAPOOKHCH HaT-
pust KonueHtpauuu ¢ (NaOH) =1 moab/am® (1 H.) u 20 cM3 aueroHa,
a B KalleJIbHYI0O BOPOHKY HaJHMBAlOT O0KoJO 20 CM®° pacTBopa COJSIHOM
KHCJIOTHI, NOJAIOT B Hee a30T W No Kamiasm npubasasior 10 ¢cM® Kuc-
JOTHl B KoJ0y npH HelpepbIBHOH Mojaye B Hee a3oTra. lIpHTOK a3ora
VCHUJHUBAIOT C 1eJdbi0 NOJHOro yaaJeHHs BBIJeJUBIIErocs cepPOBOLOPO-
na u3 yctaHoBKH. llocje okoHuaHusg peakuuu OBICTPO IpeKpalaioT
nojga4yy asora, npd 3toMm abcopbeHT moaHuMaetrcs Mo Tpybke &, CMHI-
Basl C ee MOBEPXHOCTH BECh CEPOBOJAOPOA. 3aTeM coAepKumoe abcop-
fepa THTPYIOT PacTBOPOM YKCYCHOKHCJOH PTYTH B NpUcyTcTBUH 50— 10

Kanejb AHTHU30HA A0 NOSABJEHHS YCTOHUHBOH KPAaCHOH OKpACKH.
(N3MmenenHnas pepakuua, Ham. Ne 1).

1.5. O6bpaboTka pe3yJbTAaTOB
1.5.1. MaccoByio 10410 cepbl (X) B NpoLEHTaxX BHYHCJAAIT MO
dbopmyJe
vV C-100
A= 100-p
rae V —ob6beM pacTBOopa YKCYCHOKHCJIOH DPTYTH, H3pPacXOA0BaHHBIA
Ha THTPOBaHHe, CM°;

C — ToyHass KOHLEHTpallusl pacTBOpa YKCYCHOKMHCJOH PTYTH, OI-
pelesieHHBIH 1o n. 1.3.3, r/cm3;

Q0 — MJOTHOCTb METaHoJa, r/cme,
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€. 6 TOCT 25742.3—83

3a pe3yJabTaT aHAJAM3a NPUHUMAIOT cpenHee apUPMETHUECKOEe pe-
3yJbTAaTOB ABYX NapaJjiiejbHEIX ONpeae/eHHl, OTHOCHTEJbHOE PaCXOX-
AeHHe MexXJy KOTOPhIMH He IIpeBbllIaeT J0fyCKaeMoe pacX0XJIeHHe,
pasnoe 10 %.

JlonyckaeMasi OTHOCHTe/NbHAs CyMMapHas NOIpeIIHOCTb PE3YJIbTa-
ra aHaauza +=8 Y% npu noBepHTeabHOHR BeposaTHOCTH £=(0,99.

(H3menennasa penaxkuus, Uam. Ne 1).
Pasn. 2. (Mckmouen, Ham. N 1).
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