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HAUMWOHANBbHBLIN CTAHOAPT POCCUMNCKOWN ®EQEPALMNMNU

YrMeBOAOPOAbl APOMATUYECKUE N UX CMECU

OnpepeneHuve crneaoBbIX KONMMYECTB BOAbI KYyJIOHOMETPUYECKUM
TutpoBaHuem no Kapny ®uwiepy

Aromatic hydrocarbons and their mixtures. Determination of trace quantities
of water by coulometric Karl Fischer titration

Darta BBegeHusa — 2016—01—01

1 O6nacTb NnpMMeHeHus

1.1 HacToswwmi ctaHgapT ycTaHaBnvMBaeT MeToA onpedeneHns BoAbl B apoMaTUYeCcKuX yrineBogopo-
[ax, X CMecsix, MPoOU3BOAHbIX U POACTBEHHBIX XUMNYECKNX BELLECTBAX KYTOHOMETPUYECKUM TUTPOBAHWNEM-
no Kapny ®uwepy (KF).

1.2 HacTosilimin meToa pacnpocTpaHsieTcsl Ha obpasubl ¢ cogepxaHmeM Boabl oT 10 go 400 mr/kr.

1.3 Pe3ynbTaTtbl UCMbITAHWIA MpU ONpeaeieHMn COOTBETCTBUS CoAepXaHUsl Boabl TpeboBaHusAM cne-
umdpmkaumi okpyrnsoT no ACTM E 29.

1.4 3HaveHusa B eguHunuax cuctemol CU cumTaroTca ctaHgapTHbIMKU. Pe3ynbTaTbl UCNbITAHUI cnegyeT
BblpaXkaTb B MUNNUrpaMMax Ha Kunorpamm (Mr/kr).

1.5 B HacTodwweM cTaHgapTe He NpPegycMOTPEHO pacCMOTpeHMe Bcex BOnpocoB obecneveHnsa 6e3o-
NMacHOCTU, CBSI3aHHbIX C €ro ucnosnb3oBaHueM. Nonb3oBaTenb CTaHgapTa HeCeT OTBETCTBEHHOCTb 3a obec-
neyeHne COOTBETCTBYHOLUMX Mep 6e30nmacHOCTU M OxpaHbl 300pOBbA WM onpefensieT uenecoobpasHocTb
NPYMEHEHMS 3aKOHOAATENbHbIX OrPaHUYEeHU Nepes ero ncnonb3oBaHuem. lNMogpobHoe onncaHve onacHoro
BO30ENCTBMS NpuBeaeHo B pa3gerne 8.

2 HopmaTuBHbIe CCbINKU

B HacTosiLem cTaHAapTe UCNONb30BaHbl HOPMATMBHLIE CCbINIKM HAa crieaytowme cTaHaapThl.
2.1 CtaHaapThl ACTM"

ACTM [1 1193 Cneuundmkauus Ha Bogy peaktns (ASTMD 1193, Specification for reagent water)

ACTM [] 3437 lNpaktuka ot6opa npob v obpaLleHns ¢ XUAKUMn umknudeckumm npogykramm (ASTM D
3437, Practice for sampling and handling liquid cyclic products)

ACTM [ 6809 PykoBoaCTBO MO KOHTPOSO KayecTBa M obecrneyeHmto kayectBa apoMaTUYeCcKux yrie-
BOOOPOAOB U poAcTBeHHbIX MaTepuanoB (ASTM D 6809, Guide for quality control and quality assurance
procedures for aromatic hydrocarbons and related materials)

ACTM E29 MeToauka ncnonb3oBaHWUs 3Havallmx uudp B pesynbtatax UCMNbITaHUW ANs onpeaeneHus
cootBeTcTBUSA cneundukaumam (ASTM E 29, Practice for using significant digits in test data to determine
conformance with specifications)

ACTM E203 MeTtop, onpefeneHms Bogbl C UCMOMb30BaHNEM BOMOMETPUYECKOrO TUTPOBaHUA no Kap-
ny ®duwepy (ASTM E203, Test method for water using volumetric Karl Fischer titration)

2.2 ipyrue [OKYMEHTbI

OSHA Tonoxenus, 29 3akoH o TexHuke 6esonacHoctn n rurneHe Tpyaa (CLUA), naparpadbl 1910 n
1910.1200 (OSHA Regulations, 29 CFR paragraphs 1910 and 1910.1200)2)

D YTOUHUTL CCLIAIKM Ha ctaHgaptel ACTM moxHo Ha canTe ACTM www.astm.org unu B cnyxbe noaaepxku knu-
eHTtoB ACTM: service@astm.org. B uHcopmaumoHHom Tome exerogHoro cbopHuka ctaHgapTtoB (Annual Book of ASTM
Standards) cnegyeT obpaluaTbecs K CBOAKE CTaHAapTOB eXerogHoro cbopHuka CTaHaapToB Ha CTpaHuLe canTa.

) MOXHO 03HaKOMWUTLCS! B YnpasneHun gokymeHToB [NpaButensctBeHHon Tunorpadpum CLIA, 732 H. CaHkT Ka-
nutonusa, NW, BHyTpeHHWiA noytoBbIn kod: 732 N. Capitol St.,, NW, Mail Stop: SDE, Washington, DC 20401,
http:www.access.gpo.gov.

U3paHme ocpuumanbHoe
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3 CywHocTb MeToaa

3.1 B cooTBeTCcTBMM C peakumen Kapna Puwepa Boga B3anMoaencTByeT ¢ MOOOM B NPUCYTCTBUN OU-
oKkcuaa cepbl, CIMpTa U OPraHNYECcKoro OCHOBAHWS NO YPaBHEHMIO

H,0 + I, + SO, + CH;OH + 3RN — (RNH) SO,CHs + 2 (RNH)I , )

roe RN — opraHnyeckoe ocHoBaHue.

3.2 lNpun KyNOHOMETPUYECKOM TUTPOBAHMUN UCTIBITYEMYIO NPODY BBOOAT B 3NEKTPONIUTUYECKYIO SYENKY,
B KOTOpPOW MoAd, HeobxoanMbln NS peakumm ¢ Bodow, obpasyeTcsi B pe3ynbTate aHOQHOIO OKUCIEHUS NO-
avga. Npu NpoBeaeHUn NCMbITaHUIM MO HACTOSLEMY METOAY UCMONb3YT CTaHAapTHbIE peaKkTUBbI.

4 HazHa4yeHue U NnpuMeHeHue

4.1 3HaunTenbHOE coaepXaHne BOAbl MOXET OKasblBaTb OTpuUaTENbHOE BO3AEACTBME NPU NPUMEHE-
HUKM apoMaTUYeCcKUX yrneBogopoaoB, NX CMECeN N POACTBEHHbIX COEAMHEHUN.

4.2 Bogoa MoXeT MHrMbupoBaTtb peakuun apoMaTudecKknx yrneBoaopoaoB, UX CMECen U pOACTBEHHbIX
COEAMNHEHWI, UCMOb3yeMbIX B COCTaBax U XMMUYECKNX NPOLIECCaX.

4.3 Boaa MOXET Bbl3blBaTb KOPPO3UIO 1 OKa3biBaTb BpeAHOE BO3AENCTBME B MpoLecce NpoM3BoacTBa
1 nepepaboTkn apoMaTUHECKNX YrieBogopoaoB, UX CMECEN U POACTBEHHbBIX COeQUHEHNIA.

5 NMomexu

5.1 HekoTopble coeguMHEeHUs Unn Knaccbl COEAMHEHUN MELLAKT TOYHOMY ONpeaenieHnto cogepxKxaHms
Boabl MeTogom Kapna ®uwepa (ganee —KF).K Takum coeguHeHusm oTHOCATCSA anbaerngbl, KETOHbI, CBO-
©0Hble ranoreHbl, CoOnu xenesa, CUNbHbIE OKUCIINTENW U BOCCTAHOBUTENNMN.

5.2 CBobogHble ranoreHbl MOryT OKUCNATb Moana B peaktnBax KF ¢ obpasoBaHuem wmoga, 4To npu-
BOAWT K OLUMBOYHO HU3KUM 3HAYEHMSIM CoAepXXaHNsl BOAbI.

5.33)50nee nogpobHoe obcyxaeHne nomex ans metoga KF npuBeaeHo B ACTM E203 mn gpyrux umc-
TOYHMKaxX™,

6 AnnapaTtypa
6.1 KynoHomMeTpu4ieckun TutpaTop

KynoHomeTpuyecknii TUTpaTop, COCTOALLMIA M3 OOQHOKaMEPHOW WM ABYXKAMEPHOW 3MEeKTponuTuye-
CKOW siYeliku1, ABOVHOIO MMaTUHOBOIO 9MEKTPOAA, MarHUTHOM MeLuarnku 1 6rnoka ynpaBneHus.

6.1.1 IByxKkamepHas 3neKTponuTunyeckas ssyemka

[ByxkamepHas aneKTponuTUYeckas a4yenka KyJoHOMETPUYECKOTO TUTpaTopa COCTOUT N3 repMeTUYHO-
ro cocyfa, Coaepallero aHogHoe M kaToaHoe oTaeneHus (mopuctasi katogHas sivenka). AHogHoe oTaene-
HMe 0ObIMHO COAEPXUT pacTBOP AMOKCMAA CEpbl, Moguaa M aMmuMHa B CNUMPTOBOM pacTBoputene. KatogHoe
oTAeneHne CoaepXuUT aHanorMyHble peakTuBbl, pacCUMTaHHble ANs KaTogHOro BoccTaHoeneHus. Mpu Bee-
AeHunn obpasua, cogepxallero Boay, B aHoAHOE OTAENEHNE SNEKTPONMTUYEcKast auelika reHepupyeT rnog n3
npucyTcTByloLero oanaa. Moa ctexmomeTpuyeckn pearMpyeT ¢ BOJOW, U 3aBeplUeHne peakuun onpeae-
NS0T ABOMHLIM MAATUHOBLIM MHAMKATOPHbLIM 3reKkTpoAoM. KonmyecTBo anekTpuyecTtsa, KoTopoe notpebo-
Banocb Ans obpasoBaHMs HeobOXoOAMMOro kormdecTBa noga, npeobpasyeTcss MukponpoLeccopom 6Grioka
ynpaBreHnsi B KONMYeCTBO BOAbLI B 06pasLie.

6.1.2 OgHOKamMepHas aneKTPonuTMYecKasa Asyenka

OpHokamepHas anekTponMTuyeckasl s4erika CoCTOUT M3 repMeTUYHOIO COoCyAa C aHOOHbIM W KaToA-
HbIM 3MekTpodaMu (HenmopucTasa katogHasa s4verika), ABOWHOro NNaTUHOBOMO MHOMKATOPHOrO afnekTpoa M
3anorfiHeHa peakTMBOM AN OOHOKaMEpPHOW 3reKTponutudeckon sauvenku. MNpu BBegeHun B cocyn obpasua,
cofepxallero Bofy, aNeKTponuThYeckas sueiika reHepupyeT 1o M3 npucyTcTByloLlero noguaa. Mop cre-
XMOMETPUYECKN pearvpyeT C BOAOW, 1 3aBepLUeHNe peakuun onpeaensitoT ABONHbIM NNaTUHOBbLIM UHAMKA-
TOpPHbIM 3nekTpogoM. KonmyecTBo anekTpuyecTBa, KoTopoe notpeboBanock Ans obpasoBaHMs Heobxoau-
MOro KONM4ecTBa oaa, npeobpasyeTcsi MUKponpoLeccopom Broka ynpaBrneHust B KONMYECTBO BoAbl B 06-
pasue.

6.2 lUnpuubl gns ot6opa Nnpo6

"a3oHenpoHMLUaeMble WnpuLbl BMECTUMOCTbIO 5 1 10 cm®.
6.3 CtaHgapTHbIN ra3oHENPOHNLAEMbIN LLNPUL BMECTMMOCTbLIO 10MK.
6.4 MNMpobka unu centa U3 CUITMKOHOBOW Pe3nHbl UM SKBUBArIeHTHas.

3)Mitchell, J. Jr. and Smith, D. M., Aqua me try —A treatise on Methods for the Determination of Water, Part Ill—-
The Karl Fischer Reagent, 2nded., J. Wiley and Sons, Inc., New York, NY, 1977.
2
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6.5 CywmnbHbIV WKad ¢ LMpKynaumen Bosgyxa, obecnevmBamLlmi nogaepxxaHne temnepatypbl 110
°C.

6.6 QkcmkaTop C ocyLLMTENEM.

6.7 AHanuTn4yeckue Becbl, obecrneymBatoLme B3BeLLMBaHWe ¢ To4HocTbio Ao 0,0001 r.

7 PeakTnBbl 1 MaTepuanbl

7.1 Ncnonb3yloT peakTuBbl KBanudukaumm 4. 4. a. Ecnu HeT gpyrux ykasaHumn, peakTuBbl AOSMKHbI
COOTBETCTBOBATL crneuudukaumm Komuteta aHanuTUyeckux peakTMBOB AMEPMKAHCKOrO XMMUYECKOro 006-
wecrtea®, ecnu Takve cneuuduKaLMM AOCTYMHbI. MOXHO MCMONb30BaTh peakTUBbI APYroi KBanuduKaLmm,
€CIn YCTaHOBIIEHO, YTO PeakT!B JOCTAaTOYHO BbICOKOW CTEMEHN YNCTOThI M €r0 NCMONb30BaHME He yxyaLliaeT
pes3ynbTaTtbl onpeaeneHus.

7.2 YuctoTa BoAabl
Ecnu HeT gpyrux ykasaHun, Boga AomkHa cootBeTcTBoBath Tuny Il no ACTM [ 1193.
7.3 AHOOHbIN pacTBOp

[na aByxkamepHOW 3NeKTPONUTUYECKON SSYENKU UCMNOMb3YIOT peakTuB, PEKOMEHAOBAHHbIA U3roTOBU-
Tenem TuTpaTopa.

7.4 KatogHbI pacTBOp

[ns AByxKamepHOW 3NEKTPONUTUYECKON SYENKN UCMOMNb3YIOT PEaKTNB, PEKOMEHOO0BAHHbIA U3roTOBU-
Tenem Tutpartopa.

7.5 PeakTnB gns ogHOKaMepHOW 3NeKTPONMTUYECKON AYEeMKMU

VMcnonb3yloT peakTuB, peKOMEHAOBaHHbIA M3rOTOBUTENEM TUTpaTopa.
7.6 Tonyon kBanudukauuu 4. g. a.
7.7 Ocywatowme MonekynsipHole cuta Tuna 4A, rpanynbl 4-8 meL.

7.8 OcylleHHbIN Tonyon

B CTeKMsIHHYIO BYTbINKY BMECTMMOCTbIO 1 AM® C y3KUM rOpSioM NOMeLLaloT MOMEKyIsipHble CuTa TUna
4A, rpaHynbl 4-8 mMeLl BbICOTOW CMosi NPMBNM3NTENBLHO 2 AloriMa U 3anorHaT OyThINKy TONyonom, ocTaBs-
nss MMHUManbHoe CBOBOAHOE MPOCTPAHCTBO B BEpHEW 4actu ByTbinku. BCTpaxmBaloT Tonyon ¢ Moneky-
NSpHbIMK cuTamn B ByThINKE U BblAEPXKMBAOT Neped UCNonb3oBaHNeEM 2 OHS B WKady AN nerko Bocnna-
MEHSIIOLLMXCH XUAKOCTEN UK B BbITSXXHOM LUKady.

7.9 O6pa3ubl obecneyeHus kavyectsa (QA)

O6pa3u,b| QA- apomMaTtunyeckue yrrnesonopodbl nnn CctaHoapTbl C U3BECTHbIM coepXXaHeM BOAObl.
O6pa3u,b| QA cnenyet ncnonb3oBaTtb AJ1A NPOBEPKU MPaBUIIbHOCTU nNpoBeaeHNA UCMbITaHUA B COOTBETCT-
BN C pas3gernom 11. OBecneynBaloT AOCTATOYHbINA 3anac OOHOPOAHBLIX WU CTabunbHbIX npu XpaHeHun 00-
pas3uoB QA B TeueHune npeanofiaraemMoro nepumoga ncnosib3oBaHUA.

8 NpepnocTepexeHue

8.1 Cnenyet cobniogatb npasuna 6esonacHOCTW Ans BCEX MaTepumanos, UCMOfMb3yeMbIX B HACTOS-
Lem MeToae.

9 OT60p Npo6

9.1 MNMpobkl otéupatot no ACTM [ 3437.

|_|OCKOJ'II:Ky apomartunyeckme yrnesogoponbl 06bI4YHO cogepxxat He3Ha4duTesnibHOe KONM4YeCTBO BOAbI,
cnegyeT UCKNYNTb NonagaHve BoAbl U3 NpobooTOOPHUKOB 1 aTMOCHhEepHON Briaru.

9.2 lNpw HecobnMAeHMM Mep NPeAOCTOPOXHOCTU OLIMOKa Npu onpeaeneHnn CogepxaHusa Boapl n3-3a
oT6opa Npob 06bIYHO NpeBbILLAET OLWMOKY Npouecca TUTPOBAHUSE apoMaTUYECKUX YrNeBO4OPOOB.

4)Reagent Chemicals, American chemical society specifications, American chemical society, Washington, D.C.
(Xumnueckme peaktuBbl. Cneuundpmkaumm AMepMKaHCKOro Xxummyeckoro obuiectsa, BawwuHrtoH, okpyr Konym6us).
MpennoxeHns No NPoBepKe PeakTMBOB, HE BXOOSALLMUX B CMIUCKU AMEPUKAHCKOTo Xummnyeckoro obuiectsa — cMm. Annular
Standards for laboratory chemicals, BDH Ltd., Poole, Dorset, U.K. (M1cTble 06pa3subl nabopaTopHbIX XUMUKATOB), a Tak-
xe the United States pharmacopeia and national formulary, U.S. Pharmacopeia Convention, Inc. (USPC), Rockville, MD.
(Papmakones CLUA n HaumoHanbHbIN hapMakonormyeckuin CnpaBoYvHUK).

3
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9.3 ByTbinkn gna obpasuos cywart 1-2 4 B cywmnbHoM wkady npu Temnepatype 110 °C. Cyxue Oy-
ThINIKM Cpa3sy 3aKpbIBaOT KPbILLKAMW.

9.4 3anonHaT 6yThinKky 06pa3yom Mo BO3MOXHOCTM ObICTPO, OCTaBnsAss MUHWMarbHoe cBoboaHoe
NpOCTpaHCTBO Hazg obpasuom ¢ ydeToMm Tuna obpasua. ByTbinKy cpa3sy 3akpbiBalOT KPbILKOW 1M 3aBMHYMBA-
10T.

9.5 [1na otbopa nopumm npobbl n3 OyTeinkn ans KF aHannsa Mcnonb3yloT LWNpuLbl, TWaTenbHO Bbl-
cyleHHble Mo 12.5. 3atem OyTbinNKy Cpa3sy 3akpbIBaKOT KPbILLKOW U 3aBUHYMBAIOT.

9.6 Ecnun u3 6yTtbinkn Heobxogmmo otobpaTtb Gonee ogHon nopuuun nNpobel, nnu obpasew 6yayt uc-
nonb3oBaTh AN AanbHENWero aHanmsa Ha coaepXaHue BOAbl, XenatenbHo npu otbope npobbl 3anTUTh-
NoBEPXHOCTb 0bpasua cyxum a3oTom. [pn NCNoNb30BaHNK KPLILLKN C repMETU3UPYIOLLLEN NPOKIALAKON CyXomn
a30T MOXHO BBECTW BTOPbIM LUNPULEM OOHOBPEMEHHO C OTOOPOM MOpLUUK NPobbI LUNPpULLEM.

10 MNMpoBepkKa TOYHOCTU Npubopa

10.1 KynoHomeTpuyeckne TUTpaTtopbl HE UMEKT TUTPaHTa, KOTOPbIN AOMKEH ObiTb CTaHOAPTU3MPO-
BaH, T. K. 10 reHepupyeTcsa CTEXMOMETPUYECKN B NpoLiecce TuTpoBaHus. [pn aToM pekoMmeHayeTcsa npose-
pATb TOYHOCTb Npubopa, aHanuaupys:

a) AOCTYMNHbIN CTaHAAapTHBIN pacTBOP peakTuBa AMs NPOBEPKN TOYHOCTU onpeaeneHunsi, CoaepXallnin
N3BECTHOE KONMMYECTBO PACTBOPEHHOM BOAbI B COOTBETCTBYIOLLIEM pacTBOPUTENE;

b) n3BecTHoe KoNM4YeCcTBO peakTBa ANCTUNNMPOBaHHas Boaa.

10.2 CTtaHpgapTHbIN pacTBOp

AHanusnpyloT U3BECTHbIN 0GBbeM UM Maccy CTaHOapTHOrO pacTBopa WM CpaBHMBAIOT MOSyYeHHoe
3HayeHWe KonmnyecTBa BoAdbl C CEPTUMMLMPOBAHHLIM 3HAYEHMEM, YKa3aHHbIM n3rotoButenem. OTKNOHEHWE
OT CEePTUPULNPOBAHHOIO 3HAYEHUSI AOMMKHO ObITb He Gonee 65%.

10.3 PeakTuB guctunnupoBaHHasa Boaa

Mcnone3ytoT wnpuy, BMectumocTbio 10 Mkn ansa ToyHoro BeeaeHus 3,0 Mk BOAbI B SSMEVKY ANs TUT-
poBaHus. [locne OKOHYaHUS TUTPOBAHMSA 3HAYEHME pes3ynbTaTa Ha aHanu3aTope AO0MKHO 6biTb 3000 MKr
(3,0 mr) H,O.OTknNoHeHMe OT TOYHOrO 3HaYeHns AOMkHO BbiTb He Bonee 65%.

11 NMoaroToBKa annapaTtypbl

11.1 KonnyecTBo peakTUBOB ANsl KYNTOHOMETPUYECKOrO TUTPOBaHUS!, peKOMeHayeMbIX Ansi gobaene-
HUS B 3MEKTPONTMTUYECKYHD SSYENKy TUTpaTopa, OObIYHO OCTAaTOYHO AN B3aMMOAENCTBUS NPUONN3NTENLHO
¢ 200-500 mr Boabl. PeakTvBbl 3aMEHSIOT MO Mepe UX PacXxO4oBaHMUS.

11.2 PeakTuBbl ANst KYyTOHOMETPUYECKOrO TUTPOBAHUSA TMIPOCKOMUYHBI M ANs NpeaoTBpaLleHns no-
rnoLleHns aTMocepHOn Bnaru nx criefyeTt XpaHuTb B NMIIOTHO 3aKPbITbIX KOHTENHEpPaX.

11.3 lMockonbKky TUTpaTOp aBTOMAaTUYECKN reHepupyeT MOA, PeakuMOHHbIA COocyn crneayeT XpaHuTb
©e3 Boabl, MPM 3TOM AYENKN OO0SMKHbI ObITb FEPMETUYHO 3aKpbIThl ANA NPeAOoTBPALLEHUSA NONagaHnsa B HUX
aTMocdepHon Bnaru, kotopasi 6yaeTt CHkaTb Cpok crnyxbbl peakTuaa.

11.4 O6wumin obbeM pacTBopa, BkNovasi 06bem Npobbl, B aHOAHOM OTAENEHUN SMEKTPONIUTUYECKON
A4elrikn ons TUTpoBaHUA MoxeT BnuaTb Ha KF peakuuto. Kak npaBuno, obwmii o6bem npodbl, BBOAUMOW B
aHogHoe oTAeNeHne 3NEeKTPONMMTUYECKON AYEerKN, He OoIKeH npeBbiwaTtb 50% nepBoHavanbHoro obbema
peakTnBa. Ecnu peakTtnBbl CTaHOBATCA M3nuHe pa3baBneHHbIMW, OHM MOTYT OKa3blBaTb HEraTMBHOE BO3-
OENCTBME Ha CTEXMOMETPUIO N CKOpocTb peakuun KF. OTOT chakT cnegye yuntbiBaTb U NPUHMMAaTb BO BHU-
MaHue nNpu ncnonb3oBaHnn Npob 6onbLnX 06BEMOB.

11.5 O6cnyxmBatoT NpMbop B COOTBETCTBUN C PEKOMEHAALMAMUN N3rOTOBUTENS.

12 NMpoBeneHne ncnbiTaHUN

12.1 HacTtpanBaloT KynoHOMETPUYECKUI TUTPaTop B COOTBETCTBUW C MHCTPYKUMEN U3rOTOBUTENS Y
[00aBNsOT COOTBETCTBYHOLLLEE KONMYECTBO PEAKTMBOB.

12.2 PacTBopbl 4ns sideek 0o BBeAeHUSA obpasua AomkHbl ObiTe 6e3B0aHbIMU. CneayoT MHCTPYKLMAM
N3roTOBUTENS MO CYLUKE AYENKN A5 TUTPOBaHUS.

12.3 O6bem npobbl apomMaTUYECKOro COeAMHEHMNS, BBOOMMbIV B AYEWNKY A5 TUTPOBAHMUSA, 3aBUCUT OT
KonunyecTtBa BoAbl B obpasue. B Tabnuue 1 npmeBegeHbl pekomeHayeMble 06beMbl NPOOLIB 3aBUCUMOCTM OT
npegnonaraeMmoro cogepxaHus Bogbl. MOXXHO ucnonb3oBaTb gpyrne o6bembl Npobbl NpU yCrioBun, 4To pe-
3ynbTaTbl aHanM3a COOTBETCTBYIOT KpUTEPUSAM KayecTBa MeToaa.
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Tabnwuuya 1-PekomeHagyembii 06bemM Npobbl B 3aBUCMMOCTU OT OXMAAEMOW KOHLEHTpaLuy Bogbl

O6bem nNpobbl, cm® Oxuaaemas KOHUEeHTpauusa Boabl, Mr/Kr
1,50 0-20
1,00 24 — 400

12.4 lMpn Heob6x04MMOCTMN NOBTOPHOIO aHanm3a Heckonbkux Npob oaHoro obpasua cnepyer onpeae-
nnTb BMECTMMOCTb LLNPULA, KOTopbIn ByaeT cogepxaTb He0bXxoanMbIi 06beM BBOAMMOW NpOoObl, YMHOXEH-
HbI Ha KONMU4YeCTBO MOBTOPHbLIX aHanu3oB obpasua, nnwoc 0,5 cm’. Ona gpyroro konmMyectsa MOBTOPHbIX
aHanu3oB M pa3MepoB NPOObI BbIMOMHSAIOT aHanornyHble BbluucneHus. B Tabnuue 2 npuBegeH npumep on-
pefeneHns BMECTMMOCTM Wnpuua Ans BBeAeHUs npobpasHoro obbema npu 4Yucrne NoBTOPHbLIX aHanu3oB
paBHOM TPEM.

Tabnwuuya 2-OnpegeneHne BMECTUMOCTH LUNpULA

O6bem nNpobbl, oM’ KonunyecTBo NOBTOPHbIX UC- O6wun oobvem + 0,5 om® BmectumocTb Wwnpu-
nbiTaHUi ua, cm
1,0 3 3,5 5
1,5 3 5,0 5
2,0 3 6,5 10
5,0 3 15,5 20

12.5 ['0TOBAT ra3oHeNPOHMLAEMbIN LWNPULL AN UHBbEKUMI ogHUM 13 cnocobos no 12.5.1-12.5.3.

12.5.1 lNpombIBaOT ra3oHenpoHMLaeMbl LUNPUL, He MeHee 5 pas BbICYLLIEHHbIM TONyonom (cMm. 7.8).

12.5.2 Wnpuy ans otbopa npob TwaTensHO ovnwatoT u cywat npu Temnepatype 110 °C B cywimnb-
HOM Wwkady. [1o ncnonb3oBaHMS WNPUL, XPaHAT B KCUMKaTOpe.

12.5.3 MoXHO ucnonb3oBaTb Apyrve cnocobbl NOArOTOBKU LUNPULIA, €CIN OHU COOTBETCTBYIOT KpUTE-
puvsiM KayecTBa MeToAaa.

12.6 3anonHsoT wnpuy, o obbema, HeobxoaMMOro Ans BCEro KonmyecTBa NOBTOPHbIX aHanM3oB, B
cooTBeTCTBMU C 12.4 1 Tabnuuen 2. CobnogatoT OCTOPOXHOCTb NPW 3aMOfNIHEHUM LINpULUA, MEeOSIeHHO Bbl-
ABUratoT nopLueHb, NpegoTepallas B3banTbiBaHWe 1 nepemeLuBaHne npobbl C BO3AYXOM BHYTPY LUMNUHAPA
wnpuua. BelTecHaloT U3 Wwnpyua AoCcTaToMHOE KONMYecTBO Npobbl Ans yaaneHus nysbipbKoB BO34yxa, OC-
TaBLUMXCA B Urfne wnpuua.

12.7 3akpbiBaloT Urny Lwnpuua gng NnpeaoTBpalleHnss UCNapeHnst UM yTeukn npy B3BeLUMBAHUN Ky-
COYKOM CUITMKOHOBOW MMAACTUHKMW.

12.8 B3BelumnBaloT 3anofHEHHbIN WNPUL, Ha aHanMTUYeCcKnX Becax ¢ TouHocTbio 4o 0,0010 r.

12.9 [oTOBAT TMTPATOP ANA aHanu3a u Beoda Npobbl B COOTBETCTBUM C MHCTPYKLUMEN U3rOTOBUTENS.

12.10 YpansawoT wnpuy ¢ BECOB, CHUMAIOT 3aLLUMTHYIO CUIMKOHOBYH NNACTUHKY WU BCTaBMSAT Uy
wnpuua B S4enKy Ans TUTpoBaHusa Yepesd membpaHy Takum obpa3om, 4ToObl pacCTOsHNE KOHYMKA UMbl OT
NMOBEPXHOCTM aHOOHOrO pacTBopa B sYeike ANns TUTPOBaHUSA COCTaBMANo npubnuantensHo 3 mm (1/8 aton-
Ma). MeaneHHo BBoasaT ob6bem Npobbl, onpeaeneHHbi No 12.3, He kacasiCb Mo NOBEPXHOCTU aHOOHOrO
pacTteopa. [oka WwnpuL, ocTaeTcs BHYTPU SYEkK, cnerka BoblABUralT MopLUeHb, YTOObl BTAHYTb Kanso npo-
Obl C KOHYMKa UMbl 06PATHO B UMY W YAANSAOT WNPULL U3 SYENKK.

12.11 BosBpallaoT 3alnTHY0 CUNIMKOHOBYIO MMAaCcTUHKY Ha Urny 1 B3BelmBatloT wnpuy. Konnyectso
obpasua, BBeAeHHOE B AYeliKy AN TUTPOBaHMSA, PaBHO pPa3HOCTM Macc MeXxay nepBbiM U BTOPbIM B3BeLUU-
BaHUSMMW.

12.12 BBogdaT 3HayeHne macchbl obpasua B nporpaMmmy TutpaTopa.

12.13 MNpoBogdaT npoueaypbl No 12.8-12.12 ans Bcex NOBTOPHbIX aHanNu30B cornacHo 12.4.

MpumevaHnune 1 - Konudectso haktndeckmnx npouenyp, BbiNONHAEMbIX NMpU npoBeaeHUn aHanun3a, 3aBu-
CUT OT MapKu U Moaenun ncnonb3yemMoro Tutpartopa. B GonblnHcTBE cny4vaesn Tpe6yeTc;| HaXaTb Ha KnaBuwly «CTtapT
TUTPOBAHUA» UINN «3aNyCK» Ha np|/|6ope A0 1Unn nocne eBeaeHnsA o6pa3u,a.

12.14 Tlocne 3aBepLUeHWNs TUTPOBAHMSA KOMWYECTBO BOAbl, U3MEpPeHHoe B npobe (MKr unm mr
H,0),0Tobpasutca Ha gucnnee npubopa. BonbWMHCTBO NpMBOOPOB BbIMUCNAET cogepXaHue Bogbl B ppm
unun B NpoueHTax, ecnun macca obpasua 6bina BBeAeHa ¢ naHenu ynpasneHus npubopa unm B NporpaMMHoe
obecneyeHve.
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13 BbluncneHums
13.1 BeiumcnaoT cogepxaHue Boasl B npobe no dopmyne
mr/kr H,O =(W/M) K, (2)

roe  W-onpegeneHHoe konuvectBo H,O, MKkr;
M-macca BBegeHHOWM npobbl, I, B3BELLEHHas ¢ TOYHOCTbo Ao 0,001T;
K—koadhpumumeHT nepecyeta, pasHbin1000 r/kr, geneHHomy Ha1000 mkr/mr.

14 MNMpeun3noHHOCTb U CMeLLeHne
14.1 NMpeun3noHHOCTb

MpomexyTouHasa (BHYTpy nabopaTopHasi) NpeLm3noHHOCTb NonydeHa no pesynbTatam aHanuaa OByX
obpasuos no 10 pas kaxabli N0 COKpaLLeHHOM nporpamme. MNonydyeHHble 3Ha4YeHUs MOBTOPSIEMOCTU NpuBe-
JeHbl B Tabnuue 3.

Tabnwuuya 3-TloBTopsemMocTb

CpeaHeapudmeTuyeckoe 3HavyeHue cogepxaHue Boapl, Mr/kr lMoBTOpsieMoCTb, Mr/Kr
9,9 1,1
383 36

14.2 NMoBTOPSAEMOCTDL

lMoBTOPAEmMoCcTb MeTOAa NpmBedeHa B Tabnuue 3.

14.3 BocnponsBogumMocTb

BocnpoussogumocTe MeToga He ycTaHOBNEHaA.

15 PekomeHaaumm no obecnevyeHUro KayecTtea

15.1 Ons o6ecneyeHnst kayecTBa pe3ynbTaToB UCMbITAHWUIA NO HACTOSILLIEMY METOAY OnepaTopy peko-
MeHAyeTCcs BbibpaTh 1 BbIMOMHATL cooTBeTCTBYIOWME npoueaypbl (QA/QC)no ACTM [ 6809.
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MpunoxeHune X1
(cnpaBoyHoe)

KOHTpOH b Ka4yecTBa

X1.1 3cpdhekTnBHOCTL paboThl Npubopa Unn Npoueaypbl UCMbITaHNS NOATBEPXAA0 THA OCHOBaHWM aHanunsa ob-
pasua koHTpons kavectea (QC).

X1.2 MNepepn npoBeAeHNEM KOHTPOISA npoLecca N3MepeHnii Nonb3oBaTento HaCTOALWEro MeToAa UCMbITaHU
cnepyeT onpeaenvTb cpeaHeapudmMeTUdeckoe 3HaveHne 1 npegensl KOHTpons kadectsa obpasua QC no ACTM [1 6809
n ACTM MNL 7°.

X1.3 3anucbiBaloT pesynbTaTbl KOHTPOMS KaYecTBa U aHanu3a KOHTPOSbHbIX KapT UM ApYrMxX CTaTUCTUYECKU IK-
BMBANeHTHbIX METOAOB AMNsi YCTAHOBMEHWS CTAaTUCTMYECKOro ctaTyca KOHTpons npouecca ucnbitaHusa (cm. ACTM [
6809 1 ACTM MNL 7). Mpu nony4eHnn 3Ha4eHUi, BbIXOOALLMX 3@ NpeAerbl KOHTPOSbHBIX, CNeayeT YCTaHOBUTb NPUYn-
Hy. Pe3ynbTaTbl 3TOro uccrnegoBaHus MOryT, HO He 06a3aTenbHO, NPMBECTU K He0BX0AMMOCTM KanMbpoBku npubopa.

X1.4 Tpwn OTCYyTCTBUM B METOAE MCMbITaHUS YeTKMX TpeboBaHui Kk yactoTe mcnbitTaHns QC oHa 3aBUCUT OT Kpu-
TUYHOCTM KayecTBa U3MepeHun, CTabnnbHOCTK Npouecca UcnbiTaHnsa n TpeboBaHMin 3akasynka.

Kak npasuno, obpasey QC aHanu3unpyloT exeaHeBHO C NMpoBeAeHMeM TeKyLMX UCnbiTaHuin obpasuos. YacTtoTty
aHanu3a obpasuos QC yBenuumBaloT Npu perynspHoM aHanuse 6onbLioro Konmyectsa Tekywmx obpasuos. YacToty
ucnbitTaHnsg QC MOXHO CHU3WUTb, €CNN JoKa3aHa CTabunbHOCTb pe3ynbTaToB MchbiTaHun. [Mpu obGecneyeHnn kavectsa
pe3ynbTaToB MCMbITaHWN NPeLM3MOHHOCTL aHanunsa obpasua QC gomkHa COOTBETCTBOBATb MPELM3MOHHOCTM HACTOS-
LLlero MeToaa UCMbITaHUN.

X1.5 PekomeHayeTcsi, N0 BO3MOXHOCTU, Y4TOObI TUN perynspHo ucnonb3yemoro obpasua QC, 6bin npeacrasu-
TENbHbIM MO OTHOLLUEHWIO K PerynspHo aHanuavpyemomy martepwuany. CnegyeT obecneunTb HanmuMe HeobGXoaMMoro
konunyecTtBa obpasua QC Ha Bpems ucnonb3oBaHusa metoga. Obpasey QC gomkeH GbITb OAHOPOAHBIM U CTABUMNBHBIM
npu xpaHeHun. bonee nogpobHas uHpopMauns nNo ucnonb3osaHunio obpasuos QC 1 MeTogam NOCTPOeHUs rpadmKoB
npveegeHa 8 ACTM 1 6809 n ACTM MNL 7.

S)PyKOBO/J,CTBO no NpeacTaBneHnIo pesynbTaToB aHanm3a gaHHbIX C UCMNOMNb30BaHMEM KOHTPOIbHbIX kKapT. ASTM
MNL 7, 6th ed., moxHononyunteB ASTM International Headquarters.
7
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Mpunoxenne OA
(cnpaBoyHoe)

CBeAeHUsA 0 COOTBETCTBUM CCbINOYHbIX cTaHaapToB ACTM
HauuoHanbHbIM cTaHAapTam Poccuiickon ®egepauun (M [EeNCTBYHOLUM
B 3TOM KauyecTBe MeXrocyaapcTBeHHbIM CTaHAapTam)

Tao6nwunua A1

O603HaYeHne CCbINOYHOro CreneHb COOTBETCTBMA O6o3HayeHne 1 HaMMeHOBaHne COOTBETCT-
ctaHgapta ACTM BYIOLLIErO HaLMOHarIbHOIO cTaHaapTa
ACTM 1 1193—06(2011) - *
ACTM [ 3437—11 - *
ACTM [ 6809—02(2012) - *
ACTM E 29—13 - *
ACTM E 203—08 - *

*COOTBETCTBYOLWNIA HALMOHaNbHbIA CTaHAapT oTcyTcTByeT. [l1o ero yrBepxaeHus pekoMeHayeTcs UCnonbL30BaTh
nepeBof Ha pycckuii A3blk AaHHoro ctaHgapta ACTM. MNepesop gaHHoro ctaHgapta ACTM HaxoauTcsa B PefepansHoM
MHPOpMaLMOHHOM POHAE TEXHUYECKUX PErNTaMeHTOB U CTaH4apToB.
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