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Mpepucnosune

1 MNOArOTOBNEH ®depepanbHbIM rocygapCTBEHHbIM YHUTApPHBIM NpeanpusaTreM «Bcepoccuiickuii Ha-
YUYHO-MCCNefoBaTeNbCKUn MHCTUTYT cTaHA4apTu3auun matepunanos n TexHonornin» (eryrn «BHUMN CMT») Ha
OocHOBe COOCTBEHHOrO NepeBofa Ha PYCcCKuUii i3blK aHINOA3bIYHOW Bepcun cTaHaapTa, ykasaHHoro B nyHkTe 4

2 BHECEH TexHuuyeckum KoMuTeTom Mo cTaHgaptm3aumm TK 160 «Mpoaykuma HedhTEXMMNYECKOro KOM-
naekca»

3 YTBEPX/EH 1 BBEJEH B JENCTBWE Mpukasom ®eaepansHOro areHTCTBa No TeXHMYECKOMy pe-
rynuposaHuio n metposiorun ot 10 dpeBpans 2015 . Np67-cr

4 HacTosAwwmii cTaHaapT naeHtnyeH ctaHgapty ACTM E 1064—12 «CTaHAapTHbI MeTos onpeaeneHus
BO/bl B OPraHnyeckux XXnMAKoCcTAaX KyJIOHOMEeTpU4eckum TutposaHmem no Kapny duwepy» (ASTM E 1064— 12
«Standard test method for water in organic liquids by coulometric Karl Fischer titration», IDT).

HavmeHoBaHWe HacTosLero ctaHgapTa U3MmeHeHo OTHOCUTENIbHO HaVlMeHOBaHUA yKkasaHHOro ctaHgap-
Ta Ans npusefeHus B cootsetcTBue ¢ FOCT P 1.5—2012 (nyHkT 3.5).

Mpy NpMMeHeHnn HaCcTosALWEero cTaHaapTa PEKOMeHAYeTCA UCMo/b30BaTb BMECTO CChI/IOYHbIX CTaHgap-
TOB COOTBETCTBYIOLLME UM HaLMOHa/IbHble CTaHAAPThl M MEXrocyAapCTBeHHble cTaH4apTbl, CBEAEHUA O KOTO-
pbIX NpYBeAeHb! B AOMOMHUTENILHOM NpUioxeHun JA

5 BBEJEH BMNEPBbIE

6 MEPEN3OAHWNE. CeHTsibpb 2019 T.

MpaBuna NpYMeHEeHNs HACTOSALLEr0 cCTaHAapTa YyCTaHoB/EHbl B cTaTbe 26 ®efepasbHOr0 3aKkoHa
oT 29 uioHA 2015 r. Ne 162-9®3 «O cTaHgapTusauum B Poccuiickoih ®epepauun». MiHdopmauns 06 uns-
MEHeHUAX K HacTosweMy cTaHgapTy ny6nkyeTca B eXerogHom (no cocTOosHMI0 Ha 1aHBaps TekyLwero
roga) UHOPMaLMOHHOM yKasaTesne «HauuoHaslbHble CTaHAapThi», a 0hULMabHbIA TEKCT U3MEHEHWI
M NoMpaBOK — B eXeMeCAYHOM MHCOpPMaLMOHHOM yKasaTene «HauuoHanbHble cTaHgapThi». B cnyvae
nepecMoTpa (3amMeHbl) UM OTMEHbl HACTOALWEro CTaHdapTa CooOTBeTCTBYHLLEee yBeAoMIeHe bygeT
ony6/MKOBaHO B GAMXKAMLLEM BbIMYCKE €XeMeCcsYHOro MHGOPMAaLMOHHOIO ykasaTens «HauuoHanbHble
cTaHgapTbi». CooTBeTCTBYyWAasa nHpopmauns, yBeJoMNEHE N TEKCThl pasMeLLalnTCca Takke B UH-
hopMaLMOHHON cucTemMe 06LLero Nosb3oBaHnsa — Ha ouumanbiioM caliTe defepasbHOro areHTcTBa no
TEeXHUYECKOMY PeryIMpoBaHnio U MeTPoorMn B ceTu MIHTepHeT (www.gost.ru)

© CraHgapTvHdopM. odhopmieHne. 2015. 2019

HacToswuii cTaHAapT He MOXEeT GbITb MOMIHOCTLIO WU YACTUYHO BOCNPOU3BEEH, TMPaXUPOBaH U pac-
MPOCTPaHEH B Ka4YeCTBe 0hMLMaIbHOTO N3aaHus 6e3 paspelleHnst defepanbHOro areHTCTBa No TeXHUYEeCcKo-
My perysiMpoBaHuio 1 MeTposiorum
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HAUWOHANBbHBLIN CTAHOAPT POCCUWNCKOWN OSGEALEPALUMN

XNOKOCTU OPTAHNYECKUE
OnpepeneHue BoAbl KYJTOHOMOTPUYECKUM TUTpOBaHMeM no Kapny ®uwepy

Organic liquids.
Determination of water by coulometric Karl Fischer titration

[ata BBegeHus — 2016—01—01

1 06nacTb NpUMeEHeHus

11 HacTtosAwuin cTaHAapT ycTaHaBiMBaeT MeToA onpegeneHus Bogpl ot 0 % macc, go 2.0 % macc,
B OO/BbIUMHCTBE XUAKNX OPraHNYecknx XUMUYECKUX MPOAYKTOB aBTOMATUYECKUM Ky/IOHOMETPUYECKUM
TUTPOBAHWEM C UCMONb30BaHNEM peakTvuBa Kapna ®uwepa. HacToswmii ctaHgapT He pacnpocTpaHsieTcs Ha
CXWXEHHble yrneBofopoaHble rasbl (CYI), nponaH, 6yTaH, CXWXEHHbI npupoaHsblii ras (CMr) n . 4.

1.2 3HaueHua B egmHnuax CA cuntaiotca ctaHAapTHbIMK.

1.3 MogpobHasa nHdopMauus 0 TOKCUYHOCTK, Npasuiax obpalleHns n TexHuke 6e30nacHoOCTu, oKasa-
HWX NepBOi NOMOLLY NpYBeAeHa B nacnoptax 6e30nacHOCTV Ha MaTepuarib.

1.4 B HacToALWEM CTaHfapTe He NpefyCMOTPEHO pacCMOTPEHNE BCeX BONPOCOB obecneyeHmns 6esonac-
HOCTU. CBSA3@HHbIX C €ro ucnosib3osaHneM. Monb3osBaTesib CTaHapTa HeceT OTBETCTBEHHOCTb 3a 06ecneyeHne
COOTBETCTBYIOLMX Mep 6e30nMacHOCT 1 OXpaHbl 3[0POBbS W onpegenseT LenecoobpasHoCcTb NPUMeEHeHUs
3aKoHoJaTe IbHbIX OrpaHNyeHnin nepej ero ncnonb3osaHuem. MoapobHoe onucaHne onacHoro BO3AencTens
npueefeHo B pasgene 8.

2 HopMaTWBHbIE CCbIJIKM
B HacTosLlleM CTaHAapTe UCNO/Ib30BaHbl HOPMaTMBHbIE CCbIJIKM Ha cneayrwuine ctaHaapTbl:

2.1 CtaHpgaptel ACTMI*

ASTM D 1193. Specification for reagent water (ACTM [ 1193 Cneuudrkaumsa Ha peakTus BOAY)

ASTM D 4672, Test method for polyurethane raw materials: determination of water content of polyols
(ACTM [ 4672 MeTopg vcnbiTaHW CbipbsA AN NOAMYpeTaHOBbIX MaTepuanoB. OnpegeneHve cogepXaHus
BOZbl B Nonvonax)

ASTM E 1802, Practice for determining the precision of ASTM methods for analysis and testing of in-
dustrial and specialty chemicals (ACTM E 180 lNpakTuka onpefeneHvs npeun3MoHHOCT METOA0B aHam3a un
ucnbitaHnii ACTM NpOMbILWIEHHbIX NPOAYKTOB U NPOAYKTOB TOHKOrO OPraHNYeckoro cUHTe3a)

ASTM E 203, Test method for water using volumetric Karl Fischer titration (ACTM E 203 MeTtog,
onpegesnieHns BoAbl C UCMO/Ib30BaHNEM BOSTIOMETPUYECKOro TUTpoBaHus no Kapny duwepy)

3 CyuwHoCcTb MeToha

3.1 Mertog onpegeneHns BoAbl MO HACTOAWEMY CTaHAapTy OCHOBaH Ha peakuun Kapna duwe-
pa — BOCCTaHOB/IEHUW OAa AMOKCUMAOM Cepbl B MPUCYTCTBMU BOAbl C 06pasoBaHMEM TPMOKCMAA Cepbl U

11YTOUYHNTB CCbINKM Ha cTaHgapTbl ACTM mMoxHO Ha caiite ACTM www.astm.org unu B cyx6e noaaepXkn Kiu-
eHToB ACTM: service@astm.org. B uHcopmaLmoHHoM Tome exerogHoro c6opHuka ctaHgaptoB (Annual Book of ASTM
Standards) cnefyeT o6paliaTtbCcs K CBOJKE CTaHAaPTOB €XerogHoro c60pHMKa cTaHAapToB Ha CTpaHuLe canTa.

OTMeHeH B 2009 .

M3paHue oduymansHoe
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MoAMCTO-BOLOPOAHON KNCOTLI. Peakuns CTaHOBUTCS! KOSIMYECTBEHHOM TO/IbKO B NPUCYTCTBUU NUpUANHA Uin
OpYyroro opraHMyeckoro OCHOBaHWS U MeTaHofna unu apyroro cnupta. B otnuume ot peaktusoB Kapna du-
Lwepa A/ BOMIIOMETPUYECKOr0 TUTPOBaHUS, CoOAepXalnx noa, B MeTofe Ky/TOHOMETPUYECKOrO TUTPOBaHNS
o reHepupyeTcst 3/1EKTPONIMTUYECKN. B cOOTBETCTBUM C 3aKoHOM Papases 1 mr Bogbl reHepupyeT 10.71 Kn
anekTpuyeckoro Toka.

4 Ha3HayeHue U NpUMeHeHune

4.1 KynoHomeTpuueckuii MeTof, NCNonb3yloT ANS onpeAeneHns HU3KUX KOHLeHTpaumnii Bogbl B opraHu-
YeCKUX XNAKOCTAX, KOTopble AatoT Hebo bLUMe TUTPbI NPY BOJIOMETPUYECKOM TUTpOoBaHun no Kapny duwepy
(nanee — KF). Mpeum3noHHOCTb Ky/IOHOMETPUYECKOTO MeTofa TUTPOBaHWA yXyAlaeTcs npu coaepXaHuu
BO/bl, 3HAUNTENIbHO MNpeBblwatlwem 2.0 %, ns-3a TpygHOCTel B M3MepeHun Hebosbloro obbema npobbl.
HacTtosawwii metoa ucnbitTaHns npegnonaraet 100 % KM/ ncnonb3oBaHns anekTpuyecTsa npyu obpasoBaHumv
opa. MpegycmaTpuBaeTcs npoBepka ahhekTMBHOCTM MeToga (cM. Tabnuuy 1 v npuMeyaHme 6).

Ta6nunya 1— OnpegeneHne o6bema Npoo6bI

Mpeanonaraemoe cofepxaHne Bogpl O6bem npobbl, cM3
OT 0 fo 500 Mr/Kr BKAtOY. 5
CB. 500 go 1000 Mr/Kr BK/tOM. 2
CB. 1000 go 2000 mr/kr BK/tOY. 1
OT 0.2 % macc, go 0.5 % macc, Bk/tou. 0.5
Cs. 0.5 % macc, g0 2.0 % macc, BK/OY. 0.1

5 Mewatwwume akTopsbl

5.1 OnpefenieHnto BoAbl KyJIOHOMETPUYECKUM METOLOM MeLlaloT Takne Xe BellecTsa, Kak v npu Bo-
NoMeTpuyeckom TuTposaHun no Kapny duwepy. B paboTel) nogpo6bHO pacCMOTPEHbI BelecTsa, MellatoLne
TUTpoBaHUo No Kapny duuepy.

5.2 BACTM E 203 np1BOAgeH NepeyeHb OpraHnyeckux CoeAVHEHN, cofep)XaHne BoAbl B KOTOPbIX MOX-
HO onpefenuTb HenocpeAcTBEHHO, a Takke MepeyeHb COeAVHEHWIA, cofepxaHne BoAbl B KOTOPbIX MOXHO
onpeaenvTb TOIbKO MOC/e NPOBEAEHUS COOTBETCTBYIOLUX XUMUYECKNX peakuuii, yCTpaHALWNX BAUSHNE Me-
LIAOLLNX COEANHEHWNA.

6 AnnapaTypa

6.1 ABTOMaTM4yeckuii Tutpatop2l

ABTOMaTMYECKW TUTPATOP COCTOMT K13 6/10Ka yNpaB/ieHus, S4eiku na TMTPoBaHWS, YyBCTBUTE/IbHOIO
[BOINHOr0 NNaTMHOBOTIO 3N1EKTPOAA, reHepaTopa B c6ope 1 MarHUTHol Melwanku. MNprbop npegHasHayveH ans
Ky/TOHOMETpPUYECKOro reHeprpoBaHus iofa, KOTopblicTeEXMOMETpUYECKMpearnpyeTcBo0i. NpUCyTCTBYOLLE
B pacTBope npobbl. KonnmyecTso KyOHOB 3/1eKTpMYeCcTBa, KOTopoe NoTpeboBanock A5 reHepupoBaHuns noga,
3aTtem npeobpasyeTcsa B KOIMYECTBO BOAbI B MMKpOrpammax, KOTOpoe BbIBOAMTCA Ha AUCTEeN.

6.2 LWnpuy BMeCTUMOCTbI 50 CM3, OCHALLEHHbI UMI0N A5 NOAKOXHbIX MHBbeKUWI AnnHoi 115 MM ans
yAaneHns n3bbiTka pactBopa U3 kamepbl TUTPOBaHUS.

MpumeyaHne 1— lNocne oYNCTKN CTEKNAHHbIE LUNPULLbI U UMbl NPOMbIBAOT 6€3BOAHBIM aLeTOHOM, 3aTeM Cy-
wat B cywmnnbHoM wkady npu temnepaTtype 100 *C He MeHee 14 1 XpaHAT B aKcukaTope. MnacTukoBble WNpuULbl nocne
NCMOoIb30BaHNSA YTUAN3NPYIOT.

6.3 LWnpwvy BMmecTMOCTbio 20 cM3, OCHALLEHHbIA U0l 415 NOAKOXHbIX MHBEKUUIA AniMHOW 115 mm ans
BBE/IEHUSI HENTPa/IM3YHOLLEro pacTBopa B KaMepy TUTpPoBaHusA (CM. npruMedaHue 1).

O J. Mitchell. Jr. and D. M. Smith. oAquametry» — A Treatise on Methods for the Determination of Water. Part Ill.
The Karl Fischer Reagent. 2nd Ed.. J. Wiley and Sons. Inc.. New York. NY 1990.

2> OCHOBHasi MHopmauns 06 aBTOMaTUYECKUX Ky/IOHOMeTpuyeckmx TuTpatopax npusegeHa: M. T. Kelley.
R. W. Stelzner. W. R. Laing and D. J. Fisher. Analytical Chemistry 31. No. 2.220 (1959) and A. W. Meyer. Jr and C. M. Boyd.
Analytical Chemistry 31. No. 2. 215 (1959).

2
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6.4 LUnpuubl BMECTUMOCTbIO 1 1M 5 CM3, OCHALLEHHbIE UINOM ANA NOLAKOXHBIX UHBEKLMUA ANNHOR 115 MM
Ans BBefleHMs Npob B kaMepy TUTPOBaHUA (CM. NpuMeYyaHue 1).

6.5 LUnpuL, BMECTUMOCTbIO 5 MK/1. OCHALLEHHbIA UrAoi A8 NOAKOXHbIX UHbEKUWIA AnvHoi 115 Mm ans
Kannbposku npubopa (CM. npumeyaHve 1).

6.6 dTOpyrnepogHasa cMmaska unm TFE — dpTopyrnepog as1s repMetusaumm Kamepbl 475 TUTPOBaHUSA.

6.7 MembpaHa Ans repmeTv3auum OTBEpPCTMS AN BBoZa Npobbl, obecneyvsBaioLlias BBefeHne npoobl
LWINpULEM C WO 1 NpefoTBpalleHne NpoHuKaHWusA Brarn. Memb6paHy npyv Heo6X0AMMOCTU 3aMeHST AN
npefoTBpalLeHnsa NponyckaHna Bo3ayxa, KOTOpoe MOXHO onpefenuTb no Apeiidy nokasaHuii Tutpatopa.

6.8 dnakoHbl gnsa npob.

6.9 CywwnnbHbIl Wkad, obecneunBaownii nogaepxanve temnepatypbl (100 + 5) BC.

6.10 3kcuKaTop € afCcopOEeHTOM M MHAMKATOPOM, M3MEHSIOLMM LBET NPU HACbILLLEHUW BNATOiA.

6.11 AHanuTn4eckne Bechbl, obecrneumBaroLme B3BellBaHNe C TOYHOCTbO £ 0,0001 .

7 PeakTuBbl

7.1 YncTtoTa peakTMBoB

Ecnu HeT apyrux ykasaHuii, peakTuBbl AO/HKHbI COOTBETCTBOBATb cneuudukauusm Komuteta no aHa-
NUTUYECKMM peakTMBaM AMEpPUKaHCKOro Xummnyeckoro obuiectsal). MOXHO MCNoOMb30BaTb peakTUBbl ApYyron
KBa/IMPUKaL M1, ecnm ycTtaHoBNEHO, YTO KBanndmkauns peakTnea no3BOMSIET UCMO/Ib30BaTb €70 6€3 CHMXe-
HMS TOYHOCTU OonpeaesieHuns.

7.2 Peaktus Boga tuna Il nnm Il no ACTM [, 1193.

7.3 PeakTtuBbl Kapna ®uwepa

[Ons onpeaeneHus cofiepXaHus Bofbl MOXHO MCMO/b30BaTh aBTOMATUUYECKUE TUTPATOphl U UMetoLmecst
B MPOJAXe PeakTuBbl 47151 KyJIOHOMETPUYECKOro TUTpoBaHusi No KF. TpaauLyoHHO B KaUeCTBE OpraHNyeckoro
ocHoBaHuA B peaktuBax KF ucnonb3oBasica NUpUAUH. 8 HacTosliee BpeMsi 60/1bLUMHCTBO NPOU3BoAUTENEN
annapaTypbl KF UCMONb3yOT MEHee TOKCUYHblE peakTuBbl 6e3 nupuanHa, obnagatolyue 6onblueil cTabunb-
HOCTbI0 1 Gonee crnabbiM 3anaxoM. PeKkoMeHAyeTCs Mo BO3MOXHOCTY UCMO/Ib30BaTh PeakTyBbl 63 NMpUAMHAa.
[Ns KyNOHOMEeTpMUYEeCcKoro TUTPOBaHWS 06bIYHO TPEGYHTCA ABa pacTBopa. AHOAHbIA PacTBOp — PacTBOPU-
Tenb ANa TUTPYIOLLEro pacTBopa U KaToAHbI/i pacTBOp — reHepaTop TUTPaHTa. B HacTosilee BPeMsi UMeloTCst
B Npojaxe OfHO- U/ ABYXKOMMOHEHTHbIE peakTuBbl. OHOKOMMOHEHTHbI peakTMB COAepPXWT BCe KOMMOo-
HEHTbl. HEO6X0AUMbIE A1 TUTPOBaHUA No Kapny duiiepy B 04HOM pacTBope. [BYXKOMNOHEUTHbI peakTus
COLEPXMUT OTAENbHO PACTBOPUTESb U TUTPAHT.

MpumevyaHne 2— MOXHO UCMONb30BaTb ClefytOLLMeE PeaKkTUBbl, He cogepxallne nupuanH: HydranatSManual-
Eugen Schotz reagents for Karl Fischer titration, from Riedel-deHaen (WMnw.rdhlab.de). Sigma Aldrich (vnwv.sigmaaldrich.
com) unm Moisture measurement by Karl Fischer Titrimetry. 2nd ed.. by GFS Chemicals. Inc.. January 2004.

7.3.1 T'eHepaTop TUTpaHTa (KaTOAHbIA pacTBOP), CoAepxalunii noana, ANOKCUA Ccepbl, MUPUAUH UK
[pyroe opraHuyeckoe OCHOBaHWe W MeTaHON WAW Apyroii cnupT Ana obecneueHus o6pasosBaHua ioga B
peakunoHHOW cmecy.

7.3.2 PacTBopuTenb AN TUTPYIOLLEro pacTBopa (aHOAHbIV pacTBOP), MPUrOTOB/IEHHbLIN B COOTBETCTBUM
C MHCTPYKLMeli n3roToBUTENSA annapaTypbl.

7.3.3 HeliTpanuayowunii pacTBOp — MeTaHOJ1 C CoOAepXaHUeM BoAbl NpuMepHo 20 Mr/cm3.

8 Mepbl NPefoCTOPOXHOCTH

8.1 Mpu CMEeLIMBaHWK peareHToB 1 yAaneHun U3 sueiiku 4as TUTPOBaHWsS pacTBopa, cogepxallero og,
MUPUAVH WAV APYrOe OpraHUYeckoe OCHOBAaHWE, OUOKCUZ CEPbl M MEeTaHOM WK APYroi ChupT, UCTOSb3YoT
XMMUUECKN cTolikue nepuatku. CnegyeTt n3beraTb KOHTAKTa PEareHToB C KOXel UNu BAbIXaHWsl Napos.

11 Reagent Chemicals. American Chemical Society Specificatios. American Chemical Society. Washigton. D.C. (Xu-
Muyeckne peakTuBbl. Cneyndurkauun AMeprkaHcKoro XumMmnyeckoro o6uectesa. BalwmHrtoH, okpyr Konyméus). Mpegno-
XEHWA No NpoBepke peakTUBOB, He BXOAALLUX B CMUCKM AMEPUKAHCKOro XMMuyeckoro obuiectsa, cm.: Analar Snandards
for Laboratory Chemicals. BDH Ltd.. Poole, Dorset. U.K. (UucTtble o6pa3ubl n1abopaTtopHbIX XMMUYECKMNX BELLECTB), a
Takxe The United States Pharmacopeia and National Formulary. U.S. Pharmacopeial Convention. Inc. (USPC). Rockville,
MD (®apmakonesi CLUA 1 HauvoHanbHblil hapMakonormyeckuii cnpaBoyHuK).
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9 O160p Npob

9.1 B cBA3W C HU3KMM COAepXaHMeM BoAbl B Npobe Heo6xoaumMo cobnogaTb Mepbl NPeAOCTOPOXHOCTU
ANa npefoTBpalleHns 3arpsisHeHuss obpasua Bnaroil u3 KoHTeliHepa Ana npob6, OKpyXawlein cpedbl wim
obopyaoBaHns AN BBOAA MPOGbLI.

9.1.1 Mepepn ucnosib3oBaHWEM KOHTeliHep AN o6pasua W KPbIWKy CywaT B CyLIUIbHOM Lkady npu
Temnepartype 100 X B TeyeHune Houn. OxNaxaatoT B IKCUKATOPE U repMEeTUYHO 3aKpbIBaIOT.

9.1.2 3anonHAT KOHTelHep 06pasLoM N0 BO3MOXHOCTM GbICTPO A0 YPOBHA 25 MM OT BEPXHEro kpas u
cpasy 3aKyrnopuvsaoT.

9.2 Mpoby AnA ucnbITaHMsA OTOMPAT M3 KOHTeHepa CyXUM LNpULEeM ANS NOAKOXKHbIX WHBEKLMWIA.
Mepen 0T60pOM MpO6LI WINPULEM BBOASAT B KOHTEHEP CYXOli a3oT.

10 MoaroToBKa annapaTypsl

10.1 OuuwatoT, cylwaTt n cobuparT s4eliky 418 TUTPOBaHUS B COOTBETCTBUU C MHCTPYKLMEN N3roToBu-
Tens. ns repmMeTusauum OT aTMOCHPEpHOl Brarn BEpPXHel M HWXHEW sueek annapaTtypbl UCMONb3YHT qITO-
pyrnepogHyt cmasky unn TFE — ctopyrnepog. MNMogknoyaroT K TUTpaTopy NpoBoja AaTuMKOB U 3N1EKTPOL0B
reHeparopa.

10.2 FoTOBAT pacTBop AN TUTpoBaHuA (7.3.2) 1 3anofiHAIT pe3epByap annaparta B COOTBETCTBUU C
WHCTPYKUMEN N3roToBuTeNS.

10.3 fo6aBnatoT pacTBop reHepatopa TutpaHTta (7.3.1) B c60pKy reHepaTopa W 3aKkpbiBalT KPbILLKY.
YpoBeHb pacTBOpa reHepaTopa TUTpaHTa AO/MKEH ObITb HUXE YPOBHS pacTBopa 4715 TUTPOBaHUA 415 NpeaoT-
BpalleHns 3arps3HeHns o6paTHbIM NOTOKOM pacTBopa ANs TUTpoBaHuA. [na noaaepXaHusi HU3KOro YPOBHS
pacTBop reHepartopa TUTpaHTa Nepuoanyeckn yaansor.

10.4 MepemeLlLnBaOT PacTBOPUTENb A/ TUTPOBAHUSA, OCTOPOXHO Bpallas sueliky, AN yaasieHs Bnarm
CO CTEeHOK. 3aTeM nepemeLLnBaloT pacTBop He MeHee 20 MVH AN cTabunusauumn aTMocgepbl BHYTPY SYEKn
ONA TUTPOBaHUA.

MpumeyaHne 3— ABTomartuyeckue TUTp3Topbl Mitsubishi He TpebyoT NnpoBeaeHnsa npoueaypbl No 10.4.

10.5 CoeauHAT Uray AN MOAKOXHbIX WHBEKUMIA AnuHOK 115 MM cO wnpuueM BMeCcTUMOCTbIO
20 cm3 1 HabupawT B wWnpuy npumepHo 15 cm3 HelTpanusywuwero pactsopa (7.3.3). BctaBnswT urny
yepes memb6paHy Ans BBOAA obpasua u OnyckalwT ee KOHUYMK HEMHOTO HVXe MOBEpPXHOCTW pacTBopa Ans
TUTPOBaHUA.

10.6 MeaneHHO BBOAAT HEWTPanu3yloLWnii pacTBOp B pacTBOp ANA TUTPOBAHUA A0 U3MEHEHWs LBeTa
pacTBopa OT KOPUYHEBOIO A0 CBETN0-KPACHOro. 3TO 03HAYaeT HaxoxaeHue B6M3N KOHEUHON Toukn. OueHb
Me[/IeHHO NPOAO/IXAlOT BBEAEHUe, Moka He 3aropuTcst nHamkatop «ON», ykasblBaloLWWii Ha NpucyTcTBUE
n36bITka BOAbI, 3aTEM OCTOPOXHO YAAnsAlT wnpuy, 1 urny. O6Wwmii 06bem HelTpanusylowero pactsopa
JOMmKeH 6bITb B Anana3oHe ot 5 o 15 m. Mo3BonAT cuctemMe ctabunnsnposaTbcs 0 TeyeHne 1u.

11 NMpoBepka kKannbpoBKK

11.1 Mpoueaypa kanMbpoBKN aBTOMATMYECKMX TUTPATOPOB pasHbIX Mogeneil MoxeT oTnnyatbes. Ka-
NMBPOBKY NPOBOAAT C UCMO/b30BaHMEM 06pasLoB KOHTPosA Kadyectsa (QC) ¢ cogepxaHuem Bofpl 10 Mmr/kr,
100 mr/kr n 1% macc, B COOTBETCTBUWN C MHCTPYKLMEl N3rotoButens Tutpatopa. XKenaTenbHo NPoBePSTh Ka-
NNBPOBKY CO CTaHAApPTHbIM PacTBOPOM, COAEPXaHNe BOAbl B KOTOPOM NPUGAN3NTENIBHO COOTBETCTBYET OXMU-
faeMoMy AmnanasoHy cofepxaHus Bofbl B 06pasLiax.

11.2 PekomeHAyeTCA WCNOMb30BaTb KOHTPOJIbHYIO KapTy, NOCTPOeHHy Ansa obpasua QC. lMposogar
n3mepeHne obpasya QC kaxablii pa3 nepeg UcnbliTaHUEM Ucciegyemoin npobbl. Ecnn oTkIOHeHne n3MepeHx-
HOro 3HauyeHus npesbilaeT = 5 % OT CepTUPULMPOBAHHOTO 3HAYEHUS, MPUHMMAIOT COOTBETCTBYIOLLME MEpbI,
npexge YeMm NpuUCTynath K UcnbiTaHnio obpasyal*

MpumevaHne 4 — MoxeT noTpeboBaTbCsA 3aMeHa UK pereHepawma pacTBOPOB peareHToB.

1JASTM PyKOBOACTBO MO NPEACTaBMEHUIO faHHbIX U aHanusy rpagukoB. 7-e u3g. ASTM PyKoBOACTBO cepuu
MNL 7A (nepecmoTp cneumnanbHOi TexHuueckoid nyénukauum (STP) 15D],

4
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12 lMpoBegeHne ucnbiTaHui

12.1 CobupaloT CyxoW LWNpWL, 1 UFY U 3aKPbIBAKOT KOHYMK UMbl HEGObLIMM KyCOYKOM PE3NHOBOI MeM-
6paHbl (panee — memb6paHbl). HabupaloT B Wwnput, oT 140 2 Ma Npo6bl 1 yAansaoT B KOHTENHEP AN OTXOA0B.
HabupaloT B WNpuL, KOMYEeCTBO NPObbLI B COOTBETCTBUM C Tabauuei 1 v 3akpbiBatOT KOHYMK UMbl MEMOPAHOIA.
OnpegensoT Maccy Wwnpuya ¢ ToYHocTbio A0 + 0.1 mr (cm. Tabnuuy 1. npumeyaHus 5 u 6).

NMpumMmeyaHue 5 — Tpu BbINOHEHUN HECKOIbKUX aHA/IN30B Ha OAHOW U Toll e npo6e wan npu oTbope 3Ha-
4ynTenbHOro o6bema npobbl cneayeT nNoAfepXvBaTb HeGObLIOE faB/ieHne B KOHTeliHepe ¢ Npo6oii ¢ NOMOLLbIO CYXOro
asoTa, NoA4aBaeMoro Yepes Urny Ans NOoAKOXHbIX UHBEKLWIA, COeJMHEHHYO C UCTOYHUKOM a3oTa.

MpumevyaHune 6— Mpy MCNONb3OBAHWM LWINPULA, TOYHOCTb KOTOPOTO fOCTATOUHA A/151 U3MEPEeHNs 06bema npo-
6bl. Maccy NPo6bl MOXHO BbIYUCANUTL MO 06bEMY U MIOTHOCTM NPOGLI.

12.2 Mocne cTtabunusaymMm TuTpaTopa OCTOPOXHO BBOAAT MIAy wWnpuua ¢ npoboii yepes3 memopaHy
1 ONycCKaloT ee HWKe YpOBHSA pacTBopa B fueiike TMTpoBaHus. MeasieHHO BBOAAT o6pasel, B pacTBop ANs
TUTPOBaHMA W HauMHaKT TUTPOBAHME. YAanawT WNpUL, C UMION, 3aKpbiBAT KOHYMK Urbl MeMbpaHoi n
CHOBAa B3BELUMBAOT C TOYHOCTbIO A0 *+ 0.1 Mr Ans onpeaeneHns Maccbl NPobbl. TUTPYIOT A0 KOHEYHON TOUKM.
3anuceiBaloT NosyYeHHOe 3Ha4YoHWe KOMyecTBa BoAbl B MUKPOrpaMmMax.

NMpumeyaHue 7 — locne npoBefeHNs 60MbLIOTO KOIMYECTBA aHA/IM30B CNefyeT YyMeHbWNTs 06BbEM pac-
TBOpa. HAKOMMUBLUErOCs B fiueiike NS TUTPOBaHWA. 1S 3TOro NCNOMbL3YIT WNPUL, BMECTUMOCTbI0 50 cM3 Unn cnmsatoT
pacTBOp 4Yepes 3anopHbIil KpaH NpU Hanuuuu. MNpu NoNyYeHUn HEeyCTONUMBBLIX Pe3ynbTaToB pacTBoOp yAansoT U 3aMe-
HAIOT CBEXUM.

MpumeyaHue 8— 3amMeHslOT pacTBOp reHepaTopa TUTPaHTa. ecu ero UBET CTAHOBUTCS XENTbIM 1 pe3yfbTa-
Tbl UCMIbITAHWUI HecTabubHbIe.

13 BbluncneHus

13.1 BbluncnsaoT coaepxaHue BoAbl B 06pasue ¢ TouHocTbio 40 0.001 % macc, no hopmyne

copgepxaHue BoAbl, MKI
Y]

EO,qepx(aHme BOAbI. 6'/0 macc, * .
macca obpasua, r-10 000

14 MpoTOKON NCNbITAHUN

14.1 B npoTOKO/ie UCMbITAHWIA yKa3biBalOT COAepXKaHue BoAbl € TOUHOCTbIO A0 0.001 % macc.

15 MpeuynsmMoHHOCTb N cMeLeHune

15.1 Mpeumn3noHHOCTb

[na oueHkn NpuemneMocTu pesynbLTaToB NPV UCMO/Ib30BAHUN peareHToB € NMUpUAMHOM (CM. npumMe-
YaHue 9) NPUMEHSIOT cregyloLine KpuTepuu.

15.1.1 NMoBTOpsemocTb (0AMH onepaTtop)

KoadhhuumeHT Bapraumm, BbIYMCNEHHBIA 418 eAVHUYHOTO onpeaenexus, coctasnseT 1,39 % oTH. npu
KonmyecTBe cTeneHen ceo6ogpl (DF) 61. C foBepuTenbHON BEPOATHOCTBIO 95 % pacxoxgeHue pesynbTaToB
[ABYX onpefeneHunii He AO/HKHO npeBbliwaTh 3,9 % OTH.

15.1.2 labopaTopHas NpeLnM3noHHOCTb (BHyTpunabopaTopHas)

KoadhduuneHT Bapraumm pesynbTaToB (Kaxablil pesynbTat— cpegHeapndMeTuyeckoe 3HayeHne aByx
onpegeneHunii), Noay4YeHHbIli Of4HUM 1 TEM Xe onepaTopoM B pasHble AHW. 6bln oueHeH B 2.00 % OTH. mpu
DF = 31. C goBepuTenbHOW BepoATHOCTbIO 95 % pacxoxAeHne pesynbTaTtoB ABYX UCMbITAHUIA He JO/HKHO
npesbiwartb 5.6 % OTH.

15.1.3 Bocnpou3BoanmMocTb (pasHble nabopatopun)

KoadhhuumeHT Bapraummn pesynbTaToB WCNbiTaHWii (KaxAblii pesynbtar — cpegHeapudmeTnyeckoe
3HauYeHue ABYX ONpeaeneHnii), NosTy4eHHbIX pasHbIMU orepaTopamMmn B pasHblx 1abopatopusx, 6bis1 OLeHeEH B
6.12 % oTH. npu DF = 7. C goBeputenbHoi BEPOATHOCTbIO 95 % pacxoxeHve pesynbTaToB ABYX UCTbITaHWIA
He A0/KHO npesblwartb 17,1 % OoTH.
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15.2 CmeleHne

CwMmelleHne HacTosWwero MeTtoAa WUCMbITAHWIA He YCTaHOB/IEHO, MOCKOJIbKY OTCYTCTBYIOT NPUroAHble
cTaHAapTHble obpasLbl.

MpumevyaHne 9 — [peynsnoHHOCTb Oblaa yCcTaHOB/IEHA NO pe3ynbTaTaMm aHanusa mexnabopaTopHbIX WC-
cnepoBaHuii 06pasuLoB ToNyona, aTuialeTara, 3TaHoMa U aueToHUTPUAA, cogepxalwiux npuénmnsutensHo 0.02 % macc.,
0.16 % macc.. 0,52 % macc, 1 2.04 % macc, BoAbl COOTBETCTBEHHO. OANH onepaTop B KaXAoW U3 BOCbMW nabopatopuii
BbIMOJIHSA/T NOBTOPHbIE ONpeAeneHuns B ABa pasHbiX AHA. B cymme — 128 onpegeneruii. MsaTb pe3ynbTaTtoB nccnenoBaHuii
Ans Tonyona 6binu NpU3HaHbl Hey40BNeTBOPUTENbHbIMU. MpeLyn3noHHOCTb 6blna ycTaHoBeHa no ACTM E 180 ¢ ncnosb-
30BaHMeM cneumasnbHOW KOMNbIOTEPHOI NporpamMmmbl ANs 4UCNEPCUOHHOMO aHam3a pe3y /ibTaToB 3KCNepuMeHTa.

15.3 MNpeum3noHHOCTb

MprBegeHa NPeun3MoHHOCTb, NOyYeHHas NPU Mex1abopaTopHbIX UCCNef0BaHNAX N0 OnpeaesieHunto
cofepxaHusa Bodpl C peareHTamu 6e3 nupuanHa (cM. npumeyaxue 10).

15.3.1 NMoBTOPSAAEMOCTb

[lBa pesynbTata NOBTOPHbLIX UCMbITAHWIA, MOMYYEHHbIX OAHUM ONEepPaTopoM, MOXHO cuuTaTb HeyAoBMeT-
BOPUTE/bHBIMU. €C/IN OHWN OT/IMYAOTCA 60/1e0 YEeM Ha 3HaYeHue, NnpuBeAeHHoe B Tabnuue 2 4na cofepxaHus
BOfbl, Hanbonee 6/1M3KO COOTBETCTBYIOLLErO UccnegyemMmomy obpasty.

15.3.2 BocnpounsBoanMmMoOCTb

CpefHeapucmMeTMyeckoe 3HaueHne pe3ynbTaTtoB AByX ONpefenieHunii, NoayyeHHbIX B 04HON nabopato-
puK, He JO/MKHO OTANYaTbCA OT pesynbTaToB Apyroli naboparopun 6onee YeM Ha 3HavyeHue, NpMBeAEHHOE B
Tabnuue 2 fna cogepxaHvsa BoAbl, Hanbonee 6/1M3K0 COOTBETCTBYIOLLErO UccesyemomMy obpasLly.

Ta6nunuya 2— MNoBTOPAEMOCTb N BOCNPOM3BOAUMOCTb

JloBeputenibHass BEPOATHOCTb 95 %
CopepxaHue Bogbl. % macc.

MoBTOPSEMOCTb. % OTH. BoCnpon3BoaMMOCTb. % OTH.
0.03 2.8 15.9
0.42 31 3.2
1.6 31 5.2

MpumevyaHne 10— Mpeyn3NOHHOCTb GblNa NoslyYeHa Ha OCHOBaHUW pe3yibTaToB UCAbITaHnii no ACTM [] 4672
(meToa B). MexnabopaTopHble nccnefosanns 6binn nposedeHbl B 2000 . Ha Tpex obpasuax nosmosios, Cogepxallnx
npumepHo 0,03 % macc.. 0.42 % macc, un 1.6 % macc. Bofbl. OVH onepaTop BbINOJHAM NOBTOPHbIE ONpeAeneHns u no-
BTOPSIN UX HA CNefyLlnii AeHb. MpeynsnoHHocTb Bbluncasnack no ACTM E 180.

15.3.3 CwmeLlyeHue ansi HaCToALWEero MeToAa UCMbITaHuii He onpeaesneHo.
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MpunoxeHne X1
(cnpaBoy4HOE)

MpeunsmMoHHOCTb U CMeleHne ansa rNvKonewn

X1.1 MexpayHapofHbiM KomuTeToM E 15 ACTM N0 NPOMBbILLIEHHBIM U CeynasibHbIM XUMUYECKMM BellecTBam B
2007 r. 661710 NpoBefeHO MexnabopaTtopHoe uccnegosaHne Ne 52 ana onpegeneHnsa NpeuusvoHHOCTU WeCcTn MeToA0B
MCMbITAHWIA, NCNONb3yeMbIX MPW aHanuse raukonei. MpeynsnoHHOCTb HACTOSILLEr0 MeToAa WCMbITaHWA MNosyvyeHa Ha
OCHOBaHUM pe3ynbTaToB MexnabopaTopHbIX WCCMeAoBaHWUlii Npu onpeAenieHnn coaepXxaHus BOAbl B OpPraHMuYeckux
XUOKOCTAX Ky/lOHOMeTpuyeckum TuTposaHvem no Kapny ®uwepy, nposefeHHbix B 2007 r. Bbiiv nposefeHsbl
nccnefoBaHus Tpex pasHbix matepuanos B 17 nabopatopusax. B 14 nabopatopusx 6bl1n npoBefeHbl UccnefoBaHns
MoHo3aTuneHrnukonsa (MEG), B 13 nabopaTtopusax nccnefosanucb Anatunenrnukons (DEG) n tpuatuneHrnukons (TEG).
KaxxAblii pe3ynbTaT ncnbiTaHna ABAANCA HE3aBUCUMbIM onpeAeneHnem. bbiav nonyyeHo no Asa pesynbTarta UCnbiTaHui B
[Ba AHA. B 06Leil COXHOCTK YeTblpe pe3ynbTaTa Ha OfHO ncnbiTaHne. CnegyeTt 0OTMeTUTb, YTO B BOCbMU nabopaTopusx
nccnefoBaHns NPoBOAUINCE OAHUM OMepaTtopoM, B ceMu nabopatopusax — AByMSA onepatopamu (B pasHble AHU) U B
ABYyXx nabopaTopusix ata UHgOpMaLua He 6bina 3anucaHa. B oTyeTaxl) oTMeYanocb OTCYTCTBUU 3HAYEHWUI ANA OAHOM
unn 6onee naéopaTopwii.

X1.1.1 NoBTOpPAEMOCTL

[iBa pe3ynbTaTa UCMbITAHWUIA, NONYyYEHHbIE B OHOI NabopaTopum, CUNTAIOT HEIKBUBASIEHTHBLIMU, ECAIN UX 3HAYEHNS
oT/InyalTca 6o/iee YeM Ha I ANA ITOro MaTepuana: r— pacxoxXjeHne pesynbTaTtoB BYyX UCNbITaAHWI AN OAHOTO U TOTO
Xe matepuana, nofly4eHHbIX O4HUM onepaTopoM Ha OJHOM ¥ TOM Xe 060pyAoBaHnn B O4WH AeHb B 04HOI nabopaTopun.

X1.1.2 Bocnpon3sBoguMOCTb

[lBa pesynbraTa UCMbITAHWA CYATAIOT HE3KBUBAMIEHTHLIMU, €CAN UX 3HAYeHUs oTaunvaloTca 6onee yem Ha R gns
3TOro mMartepuana; R — pacxoxgeHue pesynbTaToB [ByX UCMbITaHW ANS OAHOTO U TOTO Xe MaTepuana, NosyvyeHHbIX
pasHbiMW onepaTopaMn Ha pasHoM 060pyA0BaHUM B pa3Hbix nabopaTopusx.

X1.1.3 BHyTpunabopaTopHas NpeLn3noHHOCTb

CTtaHgapTHOe OTK/IOHEHMe eXefHEeBHbIX pe3ynbTaToB OAHOW nabopaTtopuu, MONYYEHHbIX OAHUM W TeM Xe
onepaTopoMm, U cTaHfapTHOE OTK/IOHEHNEe NPOMEeXYTOYHON BHYTPMIabopaTopHO NPeLnsMoHHOCTH 6bINIo onpeAeneHo ¢
MCMnonb3oBaHMeM crtatucTuyeckoro aHanmsa no ACTM E 180 (cm. Tabnuuy X1.1). Ana cTaTuCTUYECKoro aHanusa 6bina
ncnonb3osaHa Bepcus 8.0 nporpamMmHOro obecneyeHns CUCTEMbI CTaTUCTUUECKOro aHanunsa (SAS).

Tab6nunuya X1.1 — OnpegeneHve cofepxaHusa BOAbl B OPraHUYECKUX XUAKOCTAX KY/IOHOMETPUYECKUM TUTpOBaHuem
no Kapny ®uwepy
B npoueHTax no macce

Cpepreapudp- n n Bocnpous- n

MeTIYeckoe ootopnemocTb.  MpoMexy TouHoe pepen
BOAMMOCT. Mpegen TpoMeXyTOuHas
O6pasey, 3HaueHue (gns  craHgapTHoe CcTaHaapTHoe aocnpovzeo-
BCex nabopa-  OTK/IOHEHUe OTK/IOHEHME %TT?(:'”';%LHV?: MOBTOPAEMOCTU  IPELMSUOHHOCTL = hyivioery
TOpUiA)

MEG 0.0086 0.0009 0.0014 0.0025 0.0026 0.0038 0.0071
DEG 0.0649 0.0012 0.0014 0.0049 0.0032 0.0039 0,0137
TEG 0.0498 0.0019 0.0129 0.0157 0.054 0.0361 0.0439

X1.1.3.1 B cooTtBeTcTBUMN ¢ ACTM E 180 aHanv3 npegycmaTpuBaeT pacCMOTpeHune pesynbTaToB [BYX WCMbITaHWii
KaX/oro H KaK noflyYeHHbIX B YCNOBUAX NOBTOPAEMOCTMN, NPOMEXYTOUHON 1 BOCNPOU3BOAUMOI NPeLn3noHHOCTH ANS
Kaxgoro aHanusa. MNoBTOPSEMOCTb OLEHWBANU MO [ABYM Habopam pe3y/nbTaToB MOBTOPHbLIX WUCMbITAHWA ANA KaXAoro
[lHA. & NPOMEXYTOUHYI0 NPELM3NOHHOCTbL — M0 COOTBETCTBUIO pe3ynbTaTtoB 3a /ABa [AHA ANs scex nabopartopuii. Mpepgo-
cTepexeHne — MoCKOMbKY ABa [iHA — 3TO KOPOTKWIA Nepuos, BpeMeHu, 3HaYeHNe NPOMEXYTOUYHON NPeLn3NOHHOCTM No
ACTM E 180. BepoATHO, ByAeT 3aHUKEHO.

X1.1.4 lo60e 3aK/oYeHne 0 COOTBETCTBUMN 3TUX ABYX (hOPMYNUPOBOK ByAeT NpaBu/ibHbIM C A0BEPUTE/NLHON Be-
posaTHoCTbO 95 %.

X1.2 CmeueHmne
CwmelleHne He yCTaHOBJ/IEHO, NOCKO/IbKY OTCYTCTBYIOT CTaHAapTHbIE Marepuasbl 418 onpefesieHnsa CMeLLeHuns.

1 NHpopmaLma npuBeaeHa B uccnegosarensckom otyete ASTM RR N9 E15-1062.
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X1.3 MNpeun3noHHOCTb Gblsla YCTAHOB/IEHA HA OCHOBAHUWM CTATUCTUYECKOW 06paboTKM pesynbTaToB UCMbITAHWUIA
Tpex matepuanos B 17 nabopaTtopuax. bblnn ncnonb3osaHbl cnegyloume marepuans:

- XNAKOCTb 1— MoHoaruneHrnukons (MEG);

- XNAKOCTb 2 — AnaTuneHrnukons (DEG);

- Xnakoctb 3 — TpuaTtunenrnukons (TEG).

X1.3.1 [lns oueHKW 3KBMBAMEHTHOCTW [ABYX pe3ynbTaTOB WCMbITaHW pekoMeHAyeTcs BblGMpaTb Matepuan,
XapakTepucTVKn KOTOporo Hanbonee 67M3kn K UCNbITYeMOMY MaTtepuany.
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MpunoxeHune JA
(cnpaBoy4HOE)

CBefileH1sl 0 COOTBETCTBUM CCbIZTIOYHbIX CTAHAAPTOB HaUWOHaNbHbIM cTaHgapTam ASTM
M 4elicTBYIOLW MM B 3TOM KQYeCcTBe MeXrocyfapCTBEeHHbIM CTaHAapTam

Ta6nunuya [A-1

O603HaueHre CCbISIOYHOro CreneHb O603HaueHre 1 HaIMEHOBaHKEe COOTBETCTBYHOLLIErO
cTaHgapta ASTM COOTBETCTBUA HaUMOHa/IbHOTO CTaHaapTa

ASTMD 1193—06(2011) — -
ASTM D 4672—12 — -
ASTM E 203—08 — -

* COOTBETCTBYIOLUIA HALMOHA/IbHBIN CTAHAAPT OTCYTCTBYET. [,0 €70 NPUHATUS PEKOMEHAYETCS UCMOJb30BaTh ne-
peBof Ha PYCCKuii A3blK JaHHOTO cTaHAapTa.
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