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MNpepgnucnoBne

1 NOArOTOBJ/IEH depepanbHbiM rocyAapCTBEHHbIM YHUTAPHbLIM npeanpuatTneM «Bcepoccuiicknii Ha-
YUYHO-MCCNenoBaTeNbCKNA NHCTUTYT CbipbA, MartepuanoB u TexHonoruii» (®ryrn «BHWMA CMT») Ha ocHoBe
CO6CTBEHHOrO ayTEHTUYHOIO NepesBofa Ha PYCCKUI A3bIK CTaH4apTa, yKa3aHHOro B MyHkTe 4

2 BHECEH TexHuyeckum KOoMuTeTom no ctaHgaptusaunmn TK 52 «MpupoaHbli U CKMKEHHbIE rasbl»

3 YTBEP)X/AEH W BBEAEH B JEWMCTBWE Mpukasom degepanbHOro areHTCTBa No TeXHUYECKOMY pe-
rynuposaHuio u metponorumn ot 25 cpespans 2016 r. Ne 74-cT

4 HacTosAwwmii ctaHgapT naeHTuyeH ctaHpgapty UOP 163— 10 «OnpegeneHve ceposBojopoja v mep-
KanTaHOBOWM cepbl B XUAKUX YyrneBogopogax noteHumMometTpuyecknm tutposaHnem» (UOP 163— 10 «Hydro-
gen sulfide and mercaptan sulfur in liquid hydrocarbons by potentiometric titration», IDT).

HavnmMmeHoBaH/e HacToAWero ctaHgaprta U3MEHEHO OTHOCUTE/IbHO HAUMEHOBAaHUA YKa3aHHOro ctaHgap-
Ta UOP gnsa npuBegeHnsa B cootsetctBune ¢ NOCT P 1.5—2012 (nyHkT 3.5).

Mpy npuMeHeHUN HacToALWero cTaHgapTa pekoMeHayeTcs UCNoNb30BaTb BMECTO CCbIJIOYHbIX CTaHAap-
TOB COOTBETCTBYHOLLME VM HaLWOHAsNbHbIEe CTaHAAPTbl, CBELEHNS O KOTOPbLIX NPUBEAEHbI B AOMNONHUTENILHOM
npunoxeHun A

5 BBEJAEH BIMEPBbIE

6 NMEPEVU3OAHUWE. CeHTA6pb 2019 1.

MpaBuna NpMMeHeHMs HaCTOSILLErND CTaHgapTa yCTaHOBMEHbl B cTaTbe 26 defepasbHOro 3akoHa
0T 29 uioHA 2015 r. Ne 162-®3 «O cTaHgapTwusauun B Poccuiickoli degepayumn». NHgopmauusa ob ms-
MEHEHUSIX K HACTOALEMY CTaHgap Ty Ny6/nKyeTCs B eXerofHoM (Mo COCTOSHNIO Ha 1sHBaps TekyLllero
roga) MHOPMAaLMOHHOM yKasaTene «HauuoHasbHble CTaHgapThi», a ouuMasibHblii TEKCT U3MEHeHWI
M NnonpaBokK — B eXeMecsA4YHOM MHAOpPMaLMOHHOM YyKazaTesne «HauuoHanbHble cTaHAapThi». B cnydvae
nepecmoTpa (3ameHbl) UM OTMEHbl HacCTOALWEro cTaHjapTa CoOTBeTCTBYyLee yBeJoMeHne byaeT
ony6/IMKOBAHO B 6/MXaiilueM BbINMYCKE €XEMEeCSYHOro WMH(OPMaLMOHHOrO yKasaTens «HauvoHasbHble
cTaHgapTbi». CooTBeETCTBYHOWAas MHopMaUnsa, yBeaoOMIeHNe 1 TEeKCThl pasMelianTCcs TakKke B WH-
dhopMaunoHHOM cucTeme 06LLErO NO/b30BaHMS — Ha ohuumanbHOM caliTe defepasbHOro areHTcTBa no
TEXHNUYECKOMY PEry/IMPOBaHNI0 U METPOSIOrMn B ceTU MHTepHeT (wWww.gost.ru)

© CraHpapTuHgopm, odpopmieHne, 2016, 2019

HacToawwnii ctaHAapT He MOXET ObiTb MOJSIHOCTHID WM YACTUYHO BOCMPOM3BELEH, TUPAXMPOBAH W pac-
NMpocTpaHeH B kayecTBe ouULManbHOro M3faHus 6e3 paspeweHns defepanbHOro areHTCTBa No TeXHWYECKo-
My PerysimpoBaHuio 1 MeTpoJsiorim
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HAUWOHA/NBbHBIWAW CTAHAAPT POCCUWCKOMN SGEALEPALUNMN

YINEBOLOPObI XUAKUE

OnpegesieHne CepoBOAOPOAa Y MEpPKanTaHOBO cepbl
NOTEHUUOMETPUUYECKUM TUTPOBAHUEM

Liquid hydrocarbons. Determination of hydrogen sulfide and mercaptan sulfur
by potentiometric titration

Jata BBegeHnsa — 2017—01—01

1 O6nacTtb NpPUMEHEHNA

HacTtosawwii cTaHgapT ycTaHaBNMBaeT onpeAeneHne CepoBOAOpOAa M MepKanTaHOBOI Cepbl B XWAKMX
yrnesoaopoaax NoTeHUMOMeTPUYECKUM TUTPOBaHMEM. K TUMOBLIM NpeAcTaBUTENAaM XUAKUX YINeBoA0pPOoA0B
OTHOCSAT 6EeH3UH, KePOCWUH, Nerkne pPeLuknoBble rasoinn 1 aHanornyHble AMCTUANATBI, KOTOpble SBAAKOTCS
XMUAKOCTSIMU NpW TemMnepaType v gaBneHun okpyxatouweli cpegbl. HWXKHWIA npegen onpeneneHns coctaBnseT
0,2 ppm ana MepkanTaHoB (B nepecyeTe Ha cepy) u 1,0 ppm ans cepoBogopoga (B nepecyeTe Ha cepy).

B HacTosilem cTaHgapTe He MpesycMOTPEHO paccMOTpPeHWe BCexX BOMPOCOB oGecneyeHns Gesonac-
HOCTMW, CBSA3aHHbLIX C ero npuMMeHeHneM. [ofib3oBaTesNlb HACTOSIWEro cTaHgapTa HeceT OTBETCTBEHHOCTb 3a
yCTaHOB/IEHWE COOTBETCTBYIOLWMX NPaBU/ Mo TeXHUKe 6e30MacHOCTU U OXpaHe 340Pp0Bbs U onpeaenseT uene-
C006pa3HOCTb NPUMEHEHUSI 3aKOHOAATENbHbIX OTpaHUYeHnli nepes ero NCcrnosib30BaHNeM.

2 HopmaTunBHbIe CCbI/IKU

B HacToswem cTaHfapTe MCNosb30BaHbl HOPMATUBHbIE CCbIJIKM Ha crefylowme cTaHgapTbl*:
UOP 41, Doctor test for petroleum distillates (JokTopckas npob6a gna HedTAHbIX AUCTUNNATOB)
UOP 999, Precision statements in UOP methods (®opmynnpoBkn npeymsnoHHocTn metogos UOP)

3 CyLlIHOCTb MeTOoda

PacTBOpPSIOT B3BELIEHHOE KOJIMYECTBO 06pasLa XUAKoro yrneBofopoa B nponaHone-2, cogepXaliem
He60o/blUOe KOMMYECTBO TMAPOKCUAA aMMOHUS. TUTPYIOT MOTEHLMOMETPUUYECKN MOJTyYEeHHYI0 CMeCb CnUpPTO-
BbIM PacTBOPOM HUTpaTta cepeb6pa, UCMO/b3yst B KAYECTBE 3/1EKTPOa CPaBHEHUS CTEKsHHbIA 31eKkTpos, a B
KauecTBe MHAMKATOPHOIO — CynbduacepebpsiHblli 31eKTPo4. BblUMCASIOT MacCOBY KOHUEHTPALUIO CEPOBO-
fopofa M MepkanTaHoBOI cepbl B ppm. MpucyTcTBUE CBOGOAHON Cepbl YCNOXHSAET KPUBY MOTEHUUOMETPU-
YecKoro TUTPOBaHUS, NMOITOMY NPUBEAEHbI UHCTPYKUMUM MO ee paclundpoBKe.

4 Annapatypa

Ona ynob6cTBa nonb3oBartesieil HACTOALWEro ctaHaapTa B CKo6kax npuBefeHbl CCbIIKM HAa HOMepa KaTa-
JIOT0B U HAMMEHOBAHWUA M3roTOBUTESIER. MOXHO NCNO/Mb30BaTh 060pYyA0BaHME APYTUX U3rOTOBUTENE.

Becbl ¢ LeHOW geneHusa He 6onee 0,1 wr.

Bbicoknii ctakaH Bepuenuyca BmectumocTtbio 400 mn (Fisher Scientific, No 10—310—9).

* CraHgaptel UOP MoxHO nosnyunts B ASTM International, 100 Barr Harbor Drive, PO Box C700, West Consho-
hocken, PA 19428-2959, United States, Ha caiite ASTM www.astm.org nm service@astm.org; no pakcy 610—832—9555
nn TenedgoHy 610—832—95805.

M3paHve ochuumnanibHoe
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CTakaHbl Ans anekTponunsa sMmectumoctbio 250 mn (Brinkmann Instruments, Ne 020212209, umetotcsa B
Metrohm USA, TpebyeTcsa He MeHee ABYX CTakaHOB).

CuHTeTUYEeCKNiA HeTKaHbli abpa3uBHbIili MaTepunan (Scotch-Brite™, Runco Office Supply, Noe MMM-96).

MepHbIli yunuHap knacca B BmectumocTbio 100 mn (VWR, Ne 89000-270).

OKCUKaTop BHYTpPEHHMM aunameTpom 160 mm c chapcoposoii nnactmHoli (VWR, Ne 250035-005 u
89038-068 COOTBETCTBEHHO).

KombuHupoBaHHbIli anekTpon cepebpo/ctekno (Titrode™, 6.0430.100, Brinkmann Instruments,
Ne 020948507, umetotcsa B Metrohm USA). DnekTpoa A0/KeH 6biTb NpeAHa3HayYeH A9 aHausa cepbl.

MepHble Konbbl knacca A smectumocTbio 500 mn (VWR, Ne 89090-748, Heobxoaumbl ABe KONObI).

MepHble nuneTkn knacca A BMmecTumocTtbto 1, 8 1 50 mn (VWR, Ne 89045-056, -070 u -086 cooTBeT-
CTBEHHO).

[ByXcTyneH4YaTblil perynsatop nogayn asoTa BbICOKOW YMCTOTbl C gnana3oHoMm gasBneHus 15—200 kMa
(2—30 psi) (Matheson Tri-Gas, mogens 3121-580).

Pes3nHoBas rpywa ansa 3anonHeHnsa nunetkn (VWR, Ne 53502-205).

MoTeHuMOMeTpMYeCKUin TuTpaTop AnanasoHom = 2000 mB un paspeweHnem 1 mB, obecneunBatownii
CHUXEHNE CKOPOCTU TUTPOBAHWUA A0 MUHMMasIbHON BOGIN3M KOHEYHOM TOYKM, OCHALLEHHbIA [403aTOPOM CO
wkanon ot 0,00 go 99,99 mn c ueHon geneHnsa GwopeTkn 0,0001 (Metrohm mogenb 836 cuctembl Titrando
C BO3MOXHOCTbI 3aMeHbl obpa3ua u gByms 6GropeTkamum BMecTumocTbio 20 ma, Brinkmann Instruments,
Metrohm USA).

PekomeHayeTcs Mcnonb3oBaTb aBTOMaTUYeckuii TuTpaTop. [JonyckaeTcs BbINONHATbL TUTPOBaHUE BpyY-
HYI0 C MCNONb30BaHMEM criegylolLero obopynosaHms.

BiopeTka c TepIOHOBbLIM 3anoOpHbIM KpaHOM knacca A BMecTumocTbio 50 mn (VWR, Ne 89001-624).

Lincposoin pH-meTp (Mettler Toledo mogens S20K, VWR, Ne 11238-592).

MarHuTHaa mewarnka co ctepxHem (VWR, Ne 12365-380).

5 PeaktnBbl N matepuasibl

Ona ypob6cTea nosib3oBartesiell HaCTOALWeEro ctaHaapra B CKobkax nNpuBefeHbl CCbIIKM Ha HOMepa KaTa-
NIOTOB ¥ HaMMeHOBaHWA M3rotTosBuTenein. MoXHO MCNONb30BaTh pPeakTWBbl U Martepuanbl 4PYrux U3roToBuTe-
neii. BogHble pacTBOpbl NpuBeAeHbl 6e3 ykazaHusa pacTBOpuTens.

fmapokcnma ammoOHUs ¢ MaccoBol KoHueHTpauuein NH3 ot 28,0 % o 30,0 %, cepTudULMpPOBaHHbIN
knacca ACS Plus (Fisher Scientific, No A669-212).

OcywunTens ¢ pa3mepom yvactuy 8 mew n nHaukatopom (Drierite, VWR, Ne 22891-028).

Motouwiee cpeactBo (LiquiNox, VWR, Ne 21837-028).

A30T BbICOKOW 4YncTOThbI, 99,99 %.

MHpgnkaTopHas 6ymara c auetaTtoMm CBMHLA, nonockn Bo onakoHax (VWR, 60792-009).

MponaHon-2 ceptuguumnpoBaHHbiii knacca ACS (VWR, Ne VW5520-3). Mepea ncnonb3oBaHmem cnegy-
eT npogysartb a3oToM B TeyeHne 10— 15 muH.

HutpaTt cepebpa, 0,1000 H. pacTtBop (VWR, Ne VW3214-2).

HuTtpat cepebpa, 0,0100 H. cnupToBON pacTBOp. CNMPTOBOI pacTBOp HUTpaTa cepebpa KOHUeHTpaynei
0,0100 H roToBAT BBEeAeHMEeM C nomMoubio nunetkn 50 mn ctaHgapTmusosaHHoro 0,1000 H. pacTBopa HuUTparta
cepebpa B MepHyl Konby BmecTUMOCTbi0 500 M. JOBOAAT pacTBOp A0 METKM 2-NpOnaHosioM, 3aKpbiBalT U
TwaTtesibHO NepemMellBaloT nepesopaynsaHnem. Cpok xpaHeHUs pacTsBopa — 2 MecC, 3aTeM roTOBAT HOBbIN
pacTtBop.

HwutpaTt cepebpa, 0,0010 H. cnupToBOIi pacTBop. CNMpPTOBOW pacTBOp HUTpaTa cepebpa KoHUEeHTpauunei
0,0010 H. roTOBAT BBEAEHMEM C nomMoLlblo nunetkn 50 mn ctaHgapTusoBaHHoro 0,0100 H. pacTBopa HuUTparta
cepebpa B MepHyl Konby BmecTUMOCTbi0O 500 mn. JoBOAAT pacTBOp A0 METKM 2-NpOnaHosioM, 3aKkpbiBalT U
TWwaTe/lbHO NepeMellBalT nepesopaynBaHnem. Cpok xpaHeHMs pacTBopa — 2 Mec, 3aTeM rOTOBAT HOBbIN
pacTtsop.

Hatpusa cynbdng gesatmBogHblii (VWR, Ne EM-SX0770-1).

Hatpusa cynbug neBatnBofHbiin, 1%-Hbiil pactBop. PacteBopsatoT (1,0000 + 0,0010) r cynbtuga HaTpus
8 100 mn1 BOAbI.

Tonyon unctoTtoii He meHee 99,8 % (VWR, Ne AA43061-K2). MNepea mcnonb3oBaHneM npoayBaloT aso-
ToM B TeyeHne 10— 15 mMuH.

Bopa gevoHu3npoBaHHasa Wi AUCTUNIMPOBaHHasA.

Candgetkun (Kimwipes Ex-L, VWR, Ne 21905-026).
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6 [NpoBeaeHne UCMbITaHUN

AHaNUTUK [OMKEH ObiTb O3HAKOMNEH C 06WUMKN NabopaTopHbIMK NpueMamMmu, MeTOAUKOW TUTPOBAHNSA 1
ncnonb3yembiMm 060pyfoBaHMEM.

6.1 MoarotoBKa 3/1eKTPOA0B

6.1.1 OunwalT pabouyyio NOBEPXHOCTb CepebpsAHbIX 3N1EeKTPOA0B MATKAM MOKLWUM cpeAcTBOM. [log-
rOTOBKY 3/1€KTPOA0B NPOBOAAT €XeHEBHO WU N0 Mepe Heo6X0AMMOCTH.

MpaBuibHas NOAroTOBKa 3/1eKTpoga HeobxoAuma A1 MOJSyYeHUs BOCMNPOU3BOAUMBIX U CBOBOAHbIX OT
LWYMOB KPMBbLIX TUTPOBAHUA, UMEIOLNX XOPOLIO Pa3/INynMble KOHEYHbIe TOYKU.

6.1.2 MNMpomMbIBaOT 3/1EKTPOA BOAON N BbITUPAIOT HACyx0 candeTKoii.

6.1.3 AKKypaTHO MO/IMPYIOT MOBEPXHOCTb 3/1eKTpoda CUHTETMYECKMM HeTKaHbiM abpasvBHbIM Marte-
puasnom.

6.1.4 3aTem onNATb MPOMbIBAIOT 3/IEKTPOS BOAON U BbITUPAKOT HACYX0O candeTKow.

6.1.5 MorpyxatoT 3/1eKTPOA B pacTBop, cogepxawmii 1 Ma KOHLEHTPUPOBAHHOIO rMgpoKcnga aMMoHus,
96 mn nponaHona-2 n 8 mn 1%-HOro BOAHOrO pacteopa cynbduga Hatpusa. MeaneHHO B TeyeHue NMpUMepHo
10 MUH NpW nepemMelnBaHUn f06aBAAKT U3 6lopeTkn Npnénms3nTensHo 10 mn 0,0100 H. cNMUPTOBOr0 pacTBO-
pa HuTpata cepebpa. Ha noBepxHOCTU cepebpsAHOro anekTpoga OyaeT ocaxpaTbCs TOHKMIA cnoi cynbduga
cepebpa. YganawT usnuwkn cynbuga cepebpa c anekrpoga canderkoii.

BmecTo 6l0peTkn MOXHO MCMOMb30BaTb aBTOMAaTUYECKUil TUTpaTop AN TUTPOBaHWsA He meHee 10 mn
TUTpaHTa.

Mpu TuTpoBaHnn o6pasLoB, cogepxalimnx cynbdunabl, anekTpos 6yaet nokpeiBatbcsa AgS. Ecnm nokpsbi-
TMe HayMHaeT oTc/anBaTbCs, CTAHOBUTCA HEPOBHbLIM U LLEPOXOBATLIM UMW HA KPUBbLIX TUTPOBAHUA NOAB/AIOT-
cA nomexu, Heo6xo4MMO NOBTOPUTL MOATOTOBKY 3/1EKTpOAa.

[na ypaneHns octaTkoB OT Npeblgywero TMTPOBaHUA nepes KaxAbiM McnbiTaHnem npob pekomeHay-
eTCcA NPOMbITb 3/IEKTPOS BpallaTes/ibHbIMN ABUKEHNAMU B MATKOM MOIOLEM CpeAcTBe C nocriegyrowmm npo-
MblBaHWEM BOJONM. DTO NO3BOMUT n3bexarb NOABMNEHUA MellalWwnx WYMOB Ha KPUBbIX TUTPOBAHUSA U CHU3UTL
BEPOATHOCTb MOABMEHUSA JTIOXKHBIX KOHEYHbIX TOYEK TUTPOBaHUA.

6.2 TuTpoBaHue NpoobI

MepkanTaHbl Ierko oKMcnsATCA. A58 CHUXEeHUA BO3aelicTBUS BO3ayxa Npobbl 0T6MpatoT Mo BO3MOXHO-

CTU 6bICTPO. TUTPYIOT NPO6bI cpasy Noc/ie BHECEHUS WX MUNETKOW B CTakaH C a30THOW NogyLwKoli, nponyckas
NMOTOK a3oTa Mnpu aHanmse.

6.2.1 FoTOBAT TUTpATOpP ANA paboTbl, yCTaHABAMBAOT COOTBETCTBYIOWMUIA 3N1€KTPOA W BbiGUpalT TUT-
paHT — CNUpPTOBOI pacTBOp HWTpaTa cepebpa COOTBETCTBYWOLWEN HOpMasbHOCTM (CM. Tabnuuy 1). YcTaHaB-
nuBakT paboyne napameTpbl npubopa Tak, YToObl CKOPOCTb A06aBNAEHUS TUTPaHTa CHMXasacb Npu Npuéaun-
XEHUN K KOHEYHOI TOuKe.

Ta6nmya 1— 3aBUCUMOCTb OGbEMA PEaKTMBOB, MAaCcChl MPO6bl, HOPMa/ILHOCTU TUTPaHTa OT Npefnosiaraemoii KoH-
LeHTpauMy MepKanTaHoB

MNpeanonaraemas KOHUEHTPaLWA BwmectumocTb Ob6bem PekomeHayemas HopmasbHocTb
MepKarnTaHoB, ppm S CTakaHa, M1 nponaHona-2, M1 Macca npobbl, T TUTpaHTa, H.
0,5—1,0 400 150 100 0,001
1— 100 250 100 50 0,010
100—300 250 100 10 0,010
300—500 250 100 5 0,010
6.2.2 Mepen TuTpoBaHMEM KayeCTBEHHO MPOBEPSIOT Hanuuue ceposofopofa B obpasue, pasmelias

6ymary c auetatom CBMHLA B Mapax Hag obpasuom. [l 3TOro cmauymMBakwT BOAOM nonocky 6ymaru, obpabo-
TaHHYl aueTaToM CBUHLA, U 3aKpennsiT OAUH KOHEL, NOMOCKM Ha Npobke GyTbiNW, coaepxaleli npoby, He
Aonyckass KOHTakTa 6ymarn ¢ npo6oli yrnesogopoaa, 1 BblAepXMBAKT NPUMEPHO 1 MUH.

OkpallvBaHue nosiockn Gymarn B cepebpncTo-4epHblii LBET ykasbiBaeT Ha NpuUcyTCTBUE CEPOBOAOPOAA
M 03Ha4yaeT NONOXMUTENbHbIA pe3ynbTaT. UyBCTBUTENBHOCTbL AAHHOrO MeToAa cocTaB/isieT npumepHo 1 ppm

3
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cepoBogfopofa. HekoTopble MepkanTaHbl Bbi3blBAlOT MOTEMHEHME GymarM C auetaTtoM CBMHLA [0 XeTo-Ko-
PUYHEBOrO LBETa, YTO He criefgyeT cuuTaTb MOJSIOKUTENIbHBIM Pe3y/ibTaTOM MUCMbITAHWUA Ha Haluyme CepoBO-
popoga.

Ecnv BO3HMKaKOT TPYAHOCTU OMpefesieHMs cepoBofopofa C MOMOLWbl bymarum c aueTatom CBUHLA,
MOXHO MCNO/b30BaTb AOKTOPCKY npoby no UOP 41.

6.2.3 NMomewarwT B CTakaH COOTBETCTBYHLEN BMECTUMOCTU (CM. Tabnuyy 1) pekoMmeHAYyeMblli 06beM
nponaHona-2. 3ateM f406aBNAT NPUGAN3NTENBHO 1 M/T KOHLEHTPUPOBAHHOIO TMAPOKCUAA aMMOHUS.

6.2.4 B3BewMnBaKT B 3TOM Xe CTakaHe C a30THOI NOAYLWKON anuKBOTYy nNpobbl (CM. Tabauyy 1) ¢ TOYHO-
ctbto go 0,1 mr. Cnegyet ncnonb3oBatb Tabnuuy 1 B KauecTBe pyKOBOACTBa B BblGOpe Macchl Npoobbl.

Maccy npo6bl BbiGupaloT no tabnaunue 1, ytobbl 06bEM TUTpaHTa COCTaBnA/N He MeHee 2 mn. Ecnm 06-
pasey cogepxunt 6onee 500 ppm cepsbl, BbIOMPaT Maccy Npobbl, 4OCTATOUHYHO ANS NOJyYeHUs ob6bema TUT-
paHTa 5— 10 mn.

Ecnu npo6a He pacTBopsieTca B NponaHosie-2, Ans nosiyyeHus pacteopa 406aBnsAT B cTakaH HEOO6Xo-
ANMOe KOMM4YecTBO Toslyona, NpoAyToro asoTom.

PacTBopbl C BbICOKOI KOHLEHTpauuein mepkanTaHOB M HW3KOW KOHLEHTpauuei cepoBogopoga TUTPYyT
OTAENbHO MO KaXAOoMy KOMMOHEeHTy. [Mpoby TUTPYHT, Kak ONMCaHO BbilWe, A0 KOHEYHOW TOYKM TUTPOBAHUSA
MepKanTaHOBOW cepbl, a 3aTeM nNpoby 60ableil Maccbl TUTPYHT TOIbKO A0 KOHEYHOW TOYKM TUTPOBaHUSA ce-
poBogopofa. KoHUeHTpaumio MepkanTaHOB onpefesifaioT No PasHOCTM KOHUEeHTpauuy mMepkanTaHOBOW cepbl,
NOJTyYEHHON NpU TUTPOBaHWUM A0 KOHEYHOW TOUYKM TUTPOBAHUA MepKanTaHOBOW Cepbl, M KOHLEHTpaUum cepo-
BOAOpPO/AA, MNOSIYYEHHOro NPU TUTPOBaAHUM NPo6bLI 6o/blIeli Macchl.

Ecnu oTHoweHne cynbuaHON cepbl K MepkanTaHOBOW cepe npesbiwaeT 10:1, pesynbtar no mepkan-
TaHaMm CUYMTalT Ka4yeCTBEHHbIM, Tak Kak KOHeYHasi To4yka TUTPOBaHWSA CEPOBOAOPOAA NMEPEKPbIBAET KOHEYHYHD
TOYKY TUTPOBAHUSA MepKanTaHoB.

6.2.5 MomewanT CTepXeHb MarHUTHOW Melanky B CTakaH annapata ANs TuTpoBaHusa. BeBogaT B pac-
TBOpP 3/1EKTPOA U NepemMelnBarT, NnpogyBas NOTOKOM asoTa ANA NpefoTBpalleHUs OKUCNEHNS MepKanTaHOoB.
PerynupyloT CKOpPOCTb BpalleHns mMelwanky fo obpasoBaHUa 3aBUXPEHUS, He gonyckas npu atom obpasosa-
HWS Ny3bIPpbKOB B pactBope. TUTPYIOT CNMPTOBLIM PacTBOPOM HUTpaTa cepebpa BpPYUHYIO UM aBTOMaTUYeCKu,
B 3aBNCMMOCTW OT UCNOMb3yemMoro o6opynoBaHns. ®uKCUpyT OXnaaemMble TOUKM nepernba n COOTBETCTBYH-
wue um o6bEeMbI TUTpPaHTA.

Mpn TMTpOBaHMK BPYYHY 406aBAsAT no 1 M pacTBopa HUTpaTta cepebpa, ukcupys o6bem 1 3Have-
Hne 34C nocne kaxaoro fo6aeneHns. B61m3n KOHeYHbIX TOYek f06aBnAwT no 0,1 Ma pacTBop HWTpaTa ce-
peb6pa. BbigepxuBalT pacTBOp B TEYEHUE BPEMEHU, HEOOXOAMMOTO A1 JOCTUXEHNST paBHOBECUSI CUCTEMOIA
TUTpOBaHus, 3aTeM QUKCUMPYIOT 06bEM pacTBopa HuTpaTa cepebpa u 3HaveHne 3AC. OnpenensaoT KOHEYHbIe
TOYKM TUTPOBAHUA MO MaKCUMasibHOW CKOPOCTUM U3MEHEHUS PA3HOCTU NOTEHLMANOB MO OTHOLWEHNI0 K 06beMy
[06aBNEHHOro TUTpaHTa.

padhnueckn n3obpaxalwT gaHHble TUTPOBaHMUSA B Buge 3asucumoctn 94C oT o6bema HUTpaTa cepe-
6pa. M3y4ynB KpuBYK TUTPOBAHMWSA, ONpeAensanT cepeaunHy Kaxporo nepernb6a. KoHeuHble TOYKM TUTpPOBa-
HUS MOXHO onpeaenuTb 6e3 NOCTPOeHMUs rpadurka, aHanM3nupys AaHHble TUTPOBAHUA ANS MakCUMasbHOTO
cooTHoweHus J4C Kk o6bemMy HuUTpata cepebpa (Mn). JaHHy Npoueaypy MOXET BbINOMHATb TO/IbKO ONbIT-
HbIA onepartop.

Ha pucyHke 1 npejacTaBrieHbl KpuMBble TUTPOBAHMUA, NOMyYeHHble ANA GEH3WHOB C pa3HbiM COOTHOLIe-
HMeM cepoBofoOpoOga, MepkanTaHOB U CBOGOAHON cepbl (BkAOUYasa nonucynbdugbl). Kpusasa A asnsetca npu-
MepOM TUTPOBaHUA TONbLKO cepoBogopoaa. Kpueasa B ABnseTcsa NpyMepom TUTPOBAHMS TO/IbKO MepKanTaHOB.
KpuBasa C saBnseTcsa npMMepoM TUTPOBaHMA Npobbl, cogepxalieil kak cepoBoAopos, Tak n MepkanTtaHbl. Kpu-
Bble A, B 1 C aBnA0TCA TUNUYHBIMU.

Ecnn B npobe npucyTtcTByeT cBO60AHAA cepa, OHa pearmpyeT C HEKOTOPbIM KO/IMYECTBOM MepkanTta-
HOB C 06pa3oBaHMeM nonucynbduaa, TMTPOBaAHNE KOTOPOro YCMOXHSAET paclmndpoBKy Nosy4aeMoin KpUBOIA.
KpuBas D sBnsetca npumepom TUTpOBaHuA, Korga csBobopHas cepa pearvpyeT € HEKOTOPbIM KOMMYECTBOM
MepkanTaHoB ¢ o6pa3oBaHneM nonucynbduaa, B pesynbTate HabnwgawT Tpu nepernba: Asis cepoBogoposaa,
nonucynbguaa n octaBlInxcsa MmepkantaHoB. Kpuas E saBnsieTca npumMepoM TUTPOBaHWS, Korga cBoboHas
cepa pearvpyeT C HEKOTOPbIM KO/IMYECTBOM MepKanTaHoB, o6pa3ys nonucynbdug, HoO B Nnpo6e oTcyTCTBYeT
CepoBoOpoA, U B pesynbTtarte HabnwaarT TONbKO ABa nepernba: nepsblii — Ansa nonucynsguga, a BTOpon —
ONA MepKanTaHoB.

Mpy Hanuuun gnucynbunaoB nepernbol He obpasyTcs.
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PucyHok 1 — KpuBble NMOTEHLMOMETPUYECKOrO TUTPOBAHWSI CEPOCOAEPXALLMX NMPo6 6EH3VHOB

OavH nepern6 (kpuebie A n B)

Ecnn ncnbiTaHne npobbl C auetaTom CBMHLA Ha Ha/lMyne CepoBOA0pOaa faeT NOOXKUTENbHbIA pe3ynbtaT
N Ha KPUBOW MMeeTcs TOIbKO OAMH nepern6, To B Npo6e npucyTCTBYeT TONbKO cepoBogopos (kpusas A). KoH-
LeHTpaunio ceposogopoja onpeaenstoT no pesynbrary TMTPOBaAHUSA OT Hy/1eBOro o6bema [0 TOUKM nepernoa.

Ecnu ncnbiTaHue ¢ auetaTtom CBUHUA faeT oTpuuaTebHbli pe3ynbTar, To B npobe NpucyTCTBYIOT TO/IbKO
mepkanTaHbl (kpuBas B). KoHueHTpauuio mMepkanTaHOB onpeaenstoT No pe3ynbraTty TMTPOBaHMA OT HY/1IeBOro
obbema gna Toukn neperunba.

[OBa nepernba (kpuBble C n E)

Mpu Hanuuum ABYX nepernboB M NOMOKUTENBHOTO pesyfbTara C aueTaTom CBUHUA NepBblii nepern6
COOTBETCTBYET CepoBOLOpPOAYy, BTOPO — mepkantaHam (kpueas C). KoHueHTpauuto cepoBogopofa onpege-
NAT N0 06beMy TUTpPaHTa OT HyNeBOoro o6bema A0 TOYku nepBoro nepermba. KoHueHTpauuio mepkanTaHoB
onpefenswT no o6bemy gobaBnsaeMoro TMTpaHTa OT TOUYKM NepBOro nepernba Ao TOUKM BTOPOro nepernba.

Ecnu ucnbiTaHne c auyetaTtom CBMHLA faeT oTpuuaTeslbHbIi pesynbtaT U OTCYTCTBME CepoBOAOpoAa
noaTeepxaeHo no metogy UOP 41, Touky nepBoro nepernba He yuuTbiBawoT. KOHUEHTpauui MepkanTaHoB
onpefensT No pe3ynbTarty TMTPOBaAHMA OT Hy/1ieBOoro obbema A0 TOUkM BTOporo nepernba (kpusas E).

Tpu nepernba (kpuas D)

Mpu Hanuuum Tpex nepernboB U MOJIOKUTENBHOIO pe3ynbTara UCNbITaHUA C aueTaToMm CBUHLA Touka
nepBoro nepernba xapakTepusyeT HannuvMe cepoBofopofga. Touyky BTOPOro nepern6a He yuntbiBaioT. KoOH-
LeHTpauuio MepkKanTaHoB onpefensaoT No o6bemy TUTPAHTa OT TOYKM NepBOro nepernda o TOUYKWN TPETbero
neperunba.

Ecnu ucnbiTaHne c aueTatoM CBMHLA AaeT oTpuuaTesibHbIl pesynbTaT, TO 06bIYHO TPU nepernba He Ha-
6nwogaloT. OnpegensiioT TMN cepbl, coaepxauleiica B npobe, no UOP 41 u npoBepsitoT paboTocnoco6HOCTb
ob6opyaoBaHus.

7 BbluncneHus

BbluncnsaloT MaccoBylo [0/110 CEPOBOAOPOLA M MepKanTaHOB B MnepecyeTe Ha cepy, ppm, no gopmy-
nam (1) n (2) cooTBETCTBEHHO:

Maccosas fona ceposogopoga = HO3 16AN/ 0
w

@)
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16 — MonekynsapHas mMacca cepbl, Ae/IeHHas Ha 2, — YMC/I0 peakLMOHHO-CNOCOGHbIX aTOMOB BOA4OpPOAa
B CEPOBOJOPOAE;
A — ob6bem pacTBopa HuTpata cepebpa, MCNOMb30OBAHHOIO A1 TUTPOBAHUA 4O KOHEYHOW TOYKN Cy/b-
na-MoHOB, M,
N — HOopMasibHOCTb CNMPTOBOrO pacTBopa HuUTpaTa cepebpa, MONb/A;
W — macca npo6esl, T;
32 — monekynsapHasi macca cepsbl, Ae/IeHHas Ha 1, — 4ucno peakuMoHHO-CMNOCO6HbIX aTOMOB BOAopo4a
B MepkanTaHax;
B — ob6bem pactBopa HuTpata cepebpa, MCNO/b30BAHHOIO ANsi TUTPOBAHUA A0 KOHEYHONM TOYKM Mep-
KanTaH-MOHOB, M.
MaccoBble [0/M CepoBOAOpOLa M MepKanTaHOB PEerucTpuMpyloT B NPOTOKONE C TOYHOCTbIO A0 1 ppm,
ecnu ncnonb3osanu 0,001 H. pacTBOp TUTpaHTa M 3HAYEHUSA MOMYYEHHbIX pe3ybTaToB MeHee 1 ppm. B nHom
cnyyae perucTpupyrT MaccoBble JO/IM CEPOBOAOPOAA U MepKanTaHOB C TOYHOCTbIO o 0,1 ppm.

MpumeyvaHus

1 MNpn cOMHeHuAX B BbibOpe TOUKM Nepermba pekoMeHayeTcs NpoBepuTb TUN Cepbl B Npobe € NOMOLLbI0 Bymaru,
NPOMUTaHHON aueTaToM CBMHLA, WK JOKTOPCKOW npobbl no UOP 41.

2 B npucyTCcTBMM UMaHuaa BOA0OPOAa Npu TUTPOBaHUM NOMy4aloT ABe TOUKM nepernéa, YTo MOXET NPYBECTU K OLING-
ke Npy aHanmse KpuBbIX TUTPOBaHWA. Kak npasuio, nepernd Ha KpUBOW O/15 MepkanTaHOB HabnogaeTca mexay ABYMs
neperméamun Ha KpUBOWA AN UMaHuaa.

3 HekoTopble TUTpaTOpbl C CaMONMCLaMn MOTyT MNokasbiBaTb HEGOMbLUOA nepernd, Habnojalwmiics B TeYeHne
HECKO/IbKUX CEKYH[, MOC/Ie HaYasia TUTPoBaHMA. DTO CBA3AHO C KOHAMLMOHMPOBAHMEM 3M1EKTPOA]R, U €ro He crieflyeT pac-
cMaTpuBaTh Kak TOUKy nepermba Ha KpuBOI TUTPOBaHWA ANs cepoBogopoda. [1a OT/IMYMS Takoro sIBIEHUA OT UCTUHHOWN
TOUKM nepernba NoBTOPSOT TUTPOBaHME C ABOMHbIM 06BEMOM NPO6bI. ECnin nepernbé 0THOCUTCH K CepoBOAOpOaY, TO 3Ha-
YyeHne obbema TUTpaHTa Ha KPMBOWN TUTPOBaHWA yABOUTCS.

8 lNpeun3snMoHHOCTb

MpeynsnoHHOCTbL Gbia onpegeneHa no UOP 999 Ha ocHOBaHWW AaHHbIX, MOJIYYEHHbIX C UCNOJIb30Ba-
Huem TutpaTtopa Brinkmamm Metrohm, Model 751 GPD Titrino, CHa6XXeHHOro yCTpOMCTBOM aBTOMaTU4eCcKoin
nogauv npoo.

8.1 MoOBTOPSAEMOCTb M NMPOMEXYTOYHAsA MPELN3NOHHOCTb

WNccnepoBaHns no onpefeneHnio KOHLEHTpauunm MepkantaHoB B ABYX Npo6ax npoBOAWAUCH ABYMS aHa-
nnTUkamMu B O4HOWN nabopatopuu B ABa pasHbIX AHA, N0 ABa UCMbITAHUSA Kaxaoro obpasua B 04uH feHb. O6Llee
YMCNO UCMbITAHWUIA ANA KaXAOW KOHLEHTpaLMM MepkanTaHOB cOCTaBu10 BoceMb. OAWMH aHanuTUK B 04HOW nabo-
paTtopuu NpoBesl BOCEMb MOBTOPHbIX UCMbITAHWI KaXA0N U3 ABYX NPO6 C HWU3KOW KOHUEHTpaLuueli MepkanTaHoB.
MonyyeHHas NpPeuusnoHHOCTb NpuBefeHa B Tabnuue 2. Pe3ynbTaTbl ABYX UCNbITaHWIA, MPOBOAUMbBIX OLHUM aHa-
NNTUKOM B OAUH U3 fHEN, He [O/MKHbI OT/MYaTbca 60/1ee YeM Ha 3HayYeHue A0MYyCKAeMOro pacxoXAeHus NoBTO-
psSieMOCTW MpY YPOBHE A0BEPUTE/IbHOW BepoATHOCTM 95 %. Pe3ynbTaTbl ABYX UCMbITaHWA, MPOBOAUMbBIX B OAHOW
nabopartopuun ABYMS WccrefoBaTeniiMn B pasHble OHW, He AO/DKHbI oTAnyaTbes 6osiee yeM Ha 3HaveHue gony-
CKaeMOro pacxoxfeHusa BHYTpuiabopaTopHOI NPeLn3NoHHOCTU NPV YPOBHE LOBEPUTENIbHON BEPOATHOCTM 95 %.

Tabnuua 2— MOBTOPSEMOCTb 1 NPOMEXYTOUYHAs MPELN3MOHHOCTb

B ppm
MoBTOpSiEMOCTb BHyTprnabopaTopHas NpeLmsnoHHOCTb
KoMMoHeHT Cpeppss o

KOHLieHTpaums B OVH [EHb [Jonyckaemoe B oaHow [Jonyckaemoe

AVH pacxoxgeHve naboparopum pacxoxzgeHve
MepkanTtaHsbl 5,0 0,230 1,00 0,25 0,9
MepkanTaHbl 303,0 1,400 5,40 1,70 6,7
MepkanTaHbl 0,6 0,023 0,08 — —
MepkanTaHbl 1,0 0,026 0,09 — —

[aHHble, NnpuBeAeHHble B Tabnuue 2, npeacTaBNAaoT co60il KpaTKOCPOUYHYH OLLEHKY MOBTOPAEMOCTU K
BHYTpuia6bopaTopHOi npeynsnoHHocTh. Mpu perynsapHbiX UCNbITAHUAX cneayeT UCNo/b30BaTb KOHTPO/IbHbIE

6



FOCT P 56871—2016

KapTbl U CTaH,D,apTHbIVI o6pa3eu, ana nony4vyeHua 60nee TO4YHOM OLeHKN I'IpOME)KyTOLIHOVI npeun3snoHHOCTN B
TeyeHne gNnTesibHOro BpemMmeHn.

8.2 BocnpousBognMMOCTb

B HacTosiuiee BpeMs HeA0CTaTOYHO AaHHbIX A5 YCTAHOBMEHUS BOCNPOM3BOAMMOCTI MeToAa.

9 MNpoao/HKNTENNBHOCTL aHa/In3a

MpoponxutenoHocTb aHannsa — 0,3 yaca.

10 MNpepnaraemMmble NOCTaBLUNKA

Fisher Scientific, 711 Forbes Ave., Pittsburgh, PA 15219-4785 (412—490—8300) www.fishersci.com.

Matheson Tri-Gas, 166 Keystone Drive, Montgomeryville, PA 18936 (215—641—2700)
www.mathesontrigas.com.

Metrohm USA, 6555 Pelican Creek Circle, Riverview, FL 33578 (813—316—4700) www.metrohmusa.com.

Runco Office Supply, 1655 Elmhurst Road, Elk Grove Village, IL 60007 (847—437—4300)
www.runcoonline.com.

VWR International, 1310 Goshen Parkway, West Chester, PA 19380 (610—431—1700) www.vwr.com.
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Mpunnoxexne A
(cnpaBo4HOE)

CBefeHNA 0 COOTBETCTBUM CCbIJIOYHbIX CTaHA4APTOB HaUuMOHa/lbHbIM CTaHOapTam

Ta6bnuua JA.1

O60o3HaueHve CreneHb O603HaueHne N HaMMeHOBaHNe COOTBETCTBYHOLLIErO
CCblOYHOro craHgapta UOP COOTBETCTBUSA HaLMOHasIbHOTO CTaHAapTa
*
UOP41 —
*
UOP 999 —

* COOTBETCTBYIOLLMI HALWMOHA/bHBIA CTaHAAPT OTCYTCTBYET. [0 €ro NPUHATUS PEKOMEHAYETCS UCMONb30BaThb ne-
E iy
PEBO/ Ha PYCCKUI s13bIK JAHHOTO CTaHaapTa.
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