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MNpepucnosue

Llenn, ocHOBHble NPUHLUUMNBI K 06LWKMeE NpaBuia NpoBefeHUs paboT Mo MexXrocyjapCcTBEHHON cTaHgap-
Tnsauun yctaHosneHbl FTOCT 1.0 «MexrocygapcTBeHHas cuctema ctaHgaptnsaummn. OCHOBHbIE MOMOXEHUSA»
n rOCT 1.2 «MexrocypgapcTBeHHas cuctema craHgaptusauuu. CtaHgapTbl MexrocygapcTBeHHble, npasBu-
fla 1 peKkoMeHauun no MexrocygapcTBeHHON ctaHgapTusayuu. Npaeuna pa3paboTku, NPUHATUA, 06HOBIE-
HUSA N OTMEHBbI»

CBefileHnsa o cTaHgjapTe

1 MOATOTOB/IEH OTKpPbITLIM akKUMOHEpPHbIM 06LLecTBOM «Bcepoccuiickuii HayyHo-uccnegoBatesib-
CKUIA MHCTUTYT no nepepaboTke HepTn» (OAO «BHUWHI») Ha ocHOBe cO6CTBEHHOrO NepeBoja Ha PyccKuit
A3blK aHT1053bIYHON BEpCUM CTaHfapTa, yka3aHHOro B nyHkTe 5

2 BHECEH ®epgepanbHbiM areHTCTBOM N0 TEXHUYECKOMY PeryiMpoBaHuio U MeTposiornm

3 MPUHAT MexrocygapCcTBeHHbIM COBETOM MO CTaHAapTu3auuu, meTponorun n ceptucpukaumnm (npo-
TOKON OT 14 HOA6pA 2013 . Ne 44)

3a npuHATME NporosocoBasin:

KpaTKOe HanMeHoBaHMe CTpaHbl KO/Z( CTpaHbl COKpaLI.teHHOe HanmMeHOBaHWe HaynoHanbHOIO opraHa
no MK (nCO 3166) 004 —97 no MK (MCO 3166)004-97 no ctaHgapTusauumn
Kuprusumsa KG KbiproisctaHgapt
Poccus RU Poccranpgapt
TagxukucTaH T TamxukcraHgapT
Y36ekucraH uz Y3craugapt

4 Mpukazom defepanbHOro areHTCTBa N0 TEXHUYECKOMY PerympoBaHuio 1 MeTpoaorum ot 22 Hos6ps
2013 r. Ne 683-cT MexrocygapcTBeHHblli cTaHgapT FOCT 32333—2013 BBeAeH B AeliCTBME B KayecTBe Ha-
LMoHanbHOro ctaHgapta Poccuiickoli ®epepaumm ¢ 1 sHBapsa 2015 r.

5 HacTtoawwuii ctaHgapT ngeHtnyeH ctaHgapty ASTM D 3339— 12 «CTtaHAapTHbI MeTog onpeaeneHuns
KUC/IOTHOTO Yncna HeTenpoayKkToB NONYMUKPOMETOL0M TUTPOBAHUA C LBETHbIM UHAMKaTOpoM» («Standard
test method for acid number of petroleum products by semi-micro color indicator titration», IDT).

CtaHgapT nogrotoBneH Komutetom ASTM D 02 «HedTenpoaykTbl U CMa304Hble Matepuanbl», U HEMNO-
CpPeACTBEHHYIO OTBETCTBEHHOCTbL 3a MeTof HeceT MNMoakomuteT D02.06 «AHaNIN3 CMa304HbIX MaTepuanos».

HanmeHoBaHMe HacTosALWero ctaHgapTa U3MeHeHO OTHOCUTE/IbHO HaMEeHOBaHUSA yKasaHHOro ctaHjap-
Ta ona npusepeHns B cootsetcteme ¢ FOCT 1.5 (nogpasgen 3.6).

Mpy NnpuMeHeHUn HaCTOALLEero cTaHgapTa pekoMeHAyeTca NCNoNb30BaTb BMECTO CCbIJIOYHbIX CTaHaap-
TOB COOTBETCTBYHOLME UM MEXIOCyfapCTBEHHbIE CTaHAapTbl, CBEEHUS O KOTOPbIX NpuBefeHbl B JOMNOJHU-
Te/lbHOM npunoxeHun A

6 BBEJEH BMEPBbIE

7 NEPEVN3AAHWUE. AsrycTt 2019 1.
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WNHbopmaLuus o BBefeHUN B AeicTBME (NpekpalleHun AeiicTBMA) HaCcTosAWero ctaHgapra u usme-
HEHWUI K HEMY Ha TEPPUTOPUMN yKa3aHHbIX Bbille rocyaapcTB Ny6aMKyeTCs B ykasaTensixX HauuoHasIbHbIX
cTaHAapToB, N3aBaembiX B 3TUX rocyfapcreax, a Takxxe B ceTn VIHTepHeT Ha caiiTax COOTBeTCTBY-
IOLLLMX HaLMOHasIbHbIX OPraHoB No cTaHgapTu3aumnm.

B cnyyae nepecmoTpa, M3MEHEeHNUs UM OTMEHbl HaCcTOosL ero ctaHgapTa COOTBETCTBYHO LW as WH-
chopmauua 6ygeTt onybnmkoBaHa Ha ohuumanbIloM NHTEpHeT-caliTe MexrocyAapcTBEHHOro coseTa o
cTaHfapTusauum, MeTponorum n ceptudnkaLmm B katanore «MexrocygapcTBeHHble cTaHgapThbl»

© CtampgapTuHdgopm, ocpopmnerue, 2016, 2019

B Poccuiickoli ®epepaumm HacToAaWwMA cTaHAapT HE MOXeT 6biTb MOMHOCTbIO UK
4acTUYHO BOCMpPOM3BELEM, TUPAXKUPOBAH M pPacnpoCcTpaHeH B KayecTBe oULNaANIbHOTO
nsganma 6e3 paspeweHus degepasbHOro areHTCTBa N0 TEXHUYECKOMY PerynpoBaHuio
1N MeTponoruun
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M E X IO CY oL AP CTUBETHH B 1 C T A HODAPT

HE®TEMPOAYKTbI

Onpe,qeneHVle KUCNOTHOTO Yncna nonyMmmnkpomeTonqom TUTpoBaHUA C UBETHbIM NHOWKATOPOM

Petroleum products. Determination of acid number by semi-micro color indicator titration

fata eBefeHns — 2015—01—01

1 O6nactb NPUMEHEHMUs

1.1 HactoAwwmi cTaHAapT ycTaHaBAnBaeT onpefeneHne KMCAOTHbIX KOMMNOHEHTOB B HOBbIX U 0Tpabo-
TaHHbIX HedyTenpoAyKTax U CMa3oyHbIX Matepuanax, pacTBOpUMbIX UAK cnabo pacTBOPUMBIX B CMeCAX TONy-
0na u M30NPONUIOBOro cNUpTa, TMTPOBAHWEM C LBETHbLIM UHAUKATOPOM.

MeTog Mcnonb3ytoT, ecnu A5 npoBeAeHnsa ncnoitaHusa no ASTM D 974 nASTM D 664 konnyecTBo 06-
pasua HefocTaTouyHo. MeTod NPUMEHUM AN onpefeneHns KUCNOTHbIX KOMMNOHEHTOB, KOHCTaHTbI Auccounayum
B BOAe KOTopbix 60see 10-®. OyeHb cnabble KUCAOTbI, KOHCTaHTbI guccounanm KoTopbix MeHee 10-®, He me-
watT onpegeneHuio. Conn MoryT onpefenaTbCa TUTPOBAHNEM, €CAIN UX KOHCTaHTbI rmgponusa 6onee 10'9.

1.2 HacToawmii MeTog UcnbiTaHUA MOXeT 6blTb UCNONb30BaH ANSA BbISBNEHUA U3MEHEHWUA KMCNOTHOIo
yucna, NpoucxofAaLLmMx B Macse npu oKucaeHnn. HecmMoTpsa Ha TO YTO TUTPOBAHWE NPOBOAAT B ONpefeeHHbIX
paBHOBECHbLIX YCNOBUAX, METOA He No3BOMseT onpefennTb abCoONOTHOE 3HAYEHNe KUCIOTHOrO Yncna, KoTo-
poe MOXHO WMCnonb3oBaTb A8 NPOrHO3MPOBAHUA XapakTepucTUK Macna npu akcnayatauuu. 3aBUCMMOCTb
KOPPO31N NOALWNUNHUKOB OT KAC/IOTHOIO WUW LLENOYHOIO YnC/ia He yCTaHOB/IEHa.

1.3 MocKoNbKy A8 UCMbITaHWA NO HacTosWeMy MeToay TpebyeTcs MeHbllee KOMYecTBo obpasua, 4em
ans metoaoB no ASTM D 974 nnn ASTM D 664. HacToAawmin meTod npeanodTuTesnieH N8 KOHTPONA OKucne-
HUA Macfia no U3MEeHEeHUI0 KUCNOTHOro ynucna. NpuMmeHeHne HacToAWeEero meToAa cokpaluiaeTt B/MAHNE OW -
60UYHbIX UCNbITAHWI 1 NO3BOSET NPOBECTM AOMOJIHUTE/IbHbIE aHann3bl KUCAOTHOTO Yucna nNpu CoXpaHeHuu
pacxoja ucnbiTyeMoro o6pasua v NoOAy4YnTb AONONHUTENbHbIE faHHbIE.

MpumeyaHune 1— HacToAwmiAi MeTOA UCNbITAHUA MOXET BbiTb 60/1€€ CIOXEH 19 aHa/IM3a HEKOTOPbIX Macen,
TaknMx Kak CMa304yHO-0XNax4aloLWmX XNAKOCTeR, NPOTUBOKOPPO3NOHHbIX 1 @HA/TOTVYHbIX KOMNAayHANPOBaHHbIX Macen um
Macef o4eHb TEMHOTO LBeTa M3-3a TPYAHOCTU onpeAeneHunst KOHEUYHOW TOUKM TUTPOBAHWSA C LIBETHBIM UHAMKATOPOM. 3TN
Macna MOXHO ucnbitatb N0OASTM D 664 npy HanMuuyM 4OCTATOUYHOTO KosiMyecTBa o6pasua. Mpu NnpMeHeHNN HacToALLEero
MeToAa MUCNbITaHWs 3Ta Npo6/eMa He BO3HUKAET 3a CcUeT UCnosib3oBaHust 6onee pasbaBneHHOro o6pasua u 6onblueit cta-
6UNBHOCTM M3MEHEHNA LBeTa B KOHEYHOW TOUKE TUTPOBAHWSA, YEM NMPU NPUMEHEHUM MeToAa MucnbiTaHna no ASTM D 974.
3HaYeHNs KUCMOTHBIX YMCeN, MOMYYEHHbIE NO HACTOSLEMY MeToAy, MOryT 6biTb paBHbl UM OTIMYATLCA OT MOMYYEHHbIX
noASTM D 664. HO NOpsAAOK 3HAYEHUIA fO/MKEH ObITb OMUH.

MpumeyaHne 2 — YCTaHOBNEHO, YTO pesy/bTaTthl, NOyYEHHbIE N0 HAcTOsALWeEMYy MeToay Ha obpasuax macen,
npefHasHavyeHHbIX 418 3KcnayaTaymm B rmapaBanyeckmx n napoBbix TypbuHax, Takme xe. kak no ASTM D 974, n npeaensbl
NpPeLn3noHHOCTN METOAO0B A1 HOBbIX UM OKUCNEHHBLIX CMa304HbIX MaTepuasos cosnagatT. OKMCNEHHbIE CMa304Hble
mMacna 611 NosyyYeHbl Npy onpegeneHnmn cTabunbHOCTH K okncneHnto no ASTM D 943. MonyyeHHble nokasatenu (Koad-
duymeHT Koppensauyum r= 0.989. HaknoH s = + 1,017.y = + 0.029) paccuntaHbl N0 3HAYEHUAM KUCNOTHbIX Yucen, onpe-
[eNeHHbIX Mo AByM MeTofam TUTPOBaHWA, NCNOb30BaHHbIM A8 ONpefeneHnsa nokasarenei npeynm3noHHocTmn (12.2)1>

1.4 3HayeHnna B cucteme eaunHuy, CW paccmaTtpmuBaloT Kak cTaHOapTHbIE.

1.5 B HacTosiWweM cTaHjapTe He npefyCMOTPEHO pacCMOTPeHNe BCeX BONPocoB obecneyveHus 6esonac-
HOCTW. CBSAI3aHHbIX C €ro npumMmeHeHnem. lMonb3oBaTeNlb HACTOALWEro cTaHAapTa HeceT OTBETCTBEHHOCTb 3a
yCTaHOB/IEHNE COOTBETCTBYOLLLMX NPaBWNA N0 TEXHMKE 6€30MacHOCTM U OXpaHe 3[4,0p0BbA, a Takxe onpegenseTt

11 cnonb3oBaHue koadhthuLeHTa koppensLum onucaHo B nybnukaumn: Mack C. Essentials of statistics for scientists and
technologists (OCHOBbI CTATUCTUKM ANA YYeHbIX U TexHonoros). Plenum Press. New York. NY. 1967. nnun gpyrux nyé6nvkaumsx.

N3paHue oduynansHoe
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uenecoobpasHOCTb NPUMEHEHNA 3aKOHOA4ATeNIbHbIX OrpaHMyeHunii nepes ero Mcnonb3oBaHunem. Cneunanb-
Hble YyKa3aHus No TexHuke 6es3onacHocTu npuBegeHsl B pasgenax 7 n 9, A1.1.4. A2.3.1 nA2.10.1.

2 HopmaTuBHbIe CCbl/IKK

B HacTosiwem cTaHgapTe UCNonb30BaHbl HOPMATUBHBIE CCbIIKM Ha cnegyoline ctaHgaptel. Ana gatu-
POBaHHbIX CCbIZIOK MPUMEHSIOT TO/IbKO yKa3aHHOe M3fjaHue CCbIJIOYHOTO cTaHAapTa, 415 HeJaTUpPOBaHHbIX —
nocnefHee nsgaHve (Bkiwyas Bce M3MeHeHns)1).

2.1 CtaHpapTbl ASTM:

ASTM D 664. Standard test method for acid number of petroleum products by potentiometric titration
(CtaHfgapTHbIl MeTOA onpefeneHns KUCI0THOro Yncna HepTenpoaykToB NOTEHLMOMETPUYECKUM TUTPOBAHMEM)

ASTM D 943, Standard test method for oxidation characteristics of inhibited mineral oils (CtaHgapTHbI
MeTog onpefefnieHns OKUCIUTENbHON CMOCOBGHOCTN MHTMBUPOBAHHbIX HE(PTAHBIX Macen)

ASTM D 974. Standard test method for acid and base number by color-indicator titration (CtaHgapTHbIi
MeTo/[ onpefeneHnsa KNCNOTHOrO U WenoYHoro yucna TMTpPoOBaHNEM C LBETHbIM UHANKATOPOM)

ASTM D 1193, Standard specification for reagent water (CtaHgapTHas cneundukauma Ha peakTus BO4Y)

3 TepMuHbI 1 onpeaeneHus

B HacTosiWem cTaHgapTe NPpUMEHEHbI creayowme TEPMUHbI C COOTBETCTBYHOLWMMY ONpeaeneHuaMun:

3.1 kucnoTHoe yncno (acid number): KonnyecTBo LWenoyu, BblpaxXeHHoe B MuaaurpammMmax rugpokcumaa
Kanus Ha oguH rpaMm obpasua, Heob6xogumoe Ana TUTPOBaHUA NPo6bl, PACTBOPEHHO B yCTAHOBJ/IEHHOM pac-
TBOpUTENEe. f,0 ONpefeneHHOro 3HaYeHUA KOHEYHOW TOYKM TUTPOBAHWUS NPWU MCMONb30BaHWUW ONpeaeneHHoNn
CUCTEMbI ee AeTeKTUPOBaHUS.

3.1.1 NMoscHeHue

B HacTosiWemM mMeTofe KUC/MOThl U COMN C KOHCTaHTamu guccounaumnm 6onee 10~9 TUTPYOTCA [0 KOHEY-
HOW TOYKM 3eneHOro LBeTa C MHAUKATOPOM M-HatTon6eH3enH.

3.2 oTpaboTtaHHoe macno (used oil): JTln6oe macno, KOTopoe Haxo4UNOCb B 3/ieMeHTe paboTatLiero
unn He paboTatwero obopyaoBaHua (Hanpumep, ABUraTenb, KOpobka nepegay, TpaHcopmartop unu Typ-
6uHa).

3.2.1 MoscHeHue

O6bIYHO C NOMOLLbI HACTOALWEr0 METOAA UCMbITAHUA ONPeaensatT KUCNOTHOCTb OKMC/IEHHbIX rMapas-
NNYEeCcKNX U TYpOUHHbIX Macen.

4 CyuwHoCTb MeToga

4.1 [Ona onpefeneHns KUCNOTHOrO yucna obpasel, Macna pacTBopsioT B pacTBOpPUTENE, COCTOSLLEM U3
TO/lyoNa v U30NpONuUI0BOroO CAMPTA, COAepXKalLero He6o/bLoe KONNYeCTBO BoAbl. MoNyueHHblt 0AHO a3HbI i
pacTBOp TUTPYIOT NPW KOMHATHON TemnepaType B aTMociepe asoTta cTaHaapTusosaHHsiM 0,01 M pacTeopom
rmgpokcuga kanus (KOH) B u30nponunoBoM crnupTe 40 NOSBAEHUS CTabWU/LHOTO 3e1EHOro UBeTa B NpUCyT-
CTBUW MHAMKATOpa N-HadToN6eH3enHa.

5 3HaueHune 1 NpMMeHeHune

5.1 HacToswwnii meTon McnbiTaHUA NO3BOMIAET ONpeAenMTb KUC/OTHOE YUCNO0 Maces, NoABEPrHyTbiX
oKucneHuto B nabopaTopHbIX YCNOBUAX, C UCNOMb30BaHNeEM 06pa3uoB MeHblwero obbema, yem TpebyeTtcs
ans metogos no ASTM D 974 n ASTM D 664. HacTtosawunii meton umeet oco60e NpUMeHeHWe B MeToAe uc-
neiTaHns no ASTM D 943, npu BbINO/IHEHWW KOTOPOrO NEepuofMYeckn OTOMpaldT Masnble anumkBOTbl macna
ONA UCNblITaHMA NO HacToaweMy meTogy. Hactoawmini meToa ncnonb3yeTca 418 KOHTPONSA OKUCNeHNa macna
onpefefnieHnemM N3MEHEHUSA KUCNOTHOTO Yncna Yepes pasHblie NPOMEXYTKN BPEMEHU NPU UCNbITAHUN B pa3HbIX
YCNOBUAX OKUCNEHUSA.

1) Ccbinkn Ha cTaHgapTel ASTM MOXHO yTOUYHUTB Ha caiite ASTM website, www.astm.org nnv B cnyxb6e nogaepx-
Kn knuneHToB ASTM service@astm.org. a Takke B MH(POPMaLVOHHOM TOMe eXerogHoro cb6opHuka ctaHgaptoB ASTM
(Website standard's Docunrent 5uTTary).ctTaHapToB Ha CTpaHuLe caiiTta.
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6 Annapatypa

6.1 BiopeTka 4na TUTpoOBaHUA

ABTOMaTU4Yeckasa GropeTka ¢ MUKpolwkanoi ¢ geneHnamu 0.01 cM3 BMECTMMOCTbIO HE MeHee 2 cM3.

6.2 EMKOCTb A1 TUTPYOLWEro pacrteopa

MpeanoYTUTENBHO MCNO/b30BaTb EMKOCTb, COCTABAOLLYI0 eMHOEe LEeNoe C aBTOMATUYECKO 6I0peTKoiM, Kak
nokasaHo Ha pucyHke 1. MOXHO NCMO/b30BaTh OTAE/bHYI0 OT aBTOMATUUYECKON 6IOPETKU eMKOCTb ANt TUTPYIOLLEero
pacTteopa, ecin Tpy6ka, CoeuHsIoLan eMKOCTb C GIOPETKOl, U3roToB/eHa M3 CTekNa. 3almuiaoT TUTPYoLMii pac-
TBOP OT BO34eiCTBUS CBETA, UCMO/b3Ysl eMKOCTb 13 CTeK/a SHTAPHOTO LBeTa, uin o6opaunsas ee onbroi, Hanpu-
Mep. aNtoMUHUEBOM, UK APYTUMU NPUTOAHbIMK cnoco6amu. Tpy6Ky B EMKOCTY 415 yAaNeHNsi TUTPYIOLLero pacTeo-
pa ycTaHaB/IMBaOT Tak. YTO6bl €€ KOHEel, HaXOAM/ICS Ha PaCCTOSHUKU NPUBAN3UTENbHO 20 MM OT AHA eMKOCTM ANs
npefoTBpaLLeHUs HapyLLEHWsi 0caaka, KOTOpbll ckanamBaeTcs Ha jHe pe3epByapa. s UCKYeHns fjanbHeiwero
nonagaHus ocajka B MUKpO6IopeTKy HE06X0AMMO CBECTU K MUHUMYMY NepemMeLuMBaHue pesepeyapa.

1— nornotutenbHas Tpy6ka. 2 — oCylWUTeNb: 3 — HaTPOHHAsA U3BECTb WU ackapuT; 4 — ocyliuTenb: 5— poTameTp: 6 — UCTOUHUK
npoAyBOYHOTO rasa; 7 — aBTomaTuyeckas 6lopeTka C MUKPOLIKANOii; 8 — BEHTUNALMOHHAS Tpy6GKa K BbITAXKe; 8 — HarHeTaTenbHas rpya.
10— cTakaH AnA TUTpPoBaHUA. 11— UMAWHAPUYECKUI CTepXeHb Mewanku; 12— marHutTHas mewanka; 13 — eMKoOCTb ANA TUTpyOLWero
pacTeopa; 14— ocywuTtenb; 15— HaTpoHHas n3BecTb: 16 — ocywuTtenb; 17 — nornotutenbHas Tpybka. 16— npobka

PucyHok 1 — Cxema TunoBoro annapara
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6.2.1 Mpu ncnonb3oBaHun N060ro TMNa pesepsyapa BCe BXOAbl U BbIXOAbl GIOpPeTKM 1 pe3epsByapa A0/MKHbI
6bITb COEAUHEHbI C NOTNOTUTENbHBIMU TPY6KaMu A5 NOFIOLEHNSA ANOKCUAA Yriepoa n3 aTMocdepsbl, HanpuMep
Tpy6Kamm ¢ 6€3BOAHLIM Cy/baTOM KasibLusi C pa3Mepom 4yactuly, 10—20 Mew B KAYECTBE OCYLUUTENSA U HATPOH-

HOli M3BECTbIO B KauecTBe abcopbeHTa Anokcnaa yrnepoga. Cnegyet cobnofate npaBuna TeEXHNKU 6€30NacHOCTM
[ANA NpejoTBpalleHns nonajaHus HaTPOHHOW M3BECTW B EMKOCTb /1 TUTPYIOLLEro pacTBopa uau GopeTky.

6.3 CtakaH ona TuTpoBaHua

Bbicokunii cTakaH bepuenuyca BMecTuMocTbio 100 ¢cM3 6€3 C/IMBHOIO HOCKMKAa BHYTPEHHUM AMaMeTpoMm
npmMénM3nTenbHO 47 MM. BbICOTO NpUGAN3NTENBHO 79 MM.

6.4 Mpobka ANa NpoAYyBKN cTakaHa ANsA TUTpoOBaHMA

Mpo6ka 13 31aCTOMEPHOro mMaTepuana, yCTOWYMBOrO K BO3AEWCTBMIO pacTBOpUTENna AN TUTPOBaHWA, Ha-
npuMep M3 HeornpeHa, AMaMeTpoM BepxHeil YyacTu npubnansnTenbHo 53 MM. JuaMeTpoM HWXKHEN YacTu npubnnsu-
TeNbHO 45 MM. BbICOTON NPUGAN3NTENLHO 25 MM, MIOTHO 3aKpbiBaKOLWas cTakaH Ana TMTpoBaHus. Mpobka go/mkHa
6bITb OCHaLLeHa CTeK/IAHHOW HarHeTaTeIbHOWM TPYOKOW [HapyXHbIVi AuameTp Tpyoku 8 MM. BHYTPEHHUIA fuameTp —
(7 £ 1) MmM], BbiIXxoasLweli Hke Npobkn Ha (15 + 2) mm. Mpobka fo/MKHA UMEeTb OTBEPCTUS 4151 BIOpeTKN U poTameTpa,
pacnooxXeHHble Ha ee MPOTMBOMO/IOXHbIX CTOPOHAX, PacCTOsiHME MeXAy LeHTpaMu otBepcTuii — (30 * 1) Mm.

6.5 PoTameTp Ans NpoAyBOYHOrO rasa, o6ecneymBarLLmnii nokasaHne ckopoctu notoka 10 gm3/.

6.6 MarHnuTHas mellanka c peryimpyemoii CKopocTblo.

MpumeuyaHune 33— [1nsnepemMeLlInBaHns 06pasL0B MOXHO UCMNOb30BATL MEXAHNYECKYIO NPONENNepHYH MeLasky.

6.7 LunuHapnyecknii cTtepXeHb MarHUTHON Mewasnku guamMeTpom 7,9 MM. ANWHOW 25.4 MM ¢ nonuTeT-
paTOP3TUNEHOBLIM MOKPbLITUEM.
6.8 MNuneTka, o6ecneunsatoLlan gobasneHne (0.100 +0.002) cmM3 MHAUKATOPHOTO pacTBopa A8 TUTPOBaHUS.

6.9 BropeTka gna pacTtBopuTens ANA TUTpoBaHUA

BropeTka BMECTUMOCTbIO He MeHee 50 cmM3c ManbiMu geneHnamu no 5 cm3. Bepx GOpeTKM 3aKpbiBaOT
NPo6KO M COeANHAIOT C NOrNOoTUTENLHOW TPYOKOW, Kak B 6.2, 4NA yaaneHns guokcuga yrnepoga v Bnarv u3
aTMocdepbl. MOXHO NPUMEHATb anbTepHaTUBHbIE CpeAcTBa [03MPOBAHUA pacTBOpUTENa ANA TUTPOBAHUA
npu ycnoBuu nosyyeHus nostopsemoct B npegenax £ 1 cm3 Ha 40 cm3 06bemMa 1 U30/IMPOBaHUA PacTBoO-
puTena oT AuokKcuaa yrnepoga u Bnaru, nonagarmLmx u3 atmocgeps.

MpumeuyaHune 4 — [Ind o6HAPYXEHUS KOHEUHOW TOUKM TUTPOBAHUS TAKKE MOXHO MCMO/b30BATH aBTOMATUYE-
ckoe (poToMeTpuueckoe ycTpoiicTBO. MpPeuusnoHHOCTb, NPUBEAEHHY0 B pasgene 13. K 3TOMy cnoco6y TUTPOBaHUS He
NPUMEHSIOT.

7 PeaktuBbl U MaTepuasl

7.1 YuctoTa peakTuBOB

ONs vcnbiTaHnii MCNob3yloT peakTuBbl KBanuukauun 4. 4. a. EcAn HeT gpyrux ykasaHwii, peakTuBbl
[LO/KHbI COOTBETCTBOBAThL cneundukauuam Komureta no aHafMTUUYeckuM peakTusam AMeprUKaHCKOro xummuue-
cKoro o6uecTeallvam Apyrum cTaHgapTam Ha XMMUUYeckue peakTuebl. MOXHO UCMOMb30BaTh PeakTUBbI APYroi
KBanMuKaLmum npu noATBEPXKAEHUN BbICOKON CTENEHN YNCTOThI, HE CHUXAIOL e TOYHOCTb ONnpejeseHus.

7.2 YnctoTa BOoAbl

Mcnonb3yloT CBEXY AUCTUNNNPOBAaHHY (He codepxalyl ABYOKUCh yrnepoga) soay tunos Il uan lli
noASTM D 1193.

7.3 leHaTypupoBaHHbI/ 3aTnA0BbIA cnupT USP 200 nnu geHaTypupoBaHHbI CUPT, COOTBETCTBYIOLW KA
opmyne 30 Blopo rocygapcTBeHHbIx c6opos CLUA.

MpepgynpexaeHne — BocnnameHaowmincs. ToKCUYeH.

XumMuyeckme peakTuBbl, cneymdukauun AMepuKaHCKOro XMmmuyeckoro ob6uiectsa (AMeprkaHckoe Xumuyeckoe
06LecTBo. BalwmnHITOH, okpyr Konym6us). MpeanoxeHns no UcnbiTaHUAM peakTUBOB, He BK/IIOYEHHbIX B CMUCOK AMepu-
KaHCKOro Xxmmu4yeckoro obuiectsa, cM. B «ExerofHble cTaHgapTbl Ha nabopaTopHble peakTusbl». BDH Ltd.. Poole. Dor-
set. BenukobputaHus, un B ®apmakonee CLWA n B «HaunoHansHom chopmynsipe». U.S. Pharmacopeial Convention. Inc.
(USPC). Rockville. MD.

4



FOCT 32333—2013

7.4 3onponunoBblii 6€3BOAHbLIV cNUPT (2-nponaHon), cogepxalynii He 6onee 0.9 % Bofbl.
MpepynpexaeHne — BocnnameHawWwmiics.

MpumeyaHue 5 — VI3BECTHO, YTO NPY OTCYTCTBUM WHIMGUTOPOB 2-MPONAHON MOXET cofdepxXaTb NepoKcupbl.
B 3TOM cnydyae npu ucnapeHun B eMKOCTU A5 XPaHEHUSt UNU B LO3MPOBOYHOI OYTbINIKE, €C/IM OHU NOYTW MycTble Un
cyxue, MoXeT 06pa3oBaTbCA B3pbIBOONACHASA CMECh.

7.5 PacTtBop MHAnKaTopa n-HacTonb6eH3enHa:>21

n-Hadtonb6eH3enH fos/keH COOTBETCTBOBATL TpeboBaHNAM, NPUBEAEHHbIM B NpuaoxeHun Al. FoTosaT
pacTtBop, cogepxalunin 10 r n-HachTonb6eH3enHa B 1 M3 pacTBopuTens, 4NA TUTPOBaHUSA.

7.6 A30T — CyXxOli ras, He cofepxaliunii guokcmuaa yrnepoga.

7.6.1 ina nony4yeHuss BOCNPOM3BOANMbIX Pe3yNbTaToB ¥ CTabWUIbHOrO N3MEHEHNA LBeTa KOHeYHOW Tou-
K TUTPOBAHMUA OYEHb BaXHO, YTO6GbLI MPOAYBOYHbINM ra3 — a30T He codepxan auokcug yrnepoga. NpumeHsoT
npegBapuTenbHO OYULLEHHbI a30T.

7.7 HgukaTop — pacTBop peHondrTanenHa

PactBopstoT 0,10 r TBEpAOro YncToro peHonranenHa B cmecn 50 cm3Boabl 1 50 cM3 3TUNOBOrO cNupTa.

7.8 PactBopuTenb gnsa TutpoBaHus, coctoswmii ns (5.0 £0,1) cm3 Boapl. (495 + 1) cM3 2-nponaHona u
(500 £ 1) cm3 Tonyona.

7.9 CtaHgapTHbI cnupToBOl pacTBop ruapokcuga kanusa (KOH) koHueHTpauuein 0.01 M.

MpepynpexaeHne — Koppo3MOHHO-aKTUBHBbINA.

NMpumeyaHue 6 — BMecTo peakTMBOB, NPUrOTOBMIEHHbIX B N1a60PaTOPUM, MOXHO MCMNONbL30BaTb PEakTUBbI,
nmMetoLmecs B Npogaxe.

7.9.1 NpuroTtoBnexHue 0.01 M pacTBopa rugpokcuga kanusa (KOH)

B koHM4Yeckyto Konby dpneHmeliepa BMecTUMocTbio 2 am3nomelsatoT 3 r TBepgoro KOH v npubnnsntensHo
1 am3 2-nponaHona. OCTOPOXHO KMNATAT CMEecb Ha BoAsHOl 6aHe 10—15 MUH. nepemMeluvBas gna npegorTspa-
LieHns obpa3oBaHuA cnexaBluerocs TBepAoro ocagka Ha fHe Konb6bl. jo6aBnsalT NpubaM3nTensHo 1 r rmapok-
cufa 6apus M CHOBA OCTOPOXHO KUNATAT nNpubnmsutenbHo 10 MuH. OxnaxgalT A0 KOMHATHOM TemnepaTypsbl,
3aKkynopuBaloT AN NpeAoTBpalleHuss KOHTakTa ¢ aTMOC(EepHbIM BO34YXOM U BbiLEPXMBAOT B TeyeHne Houu
(Nnpu6nmn3nTEenbHO 16 4). GUNLTPYIOT OTCTOABLUMIACA BEPXHWI CNONK XWUAKOCTU Yepe3 MeMOpaHHbIi hunbTp u3
nonuteTpadToOpaTMaeHa ¢ pa3mepom nop 10 MkM. usberas Bo3feicTBMA BO3AyXa, 3aTeM pa3baBnsaoT pacTsop
2-nponaHonomM (40 KoHueHTpauuu npuénusutensHo 0,05 M) go obwero ob6bema npubnunsutensHo 5 gm3 (Npu-
MeuaHue 7). XpaHAaT TUTPYOLWKiA pacTBOP B XMMUYECKN CTOMKON [O3MPOBOYHON BYTbINKE, HE AONyCcKas KOHTakTa
C KOPKOBOW MM Pe3VHOBOW NPOGKOW MAM OMbISISEMOWN CMa3KoW 3anOpHOro KkpaHa, C NOroTUTENbHOW TPYy6Koi,
cogepxallieil HaTPOHHYI0 M3BecCTb. MNpy XpaHeHUn 3aluLLalT pacTBOp OT BO3AEWCTBMA CBETA, XPAHAT B TEMHOM
noMeLLeHUn NAn B CTEKNSAHHON BYTbINKe AHTAPHOrO LBeTa, Uan 06epThiBalOT 6YTbIIKY antoMUHUEBON DONbIOWA.

MpumeyaHne 7 — CnegyeT cTporo cobnwfaTb BbilleykazaHHOe ANS1 06ecneyeHns KOHEUYHON KOHLeHTpaunm
pacTtsopa (0.011 + 0.002) M.

MpumevaHune 8 — M3-3a cpaBHUTENbHO 60NbLLWOr0 KO3hdurymeHTa 06bEMHOr0 paclIMpeHns opraHn4yeckmnx
XWAKOCTEN, Takmx Kak 2-nponaHon, ctaHjapTHbIe CMMPTOBbIE PacTBOPbI CliedyeT cTaHAapTU3npoBaTh Npy Temnepartypax,
61M3KNX K TemnepaType NpoBeAeHns TUTPOBaHNSA 06pas3LoB.

7.9.2 CtaHgapTu3auma pactesopa

CTaHfapTu3npyloT TUTPYIOLW M pacTBop (MpMMeYaHune 8) No BbiCylleHHOMY (He MeHee 14 npu Temnepa-
Type 110 °C) uuctomy rugpodpranaty Kanmsa, UCNoNb3ysa MeToA onpefeneHns KUCNOTHOro yMcna, onucaHHbli
B 9.1, 3a UCKNOYEHMEM TOro, YTO B Ka4yecTBe pacTBOpuTens ucnonb3ywT (40 £ 1) cm3 BoAbl U B KayecTBe
NHAUKaTopa A06aBnAloOT WecTb kanenb pacTsopa eHondTanenHa. XonocToo TMTpoBaHMe NPoBOAAT TEM Xe
cnocob6om 6e3 rugpodtanarta Kanusa. Nepuoanmyeckn CcTaHfapTUINPYIOT TUTPYOLWKNA pacTBop ANA obHapy-
XeHusa nsameHeHusa B 0,0003 M. ina onpefeneHns 3Ha4eHUs KUC/IOTHOTO Yyucna KOHUeHTpaunum TUTpyroLwero
pacTtBopa UCnosnb3ylT cpefHeapudmeTuyeckoe 3Ha4YeHne MOJIAPHOCTU pacTeopa, onpeAesieHHoe He MeHee
yeMm no ABYM napanfefibHbIM aHanu3am.

1*Mpwn nccnegosaHuy B 2006 1. COOTBETCTBYIOLWMMUN TpeboBaHNAM npunoxeHusa Al 6bi1v npusHaHbl mapku Kodak,
Baker (Mallinkrodt). Fluka n Aldrich. B HacTosuiee Bpema mapka Kodak HegocTynHa.

2>MogTBepxaatoLne aaHHble xpaHatcsa B LUTa6-ksapTupe ASTM International u MoryT 6bITb NOMy4YeHbI N0 3anpocy
nccneposatensckoro otyeta RR:D02-1626.
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7.10 Tonyon NS HUTPOBAHWA WAV PABHOLEHHbIA.
Mpepgynpexaenne — Bocnnamexsatowmincsa. Mapol BpeaHbl.

8 MNopgroToBka Npob6 oTpaboTaHHOro macna

8.1 Heob6xoaumo cTporoe co6nogaTe MeTOANKY 0T60pa Npob, N3M0XKEHHY0 B 8.2. Tak Kak NpucyTCTBYIO-
WMt ocafok MOXEeT 6bITb KUCTOTHLIM UK LW Ee/TOYHbIM U aACcopbupyeT KUCNOTHOE WK LW e/I0YHOe BeLLecTBO
13 Npo6bl. HenpaBubHbIN 0T6OP NpeacTaBUTENbLHON NPOGLI MOXET NPUBECTU K CEPbE3HbIM oW nbKam.

8.2 O6pasel, oTpaboTaHHOro macsna (npuMeyaHue 9) HarpesaloT Npu nepemeLlInBaHnn B UCXO4HOM KOH-
TeliHepe o Temnepatypsbl (60 + 5) eC fo romoreHusayum (npumeyaHue 10). Ecnm ncxopHblli KOHTeHeEp M3ro-
TOBJIEH U3 HEMPO3pay4yHOro maTepuana Wam ecnv OH 3anosiHeH 60s1ee YeM Ha Tpu YeTBepTH, obpasel nepenu-
BalOT B Oy Tbl/Ib U3 NPO3PAYHOro CcTeksia, BMECTUMOCTb KOTOPOI HE MeHee YeM Ha OHY TpeTb 6onblie o6bema
ob6pasua, 1 nepeHocAT BeCb 0Caf0kK N3 NCXOAHOT0O KOHTeliHepa B 6yTbl/ib MPU 3HEPTUYHOM NepeMeLllnBaHmn B
MCXO4HOM KOHTelHepe. [Mocne romoreHmsauny ocagka punbTpyoT o6pasel, U1 COOTBETCTBYIOLL Y0 alluKBOTY
yepes ceTyatblil punbTp ¢ pasmepom Aveek 100 Mew ANA yaaneHUs KPYMnHbIX NOCTOPOHHUX YacTul (npumMe-
YaHue 11).

MpumeuyaHne 9— O6pasel HE HArPEBAIOT, €C/IN BU3yasbHO 0CAA0K HE OGHAPYXEH.

MpumeyaHune 10— lockonbKy oTpaboTaHHOE Mac/o NoABepraeTca 3HaYNTENbHbIM U3MEHEHUAM NPU XpaHe-
HUK, ncnbiTaHns 06pasL 0B NPOBOAAT cpasy Nocne oTbopa U3 CMa3oUYHON UM UCNbITATENIbHOW CUCTEMBI U PErNCTpUpPYIoT
paty otéopa npob v gaTy NnpoBeAeHNs UCMbITaHWS.

MpumeuyaHune 11— O6pasel He YUILTPYIOT, EC/IN BU3yaSIbHO 0CAA0K HE OBHAPYXKEH.

9 lNpoBegeHne ncnbiTaHng

9.1 TwuTpoBaHMe ob6bpasuya

B unCTbIli B3BELLEHHbI CTakaH AN TUTPOBaHWS MOMeLLalT Tpebyemoe Kon4ecTBo obpasua, B3BELIEH-
Hoe ¢ ToyHocTbio A0 0.1 mr. PekomeHgyemas macca obpasua npveegeHa B Tabnuue 1. MNomewanT 0CTOPOXHO
B CTakaH MarHuTHyl Mellasiky, He pasbpbisrusas obpaseu. Jo6asnsawT 40 cM3 pacTBOpUTENA A9 TUTPOBAHNUS,
MCMonb3ya YacTb 06bema pacTBopuTens 418 TUTPOBaHUSA A1 CMblBa Kanesb obpasia co CTEHOK cTakaHa Ans Tu-
TpoBaHUA Hag kugkocTtbto. Job6asnsaT (0.100 £0,002) cm3 pacTBopa nHAaMKaTopa n-HagtondeHsenHa. Cpasy xe
3aKpbIBalOT cTakaH NPo6Kol, COeANHEHHON C poTaMeTpPOM U UCTOYHUKOM MPOAYBOYHOrO ra3a — a3oTa. BctaBnsioT
KOHUYMK BIOPETKM B CTakaH Yepes oTBepcTMe B Npobke. MonoxeHne KoHUYnKa 6opeTkn perynupytoT ans obecneve-
HMA cBOGOAHOrO BbIX0Aa NPOAYBOYHOrO rasa Yepes oTBepCcTUNeE B LieHTpe NPoBKN, NPM 3TOM HUXHAS 4aCTb KOHUMKA
6lOpeTKN [0/HKHA HAX0AUTLCA NPUGAN3NTENBHO HA 10 MM Bbille MOBEPXHOCTU pacTeopa.

MpepynpoxaeHne — MpoayBOYHbIN ras. cogepxaluii ToNyon, yaanaT COOTBETCTBYWOLWEN BEHTUNS-
uneit 4na nckniyeHna obpasoBaHnsa ONacHOro AaBfieHuns.

Cpasy nponyckalT B TedyeHne 15—30 ¢ NOTOK NPOAYBOYHOIO rasa yepes cTakaH C OTHOCUTENbHO BbICO-
KO ckopocCTblo, Hanpumep npubansntenbHo 30— 40 gm3y, 4TOOLI 6GLICTPO NPOAYTH BO3A4YX B CTakaHe, 3aTem
nepemeLwmnBaloT pacTBOp MarHWTHOW Melwankoi. Mocne npofyBKW ycTaHaBMIMBaOT CKOPOCTb NOTOKa asoTta
(10 £ 1) gmM3/4. CKOpPOCTb NepeMeLlLInBaHNA PeryanpytoT Tak. 4Tobbl adhhekTMBHO NnepemMellnBaTb pactBop 6e3
pas6pbi3rnBaHna UM BOBMEYEHUA B HEFO NPOLYBOYHOrO rasa.

MpuMmeuyaHne 12 — Tpy exefHEBHbIX UCMbITAHUAX Nepej fo6aBieHMeM 06pasua MOXHO NpejBapuTesbHO
nepemellaTb MHAWKATOP C PAcTBOPUTENIEM AfS TUTPOBAHUS.

Ta6nunya 1— Macca obpasua*s

O6uee kvicnoTHoe umcno, Mr KOHfr obpasHa Macca o6pasua, r
[o 0.01 sktou. Ot 5.0 go 2.0 BK/tOY.
OT1 0.01 go 0.10 Bk/toY. Ot 2.0 go 1.5 BK/tOY.
OT1 0.1 go 0.5 BKkntou. Ot 1.580 1.0 BKNtOY.
OT 0.5 g0 3.0 BKNtOY. Ot 1.0 go 0.2 BK/IOY.
Ce. 3.0 Ot 0.2 go 0.1 BK/tOu.

[ilNA TEMHOOKpPALLEHHbIX MaceN C 06LMM KACNOTHBIM YUCIOM He Gonee 0.1 AN CHUXEHUS BNUSHWSA LBeTa npu
TUTPOBAHWU C LBETHBIM UHAVMKATOPOM MOXET NOTpe60oBaTbCsA 06pasel, MeHbLUel mMacchl.
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9.1.1 TuTpyloT ob6pasel npu Temnepatype Hmwke 30 BC cTaHfjapTusoBaHHbiM 0.01 M pacTBopom

KOH. LiBeT uHankatopa LO/MKEH MEHATbCS OT OPaHXEBOro A0 SIPKO-XesfToro, 3aTem NepexoanTb B 3e-
neHblii. Npu U3MEHEHWUN LBETa pacTBopa Ha 3esieHblii yMeHbwawT 06beM fo6aBisieMOro TUTpyloLero
pacTBopa A0 ogHoi kannu (py4yHas GiopeTka) unm go 0.01—0.05 cm3 (aBToMaTmMueckas 6topeTka). Mpo-
[LOMXaT TUTPOBaAHUE A0 YCTOMUYMBOrO 3€/1EHOr0 LBETa, CoXpaHsawlueroca He meHee 15 ¢ nocne go6as-
NeHUst nocnefHeli nopuuu TUTpyLWeEro pactsopa (npumeyaHue 13). KOHEUYHYH TOUYKY TUTPOBAHMUS MOXHO
3aMeTUTb MO HayanbHOMY OKpaluMBaHWIO pacTBopa B XeNThblii LBeT, npoucxogsawemy 611M3Ko K KOHEYHO
TOouke. PeructpupyioT 06beM TUTPYIOLLEro pacTBopa, HE06X0AMMbII AN NOSyYeHUs CTabuUIbHON KOHeu-
HOW TOYKM TUTPOBAHUS.

n pnmedyaHune 13— MOFyT I'IOTpeﬁOBaTbCH HECKOJ/IbKO Kanesib TUTpyrulero pactesopa A4 noayvyeHuna cTabunb-
HOro oKpawwuBaHusa B KOHEYHOI Touke nocne nony4yeHna Xento-3eneHoro okpawmesaHna C oﬁpaau,aMM OTpaﬁOTaHHOFO
mMacna, nMmernwnmm cpaBHUTEIbHO BbICOKME 3HAaYeHUA o6|.|.|,ero KMCNOTHOrO 4Y1ucna, Hanpumep He meHee 3 mr KOH/r.

9.2 XonocToe TUTpOBaHue

XonocToe TMTpOBaHUE U TUTpoBaHne o6pasua NPOBOAAT B Of4WH AeHb. TUTPOBaHMUE BbINOHAKT N0 Me-
TOoAMKE. U3/0XeHHON B 9.1. HO 6e3 obpasuya. PeructpupyoT TpebyemMoe KoMYecTBO TUTPYHOLLEro pacTeopa
L7151 MONyYeHUsi CTabUIbHOTO 3€/IEHOTO0 LiBETA B KOHEYHOW TOUKE TUTPOBAHWS.

10 OdhopmneHmne pesynbTaTos

10.1 BbluncnaT KMcnoTHoe yncnio, Mr KOH/r. no coopmyne
nn
KMCNOTHOE Ynco 156.10——-—-W ----- . (D

rae M — monspHas KoHueHTpauus TuTpyouwero pacteopa (7.9.2);
A — o06bem pactBopa KOH. nspacxogoBaHHblii Ha TUTpoBaHue obpasua (9.1). cm3;
B — o6bem pactBopa KOH. nspacxofoBaHHbIl Ha X010CTOe TUTpPOBaHue, CM3;
W — macca o6pasua (9.1), .
11 MpoToKoN UcnbiTaHUA
11.1 TpOTOKON UCNbITAHUA AOIXKEH cofepXaTb

KkncnotHoe yucno (no FOCT 32333—2013 ) = (pe3yabTar). (2)

11.2 3HayeHue KMCMOTHOTO Yncna perncTpupyroT cregyowmm obpasom:

KncnoTHoe unucno YkasblBalOT pesynbrat
[0 0.01 Bkntou. MeHee 0.01

Ot 0,01 go 1.00 BktOY. C ToyHoCTbIO g0 0,01
OT 1.0 fo 10.0 BKNtOY. C TouHOCTbIO A0 0,1
Ot 10,0 go 20.0 BkHOY. C TouHoCTbIO 0 1.0

12 KoHTpONb KayecTsa

12.1 MpaBWAbHOCTbL BbINOMIHEHUSA NpoueAypbl UCNbITAHUA NOATBEPXAAKT, aHanusupya obpasel ans
KOHTponsa kayvectBa (QC). MO BO3MOXHOCTU NpeAcTaBUTesIbHbIA NO OTHOWEHUI0 K 06bIYHO aHanu3upyembiM
obpasuam.

12.2 MNepep KOHTpPO/NEM NpoLecca U3MepeHns Nonb3oBaTeslo MetTofa HeobxoAnMo onpeaennTb Cpoa-
Hee 3HayYeHue U KOHTPOJbHble Npeaens! ana obpasya QC*>.

12.3 lna onpeaenieHns COCTOAHUA CTaTUCTUYECKOrO KOHTPOJIA npouecca UCMbITaHUs PerncTpupyoT pe-
3y/ibTaTbl KOHTPOA KavyecTBa N aHaIU3NPYyT NX C NMOMOLLLLIO KOHTPO/IbHbIX KapT WUan APYrnx CTaTUCTUYECKN
3KBUBANEHTHbIX METOA0B* >

1L MNL7. PyKoBOACTBO MO NPeACTaBMEHUI0 AaHHbIX aHann3a c NOMOLLbI0 KOHTPOJIbHbLIX KapT. 6-e n3gaHne. ASTM
Internationa). W. Conshohocken, PA.
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[omKHbI 6bITh MCCAEAOBaHbI MPUYMHBI NOSABAEHNS NO6LIX BbiNajaloLnx gaHHbIX. Pe3ynbTaTel nccneno-
BaHUs MOTYT, HO He 065a3aTesibHO, yka3aTb Ha HE06XO04UMOCTbL NOBTOPHON KanuGpPoBKU Nnpubopa.

12.4 Tpu OTCYTCTBUM YeTKNX TpebOoBaHWii B MeToAe UCMbITaHUSA NEePUOAUYHOCTb MPOBEPOK KOHTPOASA
KayecTBa 3aBUCUT OT KPUTUYHOCTU M3MEPSAEMOrO nokasartesns, cTabunbHOCTM npouecca M3MepeHns u Tpebo-
BaHWi 3aka3umka. O6bI4HO o6pasel, QC aHaNM3nPYOT exeHEeBHO BMecTe ¢ o6pasuamMu 45 ucnoitaHus. Mpu
MOCTOSIHHbIX aHanM3ax 601bWOro konyecTsa 06pa3Lo0B NepMoAMYHOCTbL NPOBEPOK KOHTPOA KayecTBa f0/1K-
Ha BO3pacTaThb. O,qHaKO €eC/1n YyCTaHOB/1EHO, YTO UCNbITaHUA HaxoaAaTcAa nod CTaTUCTUYECKMM KOHTPOieM, Ya-
CTOTa NPOBEPOK KOHTPO/IA KayecTBa MOXET OblTb YMeHblleHa. [N o6ecneyeHns kayecTBa pesynbTaTtoB UC-
NbiITAHWA MPEeLV3MOHHOCTb aHanusa obpasua ANA KOHTPONSA KavyecTBa AO/HKHA MPOBEPATLCS CPaBHEHUEM C
NPeLn3NoHHOCTbI0 MeToAa UCNbITaHWA.

12.5 M0 BO3MOXHOCTU PeKOMEHAYIOT MCNONb30BaTh TUN 06pasua AN1a KOHTPOsS KayecTBa, KOTOPbIA AB-
nseTca npeAcTaBUTeNbHbIM N0 OTHOLWEHMWIO K NOCTOSAHHO aHann3npyemMomy martepuany. Heo6xoanmo obecne-
YnTb [OCTATOYHbIN 3anac maTepuana AN KOHTPONSA KayecTBa B TeUeHUe onpeAeneHHOro nepnoga ncnosb3o-
BaHWs, 3TOT Matepuan fO/IKEH OblTb OLHOPOAHLIM U CTAGUNbHLIM B NPeAnosiaraeMbiX YCNOBUSIX XPaHEHUS.
Tak KakK KNC/TOTHOE YMC/I0 MOXET U3MEHSATLCA NPU BO3HUKHOBEHUWN HEKOHTPOSIMPYEMOW cutyaunn, Hectabunb-
HocTb o6pasua QC MOXeT 6bITb UCTOYHUKOM OLLUNGOK.

13 TMpeunsnoHHOCTb U CMeLleHne

13.1 Mpeumn3noHHoCTb

MokasaTenn NPeunsnoHHOCTU, yKas3aHHble B HacTOALWeM pasfene, NPUMEHWMbl TOJIbKO K CBEXUM U
0TpaboTaHHbIM HE(TAHbIM WHIMOMPOBAHHBLIM FMAPaABANYECKUM U TYpOUHHBIM Macnam. 4ns Apyrux macen,
BXOASALWMX B 06/1aCTb pacnpocTpaHeHus HacToslWero ctaHjapTa, fjaHHble OTCYTCTBYIOT, NO3TOMY NpPeLnU3nNoH-
HOCTb 11 HUX HEe YCTaHOBJIEHA.

13.2 MNMpeun3moHHOCTb HACTOALEr0 MeToAa UCNbITaHUsA, onpefeneHHas CTaTUCTUHECKUM UCcCcnefoBaHu-
eM pe3ynbTaToB MexnabopaTopHbIX UCMbITaHWN, cneayouas.

13.2.1 MoBTOPAEMOCTb T

PacxoxpaeHvne mexpay pesynbtataMmu ABYX WCMbITAHWA, NONYYEHHBIMW OLHUM OMepaToOpoOM Ha OAHOM W
TOM Xe annaparte B MOCTOSAHHbIX paboynx ycnoBuAxX Ha MAEHTUYHOM UCMbITYeMOM MaTtepuane B Te4eHne Anu-
TEeNLHOTO BPEMEHU NPV HOPMasSIbHOM U NPaBWU/IbHOM BbIMOJIHEHUU METoAa, MOXEeT MPeBbICUTL crejylne
3Ha4YeHnA TONIbKO B OAHOM ciiyyae u3 gsajuatu (CM. TakKe PUCYHOK 2):

3Ha4YeHMe KUCNOTHOro uncna, mr KOH/r NoOBTOPAEMOCTb, T
ot 0,05 go 20,00 0,08 (X)1*,

roe X — cpefHeapudmeTyeckoe 3HauyeHne KMCNOTHOro Yncna obpasua.

13.2.2 Bocnpoussognmoctb R

PacxoxpeHue mexay pesynbtataMmu ABYX UCMbITAHWI, NOAYYEHHBIMM pasHbIMU onepaTtopamu, paboTa-
OWUMN B pasHblX na6opaTopvmx Ha UAeHTUYHOM UCNbITYyEeMOM MaTepuane B Te4HeHne ANUTeNbHOro BpemMmeHun
npu HopMasbHOM M NPaBW/IbHOM BbINO/IHEHUN MeToAa, MOXEeT MPEBbICUTbL Cnefyloline 3Ha4YeHns TONbKO B
OfHOM cnyyae u3 gsaguaTtu (CM. TakkKe PUCYHOK 2):

3Ha4YeHme KUCMOTHOro yncna, mr KOH/r BOCMPOM3BOAUMOCTL, R
ot 0,05 go 20.00 0,27 (XY«

roe X — cpe,quapmchmeTquCKoe 3HadyeHne KMCAOTHOro Yyncna o6pa3ua.

13.3 Cmew,eHune

Ana HacTosALWero metofa 3HayeHne CMeLWweHna He MoXeT 6bITb YCTaHOBJ/1€HO, TakK Kak 3Ha4eHne KucnoT-
HOro yncna MoxeT 6bITb onpeneneHo ToONbKO B TEpMUHAX HacToAalwero metoga.
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PucyHok 2 — 'paduky npeunsvoHHoCTH
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MpunoxeHne A
(o6sa3aTenbHoe)

A.1 Tpeb6oBaHua k N-Ha@TON6EH3EUHY

A.1.1 n-HadTonb6eH3enH Jo/MmKeH COOTBETCTBOBATL C/eAyoLW MM TpeboBaHUAaM.

A.1.1.1 BHewHW BUA — amopHbI NOPOLLIOK KpacHoro LgeTa.

A.1.1.2 Xnopuabl — He 6onee 0.5 %.

A.1.1.3 PactBopumMOcCTb — 10 r n-HaToN6eH3enHa [O/MKHbI NMOTHOCTLIO PacTBOPATLCA B 1 4M3 pacTBoputens ans
TuTpoBaHusa (A.2.7.3).

A.1.1.4 MrHumanbHas ontuyeckas naoTHocTb — (0,1000 + 0.0001) r n-HadpToN-6eH30MHa pacTeopsaoT B 250 cm3 me-
TaHona. (MpepynpexgeHne — BocnnameHstowmiics. Mapbl onacHbl. MoXeT 6bITb CMEPTE/IbHbIM WK Bbi3BaTb CAENOTYy Mpun
npornatbiBaHUn UNu BAbIXxaHnu. TokcuyeH.) B MepHyto Konby BmecTuMocTbio 100 cm3, cogepxaluyto 40 cM3 6ydepHoro pac-
TBOpa pH 12. nuneTkoii BBOAAT 2 cM3 AaHHOrO pacTBopa. [JoBoAAT A0 MeTkn BycdepHbiM pacTBopom pH 12. 3akynopvsaioT
KONBY 1 XOPOLUO BCTPSAXMBAIOT. MOMyYEHHbI pacTBOP NOMELLAIT B KIOBETY C A/IMHOV ONTUYECKOro NyTW 1 CM 1 peructpupytot
ONMTUYECKYI0 NIOTHOCTb NpK 650 HM. ucMosnb3ys cnekTpodoTomeTp Beckman DU nnu aHanornyHblid. 11a XonocToro pactsopa
ncnonb3ytoT Bogy. Vi3mepeHHas onTuyeckast MA0THOCTb O/KHA 6bITb He MeHee 0.480 efuHUL, ONTUYECKOI NIOTHOCTW.

A.1.1.5 inanasoH pH

A.1.15.1 [MepBoe W3MEHeHWe LUBeTa WHAWMKATOpPa Ha Npo3pauyHblli 3eneHblli npoucxoauT npu 3HavyeHun pH
(11.0 £ 0.5). onpeaeneHHoM Ans gnanasoHa pHr uHgmkatopa n-Haton6eHsenHa no A.2.3.1.

A.1.1.5.2 ina nepBOro M3MeHeHNs LBeTa pacTBopa MHAMKATopa Ha npo3pauHblii 3eneHblii Tpebyetcs 0,01 M pac-
TBopa KOH He 6onee yem Ha 0,5 cm3 6onblue, 4em A8 XONOCTOro OnbITa.

A.1.1.5.3 na n3aMeHeHns LBeTa pacTBopa nHamkatopa Ha cuHuii Tpebyetcsa 0.01 M pactBopa KOH He 6onee yem
Ha 1.0 cm3 6onblue, Yem 415 XONOCTOro onbITa.

A.1.1.5.4 HayanbHoe 3Ha4yeHve pHr pactsopa nHANKaTopa He MeHee 3HavYeHus 418 X0N0CTOro onbITa.

A.1.1.5.5 BychepHblii pacTBOp roToBAT cMmeweHnem 50 cm3 0,05 M pactBopa rugpooptodocdara HaTpus wu
26,9 cm30.1 M pacTteopa rmgpokcuga Hatpus.

A.2 MeToguka onpefeneHusi guanasoHa pHr uiaukatTopa n-HaTon6eH3enHa

A.2.1 O6nacTb NpUMeHeHUn

A.2.1.1 MeToguka npefHasHaveHa 415 onpeAefieHns NpurogHoCTN MHANKaTopa n-HadTonbeH3enHa Ana MCnosb3o-
BaHWA B METO/E UCMbITaHNA MO HaCToAWEeMy CTaHfapTy, yunTbiBas U3MeHeHne LBeTa B AvanasoHe pHr.

A.2.2 TepMuHbI 1 onpegeneHus

A.2.2.1 OnpepeneHusi TEpMUHOB, CNeLUUUHbIX ANA LAHHOW METOLMKM.

A.2.2.1.1 pHr (pHr); YcnoBHbIl TEPMUH, KOTOPbIV BblpaXaeT akTMBHOCTb MOHa BOAOPOAA B pacTBOpe TOJy0n-n30-
nponaHosn-soja.

MoacHeHne

B meToge HacToswero ctaHgapTta wkana pHr onpegeneHa AByms ctaHjapTHbIMKU 6ydepHbIMKU pacTBopamu, 060-
3Ha4YeHHbIMY PHr 4 v pHr 11. ToyHaa 3aBUCMMOCTbL MeXAy PHI 1 UCTUHHBIM PH TO1y0N-M30NPONaHoMN-BOJHOTO PacTBOPOB
HensBecTHa, U ee onpefjesieHne 3aTpyHUTENbHO.

A.2.3 CyuHoCTb MeToAa

A.2.3.1 YcTaHOB/IEHHOE KOMMYeCTBO WHAMKATOpa TUTPYIOT 3/1eKTPOMETPUYECKM Yepes3 pasHble U3MeHeHUs uBeTa
CNMPTOBbLIM PacTBOPOM ruapokcuga kanus (MpegynpexaeHne — BocnnameHsowmiica) n cTposAT rpaduk 3aBUCMMOCTH
pe3ynbTaToB NokasaHwii npnéopa, npeo6pasoBaHHbIX B €AUHULbI PHr.

A.2.4 Ha3HayeHVe N NpUMeHeHne

A.2.4.1 MeTogunKy UCNONb3YIOT A4NA onpefenieHnsa 3HayeHnsa pHr. COOTBETCTBYIOLLLEN0 U3MEHEHUIO LBeTa UHANKATO-
pa n-HadToNn6eH3enHa.

A.2.5 Annapatypa

A.2.5.1 N3mepuTenbHbIii NpU6OpP, CTEKNAHHbIA 31eKTPos, KanoMe bHbIli 3/1eKTPOA, Mellanka, XMMUYeckunii cTakaH
n cTolika, cooTBeTCcTBYKOLWME Tpe6oBaHUS ASTM D 664 (CM. NpUNOXEHNE).

A.2.6.YncToTa peakTMBoB

A.2.6.1 Vicnonb3yloT peakTuBbl KBanudukaumy 4. 4. a. ECnv oTcyTCTBYIOT Apyrue ykasaHus, 370 03HavaeT, 4YTo Bce
peakTuBbl [O/HKHbI COOTBETCTBOBATL CneunuKayam KomuTeTa no aHaMTUYeCckKuM peaktusam AMepPUKaHCKOro xummuye-
ckoro obuiectsal'. rae atTn cneundmkaymm mMoryT 6biTb NonyYeHbl. MOXHO KCNOMb30BaTh peakTBbl APYrol keBanudurka-
UMM Npu NOATBEPXAEHUM CTeNeHn YACTOTbI, obecneumnsatoLeil Heo6X0AMMYI0 TOYHOCTb ONpefeneHuns.

XumMuyeckme peakTuBbl, cneymdukauun AMepuKaHCKOro XMmuyeckoro ob6uiectsa (AMeprkaHckoe XnMuyeckoe
06LecTBO. BalMHITOH, okpyr Konym6us). MpeanoxeHns no UCMbITAHUAM pPeakTUBOB, He BK/IIOYEHHbIX B CMMCOK AMepu-
KaHCKOr0 XMMM4YecKoro obuiectsa, CM. B «ExerofHblie cTaHgapTbl Ha 1abopaTopHblie peakTusbl». BDH Ltd.. Poofe. Dorset.
BenukobputaHus, n 8 dapmakonee CLIA n «HaumnoHansHom chopmynsipe». U.S. Pharmacopeia! Convention. Inc. (USPC).
Rockville. MD.
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A.2.6.2 Vicnonb3yoT AUCTUANINPOBaHHYIO BOY.

A.2.7 PeaKTusbl

A.2.7.1 CTaHpapTHbIli CMMPTOBOW pacTBop rmagpookucn kanua (0.2 M). [OTOBAT, XpaHAT M CTaHAapTU3YylT Mo
ASTM D 664.

A.2.7.2 CTaHfapTHbI CNMPTOBOI pacTBOpP CONSAHON kucnoTbl (0.2 M). FoTOBAT 1 cTaHfapTu3yoT no ASTM D 664.

A.2.7.3 PacTBopuTesnb ANSA TUTPOBAHUSA

fo6asnaiT (500 + 1) cm3Tonyona u (5.0 £0.1) cM3 eogel k (495 + 1) cm* 2-nponaHona. PacTBopuTenb 418 TUTPO-
BaHWSA rOTOBAT B 60/IbLLNX KO/IMYECTBAX.

A.2.7.4 Kucnbiii 6ycbepHsbiit pacteop (pHr4.0)

roTOBAT UCXoAHbIV pacTBop no ASTM D 664. lo6aenawoT 10 cM3 6ychepHoro pactsopa k 100 cm3 pacTBopuTens.
PasbaB/ieHHbIi pacTBOP MCMOJb3YIOT B TeueHne 1 4.

A.2.7.5 WenouHoli 6ydepHblii pactsop (pHr 11,0)

FOTOBAT ncxodHblli pactBop no ASTM D 664. flo6aensT 10 cm3 6ycdhepHoro pactsopa k 100 cm3 pactsoputens
ANS TUTpPoBaHWA. Pa36aBneHHblli pacTBOP UCMOMb3YOT B TeyeHne 1u.

A.2.7.6 Xnopug kanua — 3/1eKTponuT

FOTOBSIT HaCbIWEHHbIN pacTBop xnopuaa kanus (KCl) B Boge.

A.2.7.7 PacTBop uHAukatopa n-HaptonbeHsenHa

[oToBAT No 7.5 HacToALero craHgapra.

A.2.8 MoaroToBka CUCTEMbI 3/1EKTPOJ OB

A.2.8 TOTOBAIT cUCTEMY 3/71€KTPOAOB B cooTBETCTBUM C ASTM D 664 (pa3gen 8).

A.2.9 CtaHgapTu3aumna annapartypbl

A.2.9.1 Mepeg KaxAbIM UCMbITAHWEM WM CepUeli UCMbITAHNI yCTaHaBANBAIOT U3MepPUTENbHbI NpUbop Ha oTcyeT
nokasaHuii No wkane pH. 4na 3TOro NomeLLaloT 3/1eKTPOAbl B XUMUYECKUI CTakaH ¢ 6e3BOAHbIM KUC/bIM BydepHbIM pac-
TBOpPOM npu Temnepartype (25 +2) 'C 1 aHeprnyHo nepemeLLmBalT pacTBop. Nocne ctabunnsaymm nokasaHuin pH-metpa
perynmpyoT noTeHumnan acuMMeTpum LWKasbl Npubopa Takum 06pa3omM, YTo6bl NPUMG0pP nokasbisan 3HaveHue 4.0.

A.2.9.2 YgansoT Kncnablit 6ydepHblii pacTBOp, OYMLLAIOT 3M1EKTPOAbLI M MOTPYXaKT UX HA HECKOJIbKO MUHYT B BOAY.
CyLwaT 31eKTpo/bl 1 NOMeLLaloT UX B XUMUYECKUIA CTakaH ¢ 6e3BOAHbIM LenoYHbIM 6ydhepHbIM pacTBOPOM Npu Temnepa-
Type (25 £ 2) *C. MNocne cTtabunmsaunm nokasaHuii pH-mMeTpa 3anucbiBaloT TOYHOE 3HayeHue. Ecnn 3HavyeHune pH paBHO
(11,0 £ 0,2). NCXOAHYIO KMCMOTHOCTb PHI HEM3BECTHbIX PACTBOPOB MOXHO CUMTbIBATb HEMOCPEACTBEHHO CO LUKamnbl U3-
MepuTenbHoro npubopa. Ecnu 3HaveHne pH BbixoauT 3a npegensl (11,0 + 0.2), cTpoAT rpadyuk NONpaBoK, NPVBeAEHHbIN
Ha pucyHke A.2.1. Vicnonb3ykT 3TOT rpadurk ana npeobpasoBaHusi nokasaHuii pH-MeTpa B UCXOLHYH KACMOTHOCTb pHr.

A.2.10 MNMpoBepfeHne ncnbiTaHnsa

A.2.10.1 TutpytoT 100 cm3 pacTBopuTensa ana tutposaHus 0.01 M pactesopom KOH (MpepynpexaeHne — Boc-
nnameHsLWNiAcs) 40 NoNyYeHns nokasaHuili noTeHunomeTpa pHr ot 13 go 14.

A.2.10.2 flo6aBnsaoT 0.5 cmM3 pacTBopa MHAMKATOpaA K CBEXEW mopuuu pacTBopuTens A4S TUTPOBaHWA W nocne
OYNCTKMN 3NneKTpoAoB TMTpytoT 0.01 M pacteopom KOH fo nonyyeHus nokasaHuii noTeHunomeTpa pHroT 13 go 14.

A.2.10.3 Mpu TUTPOBAHUN CTPOAT rpacuk 3aBUCUMOCTM 06beMa TUTPaHTa OT 3HaYeHWit pHr unn nokasaHuii name-
puTenbHoOro npubopa n oTMevarT Ha KPUBON 3HauYeHnss pHr COOTBETCTBYIOLME N3MEHEHWNIO LBeTa.

A.2.10.4 CTpoAT rpaduk TUTPOBAHMS XO/IOCTOrO pacTBopa Ha rpaduke, NOCTPOEHHOM ANA UHAMKaTOopa.

A.2.11 Bbluncnenus

A.2.11.1 BblunTaloT 06beM TUTPYIOLLEro pacTBopa, U3pacxof40BaHHOrO Ha TUTpPOBAHME XOJIOCTOro pacteopa, U3
o6bema, UCNoMb30BaAHHOIO A1 TUTPOBAHMSA pacTBOpa WHAMKATOpa Npu 3Ha4eHnn pHr. COOTBETCTBYIOLWEM OnpeAeneHHo-
MY U3MEHEeHMI0 LBeTa B MHTepsasie ot 10 go 12 pHr.

1n
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noaoMMKO npu6bop*

f — nokasaHue npubopa c WenoyHbiM 6€3BOAHLIM GydhepHbIM pacTBOpoM, paBHoe 11.5;
2 — oTperynuMpoBaHHbIii Npu6op nokasbiBaeT 3HavyeHne 4,0 B 6€3BOAHOM Kucaom 6ydepHom pactsope

PucyHok A.2.1 — Kanu6poBoyHas kpuBas ans npeo6pasoBaHus nokasaxuii pH-meTpa B pHr

Mpumevanne A.2.1 — [1nsa pykoBOACTBa NPMUBEAEHbI CeAyOLIMe N3MEHEHUA LBeTa:
- OT AHTApPHOrO [0 O/IMBKOBO-3€/1€HOT0.

- OT O/INBKOBO-3€/IeHOT0 A0 CBET/10-3€/1eHOrO.

- OT CBET/10-3€/1eHOro A0 rosyboBaTo-3e/1eHoro.

- 0T rony60BaTo-3e/1eHOro A0 rony6oro.

A.2.12 TNpeuun3noHHOCTb U CMeLLeHne

A.2.12.1 MNpeun3noHHoCTb

Mpeyn3noHHOCTb METOAVKN He yCTaHOBMIeHa, NpoBeAeHne 3Toll paboTbl He NnaHupyeTcs.

A.2.12.2 CmelleHMe ANs Npoueaypbl, ONUCaHHON B HACTOSILLE MeToAMKe, He YCTAHOB/IEHO, Tak Kak BCe 3HAYEHUs
ycTaHaB/NBalOT TO/IbKO B TEPMUHAX HACTOALLE METOAUKN.
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MpunoxexHune JA
(cnpaBoy4HOE)

CBefleHNsA 0 COOTBETCTBUN CCbINTOYHBLIX CTAHAAPTOB MEXrocyfapCTBEHHbIM cTaHgapram

Ta6nunya OA1

O603HaveHvie CreneHb
603HAYEHNE 1 HAVIMEHOBAHVE COOTBETCTBYHLLETO MEXIOCYAAPCTBEHHOK CTaHaapTa
CCbIIOYHOTO CTaHaapTa COOTBETCTBUSA 0 oLy yAap Aap

ASTM D 664 oT FOCT 32327—2013 «HedTtenpoayktsl. OnpeaenexHve KUCNOTHOIO Yncna no-
TEHUVOMETPUYECKUM TUTPOBaHNEM>

ASTM D 943 — .

ASTM D 974 oT FOCT 32328—2013 «HedTenpoaykTbl 1 CMa3oyHble maTepuansl. Onpegene-
HWe KNCMOTHOrO Y WeN0YHOro Yiucesn MeToAoM TUTPOBAHUA C LBETHbIM UHAMW-
KaTtopom»

ASTM D 1193 — .

* COOTBETCTBYIOLLMII MEXIOCYAapCTBEHHbIV CTAaHAAPT OTCYTCTBYeT. [0 ero NPUHSATUS PEKOMEHAYETCS UCN0Mb30-
BaTb NePeBO/ Ha PYCCKUI A3bIK JAHHOTO CTaHaapTa.

NMpumeyaHune — B HacToAwWell Tabnuue NCNONb30BaHbI CeAytolne ycNoBHbIe 0603Ha4YeHNA CTENEHN COOT-
BETCTBUSI CTAHAAPTOB:

- FOT — naeHTuYHble cTaHAapThl.

13



rOCT 32333—2013

Y[K 665.7:543.241:006.354 MKC 75.080
75.100

Kniouesble cnosa: HerTeI'IpO,D,yKTbI, KNCNOTHOE 4Yucno, wesio4yHoe 4ncao, masblie maccobl 06pa3u,a, NoNYyMUKPO-
MeTopn, TNTPOBaHUN C UBETHbIM UHONKATOPOM
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