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Mpeaucnosune

1 NOAIOTOBJIEH depepanbHbIiM rocyaapCTBEHHLIM YHUTaPHbLIM npeanpustuemMm «Bcepoccuinckuin
Hay4YHO-UCCrNea0BaTENbCKMI UHCTUTYT CTaHAapTusayun matepuanos u texHonornny (Pryrl «kBHUM CMTy»)
Ha OCHOBE COOCTBEHHOIO ayTEHTUYHOIO NEPEBOAA HA PYCCKUI S3bIK CTAHAAPTA, YKa3aHHOIO B NYHKTE 4

2 BHECEH TexHunuyeckum komuteToM no craHaaptusaumm TK 160 «[Mpoaykuusa HedhTEXMMUYECKOTO
KoMnnekca»

3 YTBEPXXOEH W BBEJEH B OEVWCTBME Mpukazom denepansHOro areHTCTBa Mo TEXHUYECKOMY
perynuposaHuto n metponorumn ot 10 chespana 2015 r. Ne 67-ct

4 Hacroawwmii ctangapt uaeHtnyeH ctangapty ACTM E 1064-12 «CTtaHgapTHbIN METOA, onpeaene-
HUS1 BOAbl B OPraHMYeCKMX >XMAKOCTAX KYNOHOMETPUYECKMM TuTpoBaHuem no Kapny duwepy» (ASTM E
1064-12 «Standard test method for water in organic liquids by coulometric Karl Fischer titration»).

HaumeHoBaHWe HACTOSILLEro cTaHAapTa U3MEHEHO OTHOCUTENIbHO HaUMEHOBAHWSI YKa3aHHOro CTaH-
aapta ana npueegeHus B cootsetcrteue ¢ FOCT P 1.5-2012 (nyHkT 3.5).

Mpu NpuMeHeHWn HaCcTosALIero craHgapTa PeKkOMeHAYeTCsl UCNONb30BaTh BMECTO CCbINOYHbIX CTaH-
[AapTOB COOTBETCTBYIOLUME UM HaLMOHasNbHbIE CTaHAapThl Poccuinckon degepauumn n MEXrocyaapCTBEHHbIE
CTaHAapTbl, CBEAEHUS O KOTOPbIX NPUBEAEHbI B ONOMHUTENLHOM NPUNoxeHun JA

5 BBEJEH BIMNEPBbIE

lNpasuna npumeHeHuss Hacmosaweeo cmaHdapma ycmaHoeneHol 8 [OCT P 1.0—2012 (pa3den 8).
UHpopmayusa 06 UBMEHEHUSX K HacmosauieMy cmaH0apmy rybnukyemcs 6 exxe200HOM (10 COCMOSHUIO Ha
1 aHBaps mekyujeao 200a) UHpOPMayUOHHOM yKa3amerie «HayuoranbHble cmaHdapmbiy, a oguyuanbHbill
meKcm U3MeHeHuUll U ronpasok — 8 EXEeMEeCSYHOM UHOPpMaUUOHHOM ykasamene «HayuoHarbHble
cmaHOapmbi». B cnyyae nepecmompa  (3aMeHbl)  Unud OMMEHbl  Hacmosuwez2o  cmaHdapma
coomeemcmeyiouiee ysedomrieHue 6ydem onybnukosaHo 6 bnuxaliuiem 6biycke UHMOPMayUOHHO20
yKkazamensa «HayuonrarnbHbie cmaHlapmely. Coomeememaeyoujas uHgpopmayus, yeedomieHue U mekcmel
pasmewaromes makxe 8 UHOPMayUuoHHOU cucmeme obuwjeao nosb3oeaHuss — Ha ochuyuanbHoMm calime
®eldepanbHO20 aseHmemea o MEeXHUYECKOMY pe2ynuposaHuro u memposnoeuu 6 cemu ViHmepHem
(gost.ru)

© CrangaptuHgopm, 2015

Hacroswmii ctaHgapt He MOXET ObiTb MOSIHOCTLIO UMM YACTMYHO BOCMPOW3BEAEH, TUPAKUPOBAH U
pacnpocTpaHeH B KayecTBe oduuManbHOro usganus Ges paspelleHuss deaepanbHOro areHTCcTea Mo
TEXHUYECKOMY PETYNTMPOBAHUIO U METPOSIOMUM
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HAUMWOHANbHBIWN CTAHOAPT POCCUUCKOWN OEJEPALUUMN

XNOKOCTU OPFAHUYECKUE
OnpeaeneHue BoAbl KYSIOHOMETPUUYECKUM TUTPOoBaHMeM no Kapny ®uwepy

Organic liquids. Determination of water by coulometric Karl Fischer titration

Dara BBeaeHns — 2016—01—01

1 ObnacTb npyMeHeHus

1.1 Hacroawmin ctaHgapTt yctaHaBnuBaeT MeToa onpegenenus sogbl ot 0 % macc. ao 2,0 % macc. B
GONbLUMHCTBE XUAKNX OPraHUYECKUX XMMUYECKMX NPOJYKTOB aBTOMATUYECKUM KYNOHOMETPUYECKUM TUTPO-
BaHMeM C MCMONb30oBaHWEM peakTuBa Kapna duwepa. Hactoawmin craHaapt He pacnpoCTpaHseTcs Ha
CXXMKEHHbIe yrneBoaopoaHsble rasel (CYIN), nponax, OyTaH, CXMKeHHbIN NpupoaHbiv ras (CMNN u T. A.

1.2 3Ha4eHus B eanHuuax CU cuntatoTcs cTaHaapTHLIMU.

1.3 MoapoGHas MHopMaUusa 0 TOKCMYHOCTH, NpaBunax obpaweHnsa U TexHuke 6e3onacHoCcTH, oka-
3aHMK NepBOIi NOMOLLYM NpuBeAeHa B nacnoptax 6e30nacHOCTM HA MaTepuansi.

1.4 B HacTOsALLEM CTaHAApTE He NPedyCMOTPEHO pacCMOTPEHWE BCeX BONMPOCOB obecneveHus Ges-
OMAacHOCTW, CBA3aHHbIX C €ro Mcrnomnb3oBaHWeMm. onb3oBatenbs CTaHgapTa HeceT OTBETCTBEHHOCTb 3a
obecneyeHne COOTBETCTBYIOLLMX Mep 6E30MacHOCTU U OXpaHbl 340POBbA U ONpeaenseT LenecoodpasHoCTb
NPUMEHEHNS 3aKOHOAATENbHbIX OrpaHWYEHUA Nepes ero ucrnons3osaHuem. MoapobHoe onncaHue onacHoro
BO34€ENCTBUSA NpUBEAEHO B pasgene 8.

2 HopmaTuBHbI€ CCbINKN
B HacTosiLeM cTaHaapTe UCMONb30BaHbl HOPMATMBHbBIE CChISIKM Ha CneaylLwme ctaHaapTbl:
2.1 Ctanpaptel ACTM"

ACTM [0 1193 Cneuudukauus Ha peaktus Bogy (ASTM D 1193, Specification for reagent water)

ACTM [ 4672 MeToa vCNbITAHMI Chipba ANA NONMMYPETAHOBLIX MaTtepuanos. OnpeaeneHue coaep-
»aHusi Bogbl B nonmonax (ASTM D 4672, Test method for polyurethane raw materials: determination of wa-
ter content of polyols)

ACTM E 180 MpakTuka onpeaeneHns npeuus3moHHOCT METOA0B aHanuaa u ucneiraHnini ACTM npo-
MBbILLINEHHbIX NPOAYKTOB M MPOAYKTOB TOHKOTO opraHudeckoro cuHtesa (ASTM E 180, Practice for determin-
ing the precision of ASTM methods for analysis and testing of industrial and specialty chemicals)z)

ACTM E 203 Metoa onpeaeneHus BOAbl C MCNONb3OBAHWEM BOSMOMETPUYECKOro TUTPOBAHUSA MO
Kapny duwepy (ASTM E 203, Test method for water using volumetric Karl Fischer titration)

3 CywiHOCTL MeTOAA

3.1 MeToa onpeaeneHuss BOAbl NO HACTOSILLEMY CTaHAApPTy OCHOBAaH Ha peakuun Kapna duwepa -
BOCCTaAHOBJIEHMM HOAa AUOKCUAOM CEPbI B MPUCYTCTBMM BOAbI ¢ 0Opa3oBaHWeM TpUOKCcuAa Cepbl U oau-
CTOBOAOPOAHON KUCNOThI. Peakumsa cTaHOBUTCA KONMMYECTBEHHON TOMbKO B NPUCYTCTBUM NUPUAMHA UK ApY-
roro opraHMYecKoro OCHOBaHWUA W MEeTaHomna unu Apyroro cnupta. B otnuyune ot peaktusos Kapna duiuepa
NS BONMIOMETPUYECKOrO TUTPOBAHUA, COAepXaLlUMX Woa, B MeToAe KYMOHOMETPUYECKOro TUTPOBAHUA o4
reHepupyeTcsi anekTponutuieckn. B cootseTcTBuM ¢ 3akoHoM Papages 1 mr Bodbl reHepupyeT 10,71 Kn
3MeKTpMYEeCcKOro Toka.

Y YTOUHUTB CCbIMKM Ha cTaHgapTsl ACTM MOxHO Ha caiite ACTM www.astm.org unu B cnyx6e noaggepKK1 Kiu-
eHToB ACTM: service@astm.org. B uHdopmMaLmoHHOM ToMe exerofHoro c6opHuka ctaHgaptos (Annual Book of ASTM
Standards) cnegyeT obpalyaTbCa K CBOAKe CTaHAapPTOB €XerogHoro cOopHuka CTaHAapTOB Ha CTpaHuLe caiiTa.

OTMeHeH B 2009 .

M3paHue odpuumnanbHoe
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4 HazHauyeHne n npuMmeHeHue

4.1 KynoHOMETPUYECKUI METOA UCMONb3YIOT ANA ONPEAENEeHNs HU3KMX KOHLLEHTPaLMIn BOAbI B OpraHu-
YECKUX XUAKOCTAX, KOTOPbIE AAIOT HEOONbLUME TUTPbI NPU BOMIOMETPUYECKOM TUTPOBaHUM No Kapny ®uiepy
(nanee — KF). MNpeum3nOHHOCTb KYFIOHOMETPUYECKOTO MeToAa TUTPOBAaHWUS YXYALLAETCH Npu COAEPXKaHuu
BOAbI, 3HAYMTENLHO Npesbiwawowem 2,0 %, u3-3a TpygHocTen B uamMepeHun Hebonblioro obbvema npoobsil.
Hacrosilmin metoa ucnbitaHusa npeanonaraet 100 % KM ncnonb3oBaHus anekTpuyecTsa npu obpasoBaHum
nopa. MNpeaycmarpueaeTcsa npoeepka ahpekTuBHOCTU MeToaa (cM. Tabnuuy 1 u npumevanue 6).

Tab6nuuya 1-OnpeaeneHue obbema npobbl

[pegnonaraemoe cogepxaHue Bogbl O6beM npobbl, cM°
Ot 0 go 500 mr/kr BKItOM. 5
Cg. 500 go 1000 mr/Kkr BKMtoM. 2
Cgs. 1000 go 2000 Mr/kr BKrtoY. 1
Ot 0,2 % macc. 3o 0,5 % macc. BKtou. 0,5
CB. 0,5 % macc. o 2,0 % Macc. BKIHOY. 0,1

5 Mewarouwme pakropbl

5.1 OnpeaeneHunio BoAbl KyNOHOMETPUYECKUM METOAOM MELLAloT Takue e BEeLLEeCTBa, Kak 1 npu Bo-
JNIOMETPUYECKOM TUTPOBaHuKM no Kapny duwepy. B pa60Te1) noapobHO pacCMOTpeHbl BELWECTBA, MeLlat-
wue Tutpoeanuto no Kapny duwepy.

5.2 B ACTM E 203 npuBefeH nepeveHb OpraHU4eckmx COEAUHEHUI, COAeKaHUe BOAbl B KOTOPbLIX
MOXHO OMpPeAenuTbL HENOCPEACTBEHHO, A TAKKE NepeyYeHb COeAUHEHUN, CoAEPXKaHUe BOAbl B KOTOPbIX MOX-
HO onpeaenuTb TOMbKO MOCne NpOBeAEHUs1 COOTBETCTBYIOLLUX XUMUYECKUX peakuui, yCTPaHAILWMUX Brus-
HUE MeLLaLWmMX COeaUHEHUN.

6 Annaparypa
6.1 ABTOMatuyeckunii TuTpaTop?

ABTOMAaTUYECKMI TUTPATOP COCTOMT U3 Brioka ynpasneHus, s4erkn aAnst TMTPOBaHMUS, YyBCTBUTENbHO-
ro ABOWMHOrO MNaTUHOBOIO SMEKTPoAa, reHepaTopa B cbope u MarHuTHOM Mewanku. MNpubop npeaHasHayeH
ANsl KyJIOHOMETPUYECKOrO reHEPUPOBaHNS ofa, KOTOPbI CTEXMOMETPUYECKU pearupyeTt ¢ BOAON, NMPUCYT-
CTBYIOLLEN B pacTBope npobbl. KoNM4ecTBO KyNOHOB 3MeKTpUYecTBa, KOTopoe noTpeboBanoch ANs reHepu-
poBaHus oaa, 3atem npeobpasyeTcsi B KONMMYECTBO BOAbI B MUKPOrpaMmax, KOTopoe BbIBOAUTCS HA AUC-
nnen.

6.2 Wnpuy BMecTuMOCTbIO 50 CM3, OCHALUEHHbIA UrNOoW ANA NOAKOXHLIX UHBEKUMIA AnuHON 115 MM
Ans yaaneHust n3bbiTka pacTBopa U3 Kamepbl TUTPOBAHMS.

MpumevyaHue 1-Tllocne OYUCTKW CTEKNAHHbIE LUMNPULEI U WUIMbl NPOMLIBAIOT 6€3BOAHBLIM aLETOHOM, 3aTem
cylaT B cylunbHOM LWkady npu Temnepatype 100 °C He MeHee 1 Y U XpaHAT B aKcukatope. [NnacTukoBble LINPULLbI
nocre Ucnonb3oBaHUs yTUNU3NPYLOT.

6.3 Wnpuy BmectumocTtbio 20 CM3, OCHALLEHHbIA UrNoW ANA NOAKOXHLIX UHBEKUUA ANUHOW 115 MM
ANs BBEAEHUS HENTPAnuU3yIoLLEro pacTsopa B kamepy TUTpoBaHus (CM. npumMevaHue 1).

6.4 LWnpuybl BmecTumocTbio 1 1 5 CM3, OCHALLEHHbIE UINON ANS MOAKOXHbIX WHBLEKUUA AFMHOW
115 MM ans BBeaeHust npob B kamepy TUTPOBaHUA (CM. npumMeydaHue 1).

6.5 LLUnpuy, BMECTUMOCTLIO 5 MK, OCHALLEHHbIA WUIMoW ANA NOAKOXHbLIX UHbEKUMA ANMHOW 115 MM
Ans kanubposku npudopa (CM. npumeyanue 1).

6.6 dTopyrnepoaHasa cmaska unu TFE — pTopyrnepoa 4ng repmetusauun kKaMmepbl 4nNa TUTPOBaHUS.

6.7 MembpaHa ana repMeTu3auum OTBEpCTUA ANst BBOAA Npobbl, o6ecnevnBaioLlas BBegeHne npobol
LINpULEem C UrMoii 1 NpeaoTBpaLleHne npoHukaHus sraru. MemopaHy npu HE00xX0ANMOCTU 3aMEHSIOT ANS
npeaoTBpaLleHUst NPoMnyckaHua BO3Ayxa, KOTOPOe MOXHO ONpeaenuTb Mo Apendy nokasaHuii Turparopa.

6.8 dnakoHbl Ansa nNpoo.

6.9 CywmnbHbii wkad, o6ecneunsatowmin nogaepxanune temnepatypsl (100 £ 5) °C.

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

OcHoBHas UHgopMaLms 06 aBToMaTUHECKUX KyNTOHOMETpUYECKUX 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).
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6.10 3kcukaTop ¢ aACOPOEHTOM U UHAUKATOPOM, USMEHSIIOLLMM LIBET NPU HACbILLEHUWU BNATOW.
6.11 AHanuTu4eckue Bechl, 06ecnevmsalolme B3BeLUMBAHUE C TOYHOCTbIO + 0,0001 T.

7 PeakTuBbl
7.1 Yucrorta peakrusoB

Ecnu HeT apyrux ykasaHui, peakTusbl 4OSDKHbI COOTBETCTBOBATL cneuudukaunam Komurera no aHa-
NIMTUYECKMM peakTuBam AMEPUKAHCKOTO XUMUYECKOTO o6|.ue0TBa”. MOXHO MCNONb30BaTL PEeaKTUBLI APYron
kBanudukauum, ecnu yCTaHOBIEHO, YTO KBanudukauua peakTupa NO3BONSET UCNOMbL3OBaTh ero 6e3 CHu-
YXEHUA TOYHOCTU onpeaerneHus.

7.2 Peaktus Boga tuna Il unm lll no ACTM [} 1193.

7.3 PeaktuBnbl Kapna ®vwepa

Ona onpeaenexHus coaepkaHua BOAbI MOXHO UCNONbL30BAaTb aBTOMATUYECKME TUTPATOPLI U UMEIOLLN-
ecsl B NPoAaxke peakTuBbl AN KyNnOHOMETpUYECKoro Tutposanus no KF. TpaauuuoHHO B Ka4eCTBE OpraHu-
4Yeckoro ocHoBaHusA B peaktusax KF ucnonb3osanca nupuauH. B Hactosiee spems GONMbLUMHCTBO MPOMU3-
Boautenen annapatypbl KF ucnonb3ylot meHee TOKCU4YHbIE peakTusbl 6e3 nupuauHa, obnapaiowme 6onb-
wen cTabunbHOCTLIO U Bonee cnabbiM 3anaxom. PekoMeHAyeTCA N0 BO3MOXHOCTU UCTONb30BaTh PeaKkTUBbI
6e3 nupuanHa. [ins KynOHOMETPUYECKOro TUTPOBaAHUA 00bIYHO TpebyeTca ABa pacTBOpa. AHOAHLI pacTBOP
— pacTBopuTenb ANs TUTPYIOLLEro pacTBopa M KaToAHbIN pacTBOp — reHepaTtop TuTpaHTa. B HacTosiwee
BPEMA WMEIOTCS B NPOAAXE OAHO- UMW ABYXKOMMNOHEHTHbIE peakTuBbl. OJIHOKOMMOHEHTHbIW peakTuB CO-
OEPXUT BCE KOMMOHEHTHI, HEOOX0AUMbIE ANA TUTpOBaHMA no Kapny duwwepy B o4HOM pacTtBope. [ByxKOM-
NOHEHTHbIN PEaKTUB COAEPKUT OTAESNbHO PACTBOPUTENb U TUTPAHT.

MpuMevyaHue 2—MoxHo ncnonbsosaTb cnejylolliMe peakTusbl, He cofepxaiyue nupuand: Hydranal® Manu-
al- Eugen Schotz reagents for Karl Fischer titration, from Riedel-deHaen (www.rdhlab.de), Sigma Aldrich
(www.sigmaaldrich. com) unu Moisture measurement by Karl Fischer Titrimetry, 2nd ed., by GFS Chemicals, Inc., Janu-
ary 2004.

7.3.1 leHepaTtop TUTpaHTa (KaToAHbLIA PACTBOP), CoAepPKALLUMI NoAnA, AMOKCUA cepbl, MMPUAUH UK
ApYyroe opraHm4eckoe OCHOBaHME W METaHOM Unu ApYyrov cnupt ans o6ecneveHusa o6pa3oBaHus 1Hoaa B pe-
aKLWOHHOW CMECH.

7.3.2 PactBopuUTenb ANs TUTPYIOLLEro pacTtBopa (aHOAHLIN PacTBOP), NPUrOTOBAEHHbIW B COOTBET-
CTBUM C UHCTPYKLMEN U3rOTOBUTENSA annaparypsl.

7.3.3 HeWTpanuaylowmi pactBop — METAHON C cogepkaHnemM BoAbl npumepHo 20 Mr/cm®,

8 Mepbl NpegoCTOPOXHOCTU

8.1 Npu cMmeLlumMBaHUM peareHToB U yaaneHMn U3 SYEenku AnA TUTPOBAHWUA pacTBOpa, colepXallero
o4, NUPMAWUH UMM APYroe OpraHn4eckoe OCHOBaHWE, AUOKCUI CEPLl U METAHO UNKU APYron CnUMpT, UCNOMb-
3yI0T XMMMUYECKUN CTOMKME nepyaTkn. CneayeT n3beratb KOHTAKTa PEAreHTOB C KOXEeW Unu BAbIXaHWSA Nnapos.

9 OT60p Npob

9.1 B cBsi3n C HU3KMM coaepkaHueM BOAbl B npobe Heobxoaumo cobniogate Mepbl NPegoCTOPOXKHO-
CTW ANS NpefoTBpalleHus 3arpssHeHus obpasua Bnaroil U3 KOHTeMHepa AnsA npob, OKpyxawowenh cpegbl
unm o6opyaoBaHus 4ns BeoAa npoobl.

9.1.1 Mepen ucnonb3oBaHMeM KOHTelHep AnsA obpasua M KpbILWKY CyLaT B CYLUMINBHOM LWKady npu
Temneparype 100 °C B TeueHue Houn. OXnaxaaroT B SKCUKATOPE U repMETUYHO 3aKpPbIBALOT.

9.1.2 3anonHAT KOHTENHep 06pa3LOM MO BO3MOXHOCTU BLICTPO A0 YPOBHA 25 MM OT BEPXHEro Kpas
u cpas3y 3aKynopuBator.

9.2 Mpoby ana ucnbiTaHusa OTOMPAIOT U3 KOHTEMHEepa CyxuM LunpuuemM Ansg NOAKOXHbIX UHBLEKLUA.

R Reagent Chemicals, American Chemical Society Specificatios, American Chemical Society, Washigton, D.C.
(Xumunueckne peaktuBbl. Cneuudukayum AMepuKaHCKOro Xumudeckoro oblyecTsa, BalumHrtoH, okpyr Konym6us).
MpennoxeHUs No NpoBepKke peaKkTWBOB, He BXOASLUWX B CRIUCKM AMEpUKaHCKOro Xumudeckoro obliectsa — cM. Analar
Snandards for Laboratory Chemicals, BDH Ltd., Poole, Dorset, U.K. (UucTele o6pasupl flaBopaTopHbIX XMMUYECKUX Be-
wecrta), a Tawke the United States Pharmacopeia and National Formulary, U.S. Pharmacopeial Convention, Inc.
(USPC), Rockville, MD. (®apmakones CLUA v HaLMoHanbHbIA (hapMaKkonornieckuii CnpaBoHHUK).
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Mepen otbopom NpoBbl LINPULIEM BBOASIT B KOHTENHEP Cyx0M a3oT.
10 NMoaroToBka annaparypbl

10.1 OunwatoT, cywwaT u cobupatoT a4eiiky ans TUTPOBaHWUA B COOTBETCTBUU C UHCTPYKLMEN U3rOTO-
Butensa. [na repmeTu3aumn OT aTMOCEPHON BriarM BEPXHEW U HMKHEN sAYeeKk annapatypbl UCMONb3yIOT
dropyrnepoaHyto cmasky unu TFE — dpTopyrnepog. MoaknoyarT K TUTpaTopy NpoBoda AaTYMKOB U 9nek-
TPOAOB reHeparopa.

10.2 loToBAT pacTBOp A4NA TUTPOBaHUA (7.3.2) U 3anoNHAT pe3epsyap annapaTta B COOTBETCTBUU C
WHCTPYKLMEWN N3roTOBUTENS.

10.3 fJobaBnaloT pacTBop reHepaTtopa TutpaHTa (7.3.1) B COOpKY reHepaTopa U 3aKpbiBalOT KPbILLKY.
YpoBeHb pacTBOpa reHeparopa TUTPaHTa AOIKEH OblTb HWXKE YPOBHS pacTBopa AN TUTPOBaHUS ANs
npeaoTBpaLLEeHUs 3arpasHeHns oOpaTHbIM NOTOKOM pacTBoOpa And TUTPOBaHuA. [nd noaaepxaHus HU3KOro
YPOBHS pacTBOp reHepaTtopa TUTpaHTa Nepuoauyecku yaansior.

10.4 lNepemMewnBalOT pacTBOPUTENDb ANS TUTPOBAHUSA, OCTOPOXHO Bpallas syeinky, Ans yaaneHus
Bnaru co CTEHOK. 3aTeM nepemMeLuMBaloT pacTBop He MeHee 20 MuH Ana cTabunusaumm atMocdepbl BHYTPU
SAYENKU ANA TUTPOBaHMUA.

MpumevyaHune 3—ABToMaTUYeckue TuTpaTopkl Mitsubishi He TpebytoT npoBeaeHWs npouegypel no 10.4.

10.5 CoeaunHAIOT Urny Ana NOAKOXHbIX MHBEKLUIA AnMHOK 115 MM €O npuueM BMECTUMOCTbIO 20 oM’
1 HabupaloT B LWINpUL NpUMepHo 15 oM’ HenTpanuayowero pacrsopa (7.3.3). BctaBnaot urny yepes Mem-
OpaHy AN BBoAA 00pa3ua v OMycKaroT €€ KOHYMK HEMHOTO HUXKE MOBEPXHOCTU pacTBOpa AN TUTPOBAHUSA.

10.6 MeaneHHO BBOAAT HEWTPANU3YIOLLMIA pacTBOP B PaCcTBOP ANS TUTPOBAHUA A0 U3MEHEHUS LIBETA
pacTtBopa OT KOPMYHEBOrO A0 CBETMNO-KPACHOr0. 3TO 03HAYaEeT HaxoXaeHue BONU3N KOHEYHOW TOYkM. OYeHb
MeANeHHO NMpoAOoIKalT BBeAEHUe, noka He saroputcsa uHaukaTop «ON», ykasbiBalOLM HA NPUCYTCTBUE
“30bITKA BOABI, 3aTEM OCTOPOXHO yAansoT wnpuy 1 urny. Obwmii 06bem HelTpanu3yloLero pacreopa
JomkeH BbITh B AnanasoHe ot 5 go 15 mn. Mo3BonsAloT cucteme cTabunusMpoBaThcst B TedyeHue 1 4.

11 MpoBepka KanMbpPoBKU

11.1 Mpoueaypa kanMbpoOBKM aBTOMATUHECKUX TUTPATOPOB PasHbIX MoAENei MOXET oTnuyaTbes. Ka-
nnBpoBKy NPOBOASAT C UCMONb30BaHWEM 00pa3LOB KOHTPONs kadecTea (QC) ¢ coaepxaHuem soabl 10 Mr/kr,
100 mr/kr n 1% macc. B COOTBETCTBUM C MHCTPYKUUEW M3rOoTOBUTENSA TUTpaTopa. XKenatenbHO npoBepsiTbh
KanubpoBKy CO CTaHZapTHbIM PacTBOPOM, COAEpXXaHWe BOAbl B KOTOPOM NpUBNU3NUTENLHO COOTBETCTBYET
oXXuAaemMoMy AuanasoHy coaepaHusa Boabl B o6pasuax.

11.2 PekomeHOyeTCss MCNONb30BaTh KOHTPOSbHYIO KapTy, MOCTPOeHHYo AnsA o6pasua QC. MposogaTt
usmepenne obpasua QC kaxablli pa3 nepes MCNbITAHUEM Uccneayemoi Npobbl. ECnn OTKNOHEHWE U3Me-
PEHHOro 3Ha4eHus npesbiwaeT £ 5 % OT cepTUULMPOBAHHOTO 3HAYEHUS, NMPUHUMAIOT COOTBETCTBYIOLLUE
Mepbl, PeXe YeM NPUCTYNaTh K UCNbITaHuio oGpasua .

MpumevyaHne 4—MoxeT noTpeboBaTbcs 3aMeHa UMNKN pereHepaLuUs pacTBOPOB peareHToB.

12 NMpoBeaeHne ucnbITaHUN

12.1 CobupaloT Cyxon WNpUL, U UrMy U 3aKPbIBAIOT KOHYMK UrNbl HEBONBLUUM KYCOYKOM PE3UHOBOIA
memOpaHbl (aanee — mem6panbl). Habupatot B wnpuy, ot 1 Ao 2 Mn npobbl U yAanaoT B KOHTEHHEpP Ans
oTxoA0B. HabupaloT B WNPUL KONUMYECTBO NPOOLI B COOTBETCTBUU C Tabnuuei 1 U 3aKpbiBalOT KOHYUK UMMk
membpaHoi. OnpeaenaioT Maccy LNpuua ¢ TOYHOCTLIO A0 + 0,1 mr. CM. Tabnuuy 1, npumeyanmns 5 u 6.

Mpumeuyanne 5-Tpn BLINOSIHEHMN HECKONBKUX @HANMU30B Ha OAHOI U TOii Xe nNpoGe unu Npu oT6ope 3Hauu-
TenbHoro obbema npo6Gbl cneayeT noaaepxuBaTth Heborblloe AaBNeHWe B KOHTelHepe ¢ Npo6oii ¢ MOMOLYLIO CYXOro
asoTa, NojaBaeMoro Yepes urny AN NOAKOXHLIX UHBEKLUA, COEAUHEHHYIO C UCTOYHMKOM a3oTa.

Mpumeuyanne 6—lpn ucnonb3oBaHUKM LINPULI, TOYHOCTbL KOTOPOrO AOCTaTouHa ANA U3MepeHus obbema
npo6bl, Maccy Npo6bl MOXHO BLIMUCAIUTL NO 06BEMY M NMOTHOCTU NPOGH.

12.2 Mocne crabunusauun TUTPAToOpa OCTOPOXXHO BBOAST UrMy LUNpUUa ¢ npobon yepe3 MeMGpaHy un
OMycKaloT ee HUXe YPOBHA pacTeopa B siveike TUTpoBaHuA. MeaneHHo BBOAsAT obpasel B pacTBop AnA
TUTPOBAHMA M HAUYNHAIOT TUTPOBAHWE. YAansioT LUNPULL C  UITIOi, 3aKpbIBAIOT KOHYMK UrMbl MemBpaHoin u
CHOBAa B3BELUMBAIOT C TOYHOCTLIO A0 + 0,1 Mr Ana onpeaeneHus mMaccol Npo6bl. TUTPYIOT 0 KOHEYHOW TOY-

Y ASTM PykoBoACTBO NO NpeAcTaBnNeHuIo fJaHHbIX U aHanuay rpacukos, 7-e usaaHue, ASTM PykoBoAcTBO ce-
pun MNL 7A (nepecmoTp cneumanbHoi TexHuyeckoii nybnukavum (STP) 15D).
4
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KW. 3anucbiBaloT NOSIyYEeHHOE 3HAaYEeHUe KoNnu4yecTea BOAbl B MUKpOrpammax.

MpuMmevaHne 7—locne npoBeeHnst GOMNBLLOrO KOMMYECTBA aHaNNW30B CreayeT yMeHbLUMTL 0GbeM pacTBo-
pa, HaKOMMBLLErocs B A4eiike ANS TUTPOBaHUS. [fs 8TOM0 MUCMOML3YKOT LUMpHL, BMecTUMocTbio 50 cm® unu cnusarot
pacTBOp Yepes 3anopHLIi KpaH npu Hanuuuu. Mpu NonyYeHU HeyCTOMUMBLIX PE3YnbTaToB pacTOp YAansaKT U 3ame-
HSIOT CBEXMUM.

MpuMevyaHne 8—3amMeHsIOT pacTBOP reHepaTopa TUTPaHTa, eCriu ero LUBET CTaHOBUTCS XKEMNTHIM U pesyrkTa-
Thl UCMBITAHWI HecTabuUNbHele.

13 BbluucneHust

13.1 Boluncnsitot cogepaHue Boabl B 06pasue ¢ To4HOCTbi0 40 0,001 % macc. no dopmyne

o = coaepXXaHme Boabl, MKr
CoaepxxaHue Boabl, % mMacc. wacca o6paaua, r x 10000 . )

14 MpoTokon ncnbiTaHun

14.1 B npoTokone ucnbiTaHuii ykasblBaloT cCoaepaHme BoAbl ¢ TOUHOCTbIO A0 0,001 % macc.
15 Mpeun3MoOHHOCTb U CMelleHne

15.1 MNMpeLun3snoOHHOCTb

Onsi OUeHKN NPUMeMnemMoCTU Pe3ynbLTaToB NPU UCNONL30BAHUMU PEeareHToB ¢ NUPUAUHOM (CM. Npume-
YaHue 9) NPUMEHSAIOT CrneayoLme KpuTepuu.

15.1.1 MNoBTOpPAAEMOCTbL (0AMH ONeparop)

KoathdhuumneHT Bapuauummn, BbIMUCNEHHBIN ANA €4UHUYHOro onpeaeneHus, cocraengetr 1,39 % OTH.
npu KonuyecTee creneHen ceoboabl (DF) 61. C goBeputenbHON BEPOATHOCTLIO 95 % pacxoxaeHue pesyrib-
TaToB ABYX OnpeaeneHnin He AOMKHO npesbiwaTth 3,9 % OTH.

15.1.2 JlaGopaTopHasa npeUu3nOHHOCTbL (BHYTpUnabopaTopHas)

KoachduumneHt Bapuaumm pesynbTatoB (KaXAblM pe3ynbTart — cpeaHeapudmeTndeckoe 3HaveHue
ABYX OnpeaeneHuit), NONy4YeHHbI OIHUM U TEM XK€ ONepaTopoM B pa3sHble AHU, Obin oueHeH B 2,00 % OTH.
npu DF = 31. C poBeputenbHON BepOATHOCTbIO 95 % pacxoxaeHue pe3ynbTaTtoB ABYX UCNLITAHMI He
OOIMKHO npeBblwaTth 5,6 % OTH.

15.1.3 Bocnpou3BoauMOCTb (pasHbie nabopaTopun)

KoahpumeHT Bapuaumm pe3ynbTaToB UCMLITAHUA (KAXAbIA pe3ynbTar — cpeaHeapudmeTudeckoe
3HayeHue ABYX onpeaenieHuit), NoMydYeHHbIX pasHbIMKU onepaTopaMu B pasHbix naboparopusx, Obin oueHeH
B 6,12 % oTH. npu DF = 7. C goBeputenbHOW BEPOATHOCTLIO 95 % pacxoxaeHue pe3ynbTaTos ABYX UCMbI-
TaHUW He AO0MKHO npesBbiwaTtb 17,1 % OTH.

15.2 CmewieHue

CMellleHne HacToALEro MeToAa MUCMbITAHUN He YCTAHOBMEHO, MOCKOSIbKY OTCYTCTBYIOT MPUrogHbIe
cTaHaapTHble obpasubl.

NMpumeyvyaHue 9—Ilpeun3nmoHHoCcTb Obina ycTaHoBREHa NO pesynbTaTaM aHanusa MmexnabopaTopHbIX WUc-
cnepgoBaHuii o6pasLoB Tornyona, STUrnaleTaTa, aTaHomna U aueToHUTpUNa, cofepxalyux npubnuantensHo 0,02 % Macc.,
0,16 % macc., 0,52 % macc. u 2,04 % macc. Bobl cCOOTBETCTBEHHO. OAUH onepaTop B Kaxaoi u3 8 nabopaTtopuit Bbl-
NOSHAN NOBTOPHLIE ONpeAeneHuns B iBa pasHbiX AHA, B CyMMe — 128 onpefeneHuii. MaTb pe3ynbTaToB UcCneoBaHuii
ANA Tonyona Obinu NpusHaHbl HeyA0BNEeTBOpPUTENbHLIMU. [peUn3noHHocTb Bbina yctaHoeneHa no ACTM E 180 ¢ uc-
Nonb3oBaHWeM cneLuarnbHON KOMMbIOTEPHOIA NporpamMmel ANA AUCNEPCUOHHONO aHanusa pe3ynbTaToB SKCNepUMEHTa.

15.3 MNpeun3snoHHOCTb

MpuseaeHa NpPeUM3NOHHOCTb, NMONyYEHHAA NpU  MeXNabopaToOpHLIX UCCNEAOBAHUAX MO onpeaere-
HUIO coaepkaHusi BOAbI C peareHTamu 6e3 nupuauHa (cMm. npumedanue 10).
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15.3.1 NMoBTOpPAEMOCTHL

[lBa pesynbTara MOBTOPHLIX UCMLITAHUA, NOMYYEHHbLIX OAHUM ONEpPaToOpPOM, MOXKHO CYMTaTb Heyao-
BNETBOPUTENbLHLIMMW, ECMM OHU OTNMYaloTcsl bornee, YeM Ha 3HayeHue, npuseaeHHoe B Tabnuue 2 Ana co-
AepXKaHusi BOAbl, Hanbonee 6nMM3ko COOTBETCTBYIOLLETO UccnegqyeMomy obpasiyy.

15.3.2 Bocnpon3soaguMocCcTb

CpeaHeapudmeTUyeckoe 3Ha4YeHue pesynbTaToB ABYX OnpeaeneHui, NofyYyeHHbIX B 0AHOM nabopa-
TOpUM, HE AOSHKHO OTNUYATLCH OT pesynbLTaToB Apyron nabopatopuu Gonee, Yem Ha 3Ha4YeHUe, NpuBEAEH-
Hoe B Tabnuue 2 Ans cogepxxaHusi BoAbl, Hanbonee 65M3Ko0 COOTBETCTBYIOLLIETO UCCNelyeMOMY 06pasiy.

Ta6nuya 2-TloBTOPAEMOCTb U BOCNIPOU3BOAUMOCTb

Conepxane Bogbi [oBepuTtensHaa BEpOATHOCTL 95 %
% macc. MoBTOpPSEMOCTS, % OTH. Bocnpo;:az:ﬂmmocm,
0,03 2,8 15,9
0,42 3,1 3,2
16 3,1 52

Mpumevyanne 10—TlpeunsnoHHoCTb Obina Mony4deHa Ha OCHOBaHWW pe3ynbTaToB WUCMbITaHuii no ACTM [
4672 (meTog B). MexnabopaTopHele nccrnegoBanusa Obinu npoeefeHsl B 2000 1. Ha Tpex obpasliax nonuonos, coaep-
xawux npumepHo 0,03 % macc., 0,42 % macc. u 1,6 % macc. Bogbl. OguH onepaTop BbIMNOMHAN NOBTOPHbIE onpeaene-
HUSA M NOBTOPSAN UX Ha crneayrowuid AeHb. MNpelnsnoHHoCTb BeldmMenanace no ACTM E 180.

15.3.3 CmMeLLeHuMe AN HACTOALLErO METOAA UCTILITAHWIA HE ONpPEAENEHO.
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Mpunoxexue X1
(cnpaBouHoe)

MpPeunsMoOHHOCTbL M CMeleHue AN rIuKonemn

X1.1 MexayHapogHbiM Komutetom E15 ACTM no npomebILLITeHHBIM W cneuuanbHblM XMMUYECKAM BeLlecTBam B
2007 r. 6bino npoeefieHo MexatabopaTopHoe uccnegosanue Ne 52 Ans onpefeneHns NPeyM3sMoHHOCTY WWeCTU MeToL0B
UCNbITaHUA, UCMONB3yeMblX MpU aHanuse rmukonei. MNpeyuanoHHOCTb HacTOSALLEro MeToga MCNBITAHWA NONydYeHa Ha
OCHOBaHUM pe3ynbTaToB MexriabopaTopHbIX WCCNeAoBaHUA NpW onpeferieHun COAEpXaHUA BOAbl B OpraHUYecKux
XUAKOCTHAX KYNOHOMETpUYECKUM TUuTpoBaHnem no Kapny ®duwepy, nposegeHHbIx B 2007 r. Buinu npoBeAeHbl Uccneao-
BaHWUA 3 pasHbiX MaTepuanoB B 17 nabopatopusx. B 14 nabopaTopusix 6binu npoBeAeHbl CCNefoBaHUA MOHOSTU-
nexrnukonsa (MEG), B 13 nabopatopuax uccnegosancsa guatunerrnukons (DEG) u Tpuatunenrnukons (TEG). Kaxawlii
pesynsTaTt UCTbITaHUA ABNANICA HEe3aBUCUMBIM onpeaeneHuemM. buino nonyyeHo no 2 pesynbTata UCNbITaHUA B 2 AHA, B
obueii cnoxHocTu 4 pesynbTarta Ha 04HO UcnbiTaHne. CnefyeT oTMeTUTD, YTo B 8 nabopaTopusax uccnegoBaHus Npo-
BOAWIIUCL OJJHUM onepaTopoM, B 7 nabopatopusx — AByMA onepaTopamu (B pasHble AHW) U B 2 naGopaTopusx 3Ta UH-
dhopMaLms He Bbina 3anucaHa. B oTyeTax" 0TMEHanock OTCYTCTBUM 3HAYSHUIA ANsi OAHON UNK Gonee NabopaTopuii.

X1.1.1 NoBTOpPAEMOCTDb

[Ba pesynbTaTa UCMbITAHWIA, NONyYeHHbIE B OAHOW NabopaTopumn, CYMTAIOT HESKBUBANEHTHBIMM, €CNU UX 3HaYe-
HUS oTnu4atoTcs bonee 4eM Ha r AN 3TOro MaTepuana; r — pacxoxaeHue pesynsTaToB ABYX UCMbITaHWA AN OAHOTO U
TOro e Marepuana, nofly4eHHbIX Of4HUM ONepaTopoM Ha OAHOM W TOM e o6opyAoBaHUM B OAWH AeHb B OfHOW nato-
paTopuu.

X1.1.2 Bocnpou3BoauMocCTb

[Ba pesynbTarta UCTIbITaHNIA CHYUTAIOT HEIKBUBANEHTHLIMU, €CAN WX 3HAYEeHUs oTnmMyatoTcs bonee yem Ha R ans
3TOro MaTtepuana, R — pacxoxgeHue pesynbTaToB ABYX WUCMbITaHW ANA OAHOMO U TOrO Xe MaTepuara, MonyYeHHbIX
pa3HbLIMK onepaTopamMu Ha pa3HoM 06opyAoBaHUK B pa3HbIX NaGopaTopusx.

X1.1.3 BHyTpuna6opatopHaa Npeuu3uoOHHOCTb

CraHaapTHOe OTKIOHEeHUe eXeAHEBHbIX Pe3ynsTaToB ofHON nabopaTopuu, NONYYEHHLIX OAHUM U TEM Xe one-
paTopoM, W CTaHAapTHOE OTKIOHEHUe NPOMEXYTOYHOW BHYTPUNaGopaTOPHON NPeLM3UOHHOCTU 6biNo onpefeneHo ¢
ucnonb3oBaHWeM cratucTudeckoro aHanusa no ACTM E 180 (cMm. Tabnuyy X1.1). Qins ctaTucTu4eckoro aHanusa 6bina
ucnoneb3oBaHa Bepcus 8.0 nporpaMMHOro o6ecneyYeHnsa CUCTEMbI CTAaTUCTUHECKOrO aHanusa (SAS).

Tab6nuuya X1.1 - OnpegeneHne cogepxaHns BOAbI B OPraHNY4eCKNUX XKUAKOCTAX KyTOHOMETPUYECKUM TUTPOBaHNEM
no Kapny ®uwwepy B npoLieHTax no macce

Obpaszey, | CpeaHeapud- MoBTOpPS- MpomexyTou- | Bocnpoussoan- Mpeaen MpomexyToy- Mpepen
METMYECKOEe | eMOCTb, CTaH- | Hoe CTaHAapT- | MOCTb, CTaH- | MOBTOpPsieMOCTM | Has NpeLyWanoH- | Bocnpoussoau-
3HaueHue (4N | AapTHOe OTKIIO- | HOE OTKIOHEHWe | AapTHOE OTKITO- HOCTb MOCTH
Bcex nabopato- HeHve HeHue
pui)
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 cooteTctBMU ¢ ACTM E 180 aHanu3 npegycMaTpuBaeT pacCMOTpeHWe pesynbTaToB ABYX UCMbITa-
HUW KaX4oro AHA Kak NoSly4eHHbIX B YCIOBUSAX NOBTOPAEMOCTU, NPOMEXYTOYHOW M BOCNPON3BOANMON NPELU3NOHHOCTU
ANA Kaxaoro aHanusa. MoBTopseMOCTb OUeHWBanNU No AByM HabopaM pe3ynbTaToB NOBTOPHBIX UCMLITAHUIA AN KaXzo-
ro fHsi, @ NPOMEXYTOYHYIO MPELMU3NOHHOCTb — NO COOTBETCTBUIO Pe3ynbTaToB 3a ABa AHSA ANA BCex nabopaTopuit.
MNpepnocTtepexeHue — MockonbKy ABa AHA — 3TO KOPOTKUW NEpUO] BPEMEHU, 3HAYEHNE NPOMEXYTOYHON NPeLN3NOHHO-
ctv no ACTM E 180, BepoaTHO, 6yaeT 3aHWXEHO.

X1.1.4 Noboe 3akntoyeHne 0 COOTBETCTBUM ITUX ABYX POPMYyNUpoBOK ByaeT npaBunbHLEIM C AOBEPUTENLHOM
BEPOSATHOCTLIO 95 %.

X1.2 CmelwieHue

CMeLLeHNe He YCTaHOBIMEHO, NOCKONBLKY OTCYTCTBYIOT CTaHAApPTHLBIE MaTepuansl ANA onpefeneHns CMeLLeHNs.

X1.3 MNpeunsnoHHOCTL Obina ycTaHoBNEHa Ha OCHOBAHUM cTaTUCTUYecKol 06paboTKM pe3ynbTaToB UCMbITaHUI 3
MaTepuanos B 17 nabopatopusx. Bbinu ncnonb3osaHbl cnegylowmue Matepuans:

HKUAKOCTL 1 — MOHO3TUNEHrNKKoNb (MEG),

XKUAKOCTb 2 — AnatuneHrnukons (DEG),

XKUAKOCTb 3 — TpuaTuneHrnukons (TEG).

X1.3.1 QNS oUeHKWU SKBUBANEHTHOCTU ABYX pe3ynbTaToB UCNbITaHW pekoMeHayeTcs BbibupaTb Matepuan, xa-
paKTepuCTUKN KOToporo Hanbonee BNU3KN K UCNBITYeMOMY MaTepuany.

" Uncbopmaums npueegeHa B uccnenoBatensckoM otuete ASTM RR Ne E15-1062.
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Npunoxenue JA
(cnpaBouHoe)

CBe,quMﬂ 0 COOTBETCTBUM CCbUTOUYHbIX CTAHAAPTOB
HauWoHaNbHbIM cTaHaapTam Poccuitckon Pepepauum
(v pecTBYOUWUM B 3TOM KayeCTBE MEXrocyAapCcTBeHHbIM CTaHAapTam)

Tabnuya JAA1

O6o3Ha4eHune OB6o3Ha4YeHne N HaUMeHoBaHNe COOTBET-
CTteneHb COOTBETCTBUSA
CCbINOYHOro CtTaHaapTa CTBYyHOLWEro HaljuoHanbHoro ctaHgapTa

ACTM [] 1193—06(2011) - *
ACTM []4672—12 - *
ACTM E 203—08 - *

*CoOTBETCTBYIOLMIA HALMOHASBHLIA CTaHAapT oTCyTCTBYET. [lo ero yTBepXAeHUs peKoMeHyeTcs UCMOoNb3o-
BaTb NepeBOA Ha PYCCKUI S3bIK AAHHOTO cTaHaapTa. MepeBoj AaHHOro ctaHaapTa Haxoautcs B deflepanbHoM UH-
opMaLUOHHOM POHAE TEXHUHECKUX PErTTaMEHTOB WU CTaHAapTOB.




FOCT P 56340—2015

YK 661.7:543.613.22:543.551.4:006.354 OKC 71.080 OKCTY 2409

KnioueBbie CroBa: OpraHN4eckne XnakocTu, onpeaeneHue Boabl, KyTOHOMETPUYECKOe TUTPoBaHue no Kap-
ny duwepy
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