Hsdanue oguyuanrsroe

TOCYAAPCTBEHHBIA
CTAHJIAPT roCT

cccecp
J— Fasbl HedrenepepaboTku 1 1382 — 65
TocynapcrBeHHBIH METOJ ONPEREJIEHHS
KOMHUTET CTaHAapToB, COJEPXKAHHS CEPOBOJOPOJRA

Mep M HU3MEPUTEIbHBIX

npuGopos CCCP Refinery gases. Method for the

determination of sulphurated
hydrogen content I'pynna B19

Hacroswmuii cTaHfapT ycTaHaBiAHBaeT METOJ ONpelelleHUS CepoBO-
Zopoja npu ero cofepxkauud B mpefenax 0,001—15,0 06. % B rasax
HedTenepepabateiBaoieii ¥ HePTEXHMHUECKOH MNPOMBIIIIEHHOCTH.

MeToz ocHOBaH Ha XMMHYECKOM B3aHMOJEHCTBHH CEPOBOAOPOAA C YK-
CYCHOKYIC/ILIM CBHHIIOM, HaHECeHHBIM Ha cuJnkarenb. Obpasylomuiics
B pe3yJbTaTe PeaklH{d CEPHUCTHIH CBHHEI| JaeT YepHOe OKpallMBaHue
CJIOSl CHJIMKareJssi; BHICOTA 3TOTO OKPALIEHHOTO CJI0s HAXOAUTCA B JHHEH-
HOH 3aBHCHMOCTH OT COJePXKaHHS CepoBOJOPOJa B HCIBITYEeMOM rase.

ITpumeHeHHe MeToAa mpefycMaTpHBaeTCsl B CTAHAApPTaX M TeXHHYe-
CKMX YCJIOBHSX Ha rasbl HedTemepepaGoTKH U HehTeXHMHH.

1. AIIMMAPATYPA, PEAKTHUBbI U MATEPHAJIbI

1. 1. Tlpu onpeseneHuu cojepiKaHHsI CEpOBOAOPOXA B rasax Hedre-
nepepaboTKY NPUMEHSAIOTCS CJefyiollas anmaparypa, peakTuBhl H Ma-
TepHasbl:

npubop s onpeleNeHHss MaJblXx KOHIEHTpalu# cepoBojopoja
(0,001—0,100 06. %) B caenyomeM koMmmiekTe (4epT. 1): peakuuoHHas
KanuaJasipHas TpyOKa 6 ¢ MeTaldNHuecKod ceTKOH &, CKpYUYeHHOH B Buje
HMJMHApA JMHHOH 5 mm; rasoeasi numeTka 8 BMecTuMocTbio 500—
600 ma (BMECTHMOCTb IHMIETKH TOYHO M3MEpSIIOT NpH TeMIeparype
20° C); wratuB §; MeTtannnueckas auueiika I pauHoi 500 mm no FOCT
427—56 w BaKyyMHBIE Hacoc 7;

npubop ANs onpefeseHHs CePOBOAOPOAA NPH COAEpPIKaHHU ero B ra-
sax ot 0,1 70 15,0 06. % B caexyiomeM KoMmmieKTe (4€pT. 2); peaKUHOH-
Has CcTekJsHHasi TpyOka 8 ¢ ABYXXOJOBHIM KPAHOM U IUIKIEM; MeIHLHH~
ckufi mnpun 8 Tuna «Pexopi» BMectuMocTblo 20 ma; ABYXXOLOBOH
KpaH 2, ocylIHTeJb 4 CO LIJIUIEeM, peoMeTp 5 ¢ npefesiaMu u3MepeHui ot 0
no 100 ma/mur, TpexxofoBOH KpaH 6 C BUHTOBEIM 3aKHMOM 7, METAJLIH-
yeckast anHelika I piaunoft 500 mu no F'OCT 427—56;

BreceH TocyaapcTBeHHbIM
oo ol YrBepkien T'ocymapCTBeHHBIM

HedTenepepaGaThiBalomed KOMHUTETOM CTaHJapTOB, Mep Cpox BBepeHuUS
H_HedTeXHUMHIECKOH ¥ H3MepHuTedbHBIX npHGopoB CCCP 1/1 1966 r.
NMPOMBI W AEHHOCTH 11/VlH 1965 r

npa locnaane CCCP

HecoGmonenne cTangapra npeciefyercs no sakony. Ilepeneuarka socnpeuieHa
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Cxema npuGopa jis- onpefiefieuss MaJblX KOHWEHTpauuii
CepoBOIOPORA
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I'OCT 11382—65

Cxema mpuGopa Bas ompeleneHnsi GOMbHINX KOHUEHTpaHui
CepoBoJioposa
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IroCT 11382—65

nocyza Qapdoposas mo I'OCT 9147—59; crynka Ne 5 unun Ne 6,
yamka Ne 5 uau Ne 6.

Boponka jeautenbHas no I'OCT 8613—64 Bmectumocthio 1000 ma;

skcukatop no I'OCT 6371—64;

GaHKH CTEK/JsHHbIE C NpUTEPTOH NpPoGKoM BMectuMocThio 500—
1000 ma;

HaGop CUT C pasmepaMH CTOPOHHI sueek B cBety ot 0,25 mo 0,50 mm;

BO31yXOAyBKa, J1aOOpATOPHHIH KOMIpeccop WJau ofmasi MarucTpaib
IJisi HarHeTaHWUs BO3AYyXa;

cunukarens Ne 3, u3rotoBneHHbI ['OpbKOBCKOH ombiTHOH 6asoi
BHUMHII, co cienyomuMmu cBoficTBamu: HachimHo#l Bec 0,49 2/cm®,
Kaxymascs mrotHocts 0,768 e/cm®, mctunHas maotHocts 2,21 2/em?,
paauyc mop 53,5A, mopucroctb 66%; cunukareap Ne 3 npuMeHSIOT JJist
onpeé/LeJIeHuﬂ CepoBOJOPOJa NPH COAepXKaHuu ero B rasax ot 0,1 go 15,0
06. %;

cunukarens mapku KCK no F'OCT 3956—54, npuMeHsieMblit A5 onpe-
IeJeHHsl CepoBOJOpOJA NpH cofepxanun ero B rasax ot 0,001
100,100 06. %;

ceuHel yrcycHokucablit mo FOCT 1027—51,1%-Hblit BoAHbIA pacTBop;

Gapuit xyopucteiii mo 'OCT 4108—65,10%-Hbiét BOAHBIE PacTBOP;

usBects Hatpounast mo ['OCT 44556—48;

Boja mucTusnupoBainas no F'OCT 6709—53;

cmazka LIMATHM-221 no T'OCT 9433—60.
5513aTa MeIuUMHCKAsE o6e3xkupeHHast (rurpockonuueckas)) mo I'OCT
5556—66.

2. IOATOTOBKA K HCIIbITAHHIO

2. 1. [IpuroToBneHne agcopbeHTOB

2. 1. 1. Cunukarenp Ne 3 miu cuaukarens Mapkua, KCK apo6sr
B (aptdopoBoil cTynkKe H NMPOCEHBaHHEM OTOMPAIOT PpaKUHIO C 3epHAMU
pasmepoM 0,256—0,50 mm. STy dpakuuio NpOMBIBAIOT ropsiueil AMCTHII-
JaupoBanHO# Bofo# (60—80° C) B AenuTenbHOR BOPOHKE JO OTPHIATENb-
HOM peaxuuu Ha HOHB SO, B NPOMBIBHOH BOJE (HCIHBITAHHE PacTBOPOM
XJIopHCTOro 6apusl) H BHICYLIHBAIOT B CYIIMJIbHOM mKady Npu Temmepa-
type 120 + 2° C 1o mocTosiHHOTO Beca.

2.1.2. B dapdopoeoii wamke B3semmuBaioT 100 2 npocymeHHoro
cusukareis ¢ TouHoctbio f0 0,01 2 u paBHOMepHO cMaunBatot ero 100 e
1%-Horo pacTBopa YKCYCHOKHCJIOTO CBHHIIA.

2. 1. 3. O6paGoTtanHbiii CHINKaTeNb, cofepxKamui 99 2 Bogpl, cyuwar
B cymmabHoM mKady npu Temneparype 120 + 2°C B Teuenue 2—2,5 «
J0 OCTAaTOUHOM BiaxHOCTH: 65%-HOW aast cunukarenss Mapku KCK
n 35%-boft mns cuamkarenss Ne 3 (BIaxXkHOCTb OTHOCSIT K BeCy CHJIH-
Kareuns).

OcCTaTouHYIO BJIaXKHOCTb OGPaGOTaHHOrO CHJMKAareasi NpPOBEPSIOT
B3BellliBaHHeM ero ¢ TouHocThio Ao 0,01 2 mocie oxnaxaeHusi B IKCHKa-
TOpe JI0 KOMHAaTHOH TeMIepaTyphl.
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roCT 11382—65

OGpaBoTaHHbll CHJMKareab XpaHAT B CTeKJAAHHBIX 6aHKax C IpH-
TepTo#f NpoOKOH.

2.2.0tr6o0op npo6 rasa AAg aHaAu3a

2. 2. 1. TlpoGy wuccienyemoro rasa oTOMpalOT B TepMETHUHHIH Npo-
G0OTOOPHHK, KOTOPHIH NpeABapUTeNbHO NPOLYBAIOT 5TUM Ke TasoM B KO-
JuyecTBe 2—3-KpaTHOro obbeMa.

[Mocne otGopa mpobbl B mpo6ooTOOpHHKE ROJIKHO GBITH H3OBITOUHOE
JaBneHue rasa.

2.2.2. lass onpeleneHHs] MaJbX KOHUEHTpallHil cepoBOAOPOAA
oT 1poGhl MCCIeyeMOro Tasa u3 npoGooT6opHHKA OepyT ra3 AJis aHanu3a
B 3BaKyHPOBAHHYIO Fa30BYI0 MHMETKY 3 (cM. uepT. 1), KOTopyio HamoJ-
HSIOT MOJTHOCTBIO.

2.2. 3. las omnpefienenus cepoBoAopoja npHu copepxkanuu ero 0,1%
u Gosee OT MPoOBI HCCAEAYEMOro rasa W3 mpo0ooTOOpHHKA mpuueM 3
(cM. uept. 2) otbuparor s ananusa 20 me rasa. PesunoByio TpyOKy
Ha IINpHIE 3aKUMAIOT 3aXKHMOM.

2.3.lloarotroBka npubopoB Kk paborTe.

2. 3. 1. Ilpubop AJs ompejesieHuss MajJblX KOHLUEHTpauUUH cepoBOIO-
poza cobuparoT Mo cxeme, NpuBeAeHHOH Ha yepT. 1.

Kanunnsipuyio TpyOKy 6 mpeABapuTeIbHO 3aNOJHSIOT 00paboTaHHBIM
cunnkatesnem Mapku KCK no metku «O». YToObl cHJIHKAareab He BBICHI-
najcsi, B XOHUe TPyOKH BCTaBJASIIOT MeTamiuueckyio cetky 8. Cunmka-
reiib BBOAAT B TPYOKy HeGOMbIIMMH NOPLUAMYU NIPH PaBHOMEDHOM Io-
CTYKHBaHUH 1O BceH JJHHe TPYOKH.

Beie Mmetku «O» Ha BhicoTy b MM TpyOKy samonHsioT HeoGpa6o-
TaHHBIM cuaukarenrem Mapku KCK.

INMunetky 8, cofepiKallyio aHaJU3HPYEMBIf ras, 3aKpemsioT B gado-
PATOPHOM IUTATHBE §, COEAMHSIOT €e NPH NOMOIIK TOJCTOCTEHHOH pesu-
HOBOH TPYOKH ¢ peaKLHOHHOH KamuaJsipHOH TpyOkoH 6, KOTOpywo co-
€[IMHSIOT NPY NOMOLIX BaKyyMHON De3MHOBOH TPYOKM C BAKYyMHBIM Ha-
cocoM 7.

2. 3. 2. TlpuGop 1ns ompefeNieHUs CEPOBOJAOPOAA MPH COLEPIKAHUH
ero B razax ot 0,1 o 15 06. % cobupaioT mo cxeme, npuBeleHHOH Ha
4epT. 2.

Ilpu cGopke mpubopa MeTajsIHUecKylo JHHEHKY I, ABYXXOJOBOH
KpaH 2, MeAHLIMHCKUH INNPHL 3, OCYIIHTeNDb 4, HAHOJHEHHBIH HATPOHHOU
H3BECThbIO, peoMeTp 5 cO mMKajNoH, TPeXX0JoBoH KpaH 6 ¢ BHHTOBEIM 3a-
JKUMOM 7 U PEaKLHOHHYIO TpYOKY 8 KpemsT Ha MaHenn pasmepamu 75X
X 30X3 mm.

Peakunonnyo TpyOKy 8 W MeAMLHMHCKHE UNpuL 3 KpemaT Ha na-
HEJIH MPH NOMOIIM Pa3beMHBIX KOJIell TaK, YTOGh! OHH JIETKO CHUMAMHCh —
Tpy6Ka 8 JIs 3anosHeHHs ee ajfcopOeHTOM, a LIpul 8 Aas oTéopa aHa-
JIU3HPYEMOTro rasa.

2. 3. 3. Pearkuuonnylo Tpy6ky 8 npeABapuTeNbHO 3amOMHSAIOT o6pa-
GotanHbIM cuiukarenem Ne 3 no Metkn «O». UToOH cuaukarenb He BbI-
chlajcsi, HUXKHHE KOHell TpyOKH Ha IJIMHY 5 mm 3anoJHSIOT BaToi.
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CuaukareJap BBOAAT B TPYOKY HeOO/NbIUHMH NOPLHUSAMH IIPH paBHO-
MepHOM MOCTYKHBaHHHU 0 Beel AJnHe TpyOku. Boire MeTkH «O» Ha LIuHy
10 mm Tpy6KY 8 3anonusior Heobpaboranubiv cunukarenem Ne 3. [Tocne
3anoyiHeHusl TpyOKy 8 KpenaT Ha MaHesd.

TpapyupoBounblit rpadguK JJs onpejeieHds ManbiX
KOHIEHTpauMit cepoBOJOpOAa
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2. 3. 4. lnpun. 8, conepxamuii HccAeAyeMblft ras, 3aKpemisioT
B KOJbIIE Ha MAHEJH K COeAMHSIOT KOHell Pe3nHOBOH TPYOKH Ha IUNpHIe,
3axaTod 3aXKUMOM, C OTBOAOM KpaHa TPyOKH 8.

Merannnueckyro AuHEHKY | YKDEMJISIOT Ha NaHeNH TakK, YToObl HyJe-
BOe JieJleHHe Ha JuHelike coBmano ¢ MeTkod «O» Ha TpyOke 8.

JIByXXO0BO# KpaH 2 COeJUHSIOT NP¥ NOMOLIY BaKyyMHOH pe3uHoBo#H
TpYyOKH c TPYOKOH 8 U yepe3 COENMHHTENbHYIO CTEKJASHHYIO TPYOKy —
¢ ocyiuuTeaem 4.
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PeometTp 5, cOefMHEHHBI C TPEXXOROBEIM KPaHOM 6, HATONHSIOT MOJA-
KpaleHHOH BOMOH O HYJEBOTO Je/EHHS.

CoeauHenns Ha windax U Kpauel cMasbiBaioT cMaskoit [IMATHIM-221
¥ TIPOBEPSIIOT CMOHTHPOBAHHBIN NMPUGOP HA FepMETHUYHOCTb.

paayupoBounslii rpaduk pas onpefeneHus GOJbLINX
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2. 3. 5. Tlepen npoBeleHueM HCMBITAHUSI yCTAHABJAMBAIOT B CHCTEME
npubopa MNpH NOMOIUIM BUHTOBOTO 3a)KMMa 7 CKOPOCTh MOTOKa BO3LyXa
npumepHro 50 ma/mun no mkane peomerpa 5. Bo3nyx nponyckaioT yepes
KpaH 6 (moJioxkeHue a), peoMeTp &, ocyuutens 4, kpaH 2 U TPyOky 8
B aTtMocoepy. Ilocme ycTaHOBNEHHMsSI CKOPOCTH TNOTOKA BO3AYyXa KpaH 2

3aKPHIBAIOT, a KpaH 6 NepeBOAST B MOJOKEH!HE 6.

2.4. ITocTpoenne TPalyHpoOBOUHB X F'PadHKOB
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2.4. 1. ToroBar 8—10 cMecelt Bo3gyxa ¥ CepOBOLOPOAA € TOYHO
YCTaHOBJIEHHBIM COJIepXKaHHeM CepoBOJOpoja B CMeCH B Mpelenax oOT
0,0005 o 0,1000 06. % u 6—8 cmecelf ¢ cofepKaHWeM cepOBOAOPOAA
B cmecu B npefienax ot 0,1 g0 15,0 06. % u npoBOAST aHANH3 THX CMe-
ceff, KaK yKasaxo B nm. 3.1 m 3. 2.

Ilo mosyyeHHBIM JaHHBIM CTPOSIT IPafyHPOBOUHBIE IpadHKU, Ha KOTO-
PBIX BHICOTY OKPAIICHHOTO CJOSI aAcopOEHTa OTKJIAJbIBAIOT MO OCH Op-
JUMHAT, a COOTBETCTBYIOIlEe COJEPIKaHHE CEPOBOZOPOLA B aHaJIH3UpYe-
MOH cMecH — Mo ocu abcuuce.

B 3aBucuMOCTH OT MOCTaBJIEHHOH 3afayd IPafyHPOBOYHEE rpaduku
MOryT ObITb IOCTPOEHH! AJf CMecefl C pasjIMYHBIM COAEepKaHHeM cepo-
BOZOPOAA.

IlpumepHble rpagyHpoBouHble rpadukyu NpuBeJeHbl Ha uepT. 3 u 4.

3. IPOBEAEHHE HCIbITAHUS

3. 1. Tlpu ompezeneHny MalBIX KOHHEHTPAUui CepOBOLOPOAA BKJIIO-
YalT BaKyyMHEIl Hacoc 7 (CM. 4epT. 1) M IOCTENeHHO OTKpHIBast KpaH 2
rasoBoff munNeTKu 3 NMPOCACHIBAIOT Yepes KanuMispHYIO TPYOKY 6 wchbi-
TyeMblfl ra3 B Teuenue 10 mun.

3aTeM OTKDBHIBAIOT KpaH 4 ra3oBOH MUIETKH H IPOIYCKAIOT uepes3 Hee
H KanuJISpHYIo TPYOKY BO3AYX B TeueHHe b MuH, mocje 4ero H3MepsioT
BBICOTY OKpalIeHHOTo cJios afcopOeHTa IPH ITOMOHIM MeTaNJH4ecKOoi
JUHeHKH I ¢ TOYHOCTBIO ZO 1 mm.

3. 2. Tlpu onpejeneHun cepoBOAOPOAA NpPH COAEPKAHHH €ro B aHa-
ausupyeMoM rase 0,1 06. % u Gosee 3TOT ras NOCTENEHHO BBOAST ILUNpH-
neM 3 (cM. 4epT. 2) B peakUHOHHYIO TPYOKY 8, IJIS Yero OTKPHIBAIOT
KpaH Ha TpyOke 8 M 3axuM Ha pe3nHOBOi TpyOke wmmpuua. CkopocTb
BBOJla I'a3a B PEaKUHOHHYIO TPYOKY perynupyercsi cBOOOAHBIM NMajeHHeM
MOPIUHA INNPHIA.

[Tocnie BBOXA HCHOBITYeMOrO Tasa NpPONYCKAIOT Yepe3 peaKUHOHHYIo
TPYO6KY BO3AYX CO CKOPOCTLIO, OTPEryJHpOBaHHOM no 1. 2. 3. 5.; npu 3ToM
KpaH 6 OTKDLIBAIOT B NOJIOKEHHE @ MOCTENEHHO, a KpaH 2 OTKPHIBAIOT
6uicTpo. M36biTOK Bo34yxa cOpachiBalOT yepe3 BHHTOBOH 3axkuM 7. Bos-
JAyX NPOMYCKAalOT B TeYeHHe D MUK, TOCJE Uero ero Hampab/sioT yepes
KpaH 6 B nonoxeHuu 6 B atMocthepy. BricoTy okpalueHHoro ciaos ai-
copOeHTa H3MEPSIIOT PH MOMOLIM METAJIIHYeCKOH NHHeHKH I ¢ TOYHOCTBIO
no 1 mm.

3. 3. OrpaboraHHyl0 4uacTb ajcopGeHTa 3aMEHSIOT CBEXHM Iocae
KaxJoro aHajgusa. HeokpameHHH cl0ii He 3aMeHSIOT.

3. 4. Tlo moayueHHO# BHICOTE OKpAWIEHHOro cJ0s ajcopfeHta Ha
rpafiyHpPOBOYHOM Trpaduke HaXOAAT COOTBETCTBYIOUee NAaHHOH BHICOTE
coJiepKaHie CepOBOLOPOAA B HCCJeNyeMOM rase.

3.5. lonyckaeMbe pacxXoOXAeHHSA JAaAs 1na-
pailnenbHB X OnpefnedeHHuH
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3. 5. 1. PacxoxpeHuss Mexay pesy/nbTaTaMu NapajlelbHbBIX OIpe-
JelleHUH CcoJlepKaHus CEPOBOAOPOAA B HCCIAEAYEMOM Trase He JOJKHBI
NpeBHIIATh BEJUYNH, YKAa3aHHBIX B Tabnule.

CozepXaHue cepPOBOJOPOAA
B 06. %,

JonyckaeMble
Pacxoxzaenus B Y,
OT pesyabTaTa
aHaNu3a

Jo 0,1
Or 0,1 no 1,0
Bosee 1,0

3amena

15
10
5

I'OCT 5556—66 BBesien maamen I'OCT 5556-—50.
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