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MpeaucnoBue

EBpasuiickuii cCoBeT NO cTaHaapTu3aummu, meTponorum u ceptucukaumm (EACC) npeacrasnsiet coboii
pervoHancHoe o6befuHEeHMe HauMOHAsbHBIX OPraHoB MO CTaHAAapTM3auuu rocyaapctse, Bxoaswmx B Co-
apyxectso HesasucuMmbix Focygapcte. B ganbHenwem BO3MOXHO BCTynneHne B EACC HauuMOHarnbHbIX
OpraHoB Mo CTaHAapTU3aLUMmn Apyrux rocyaapcTs.

Llerin, OCHOBHbIE NPUHLMMbLI M OCHOBHOI MOPAAOK NpoBeAeHuss paboT No MeXrocyaapCTBEHHOW CTaH-
aaptusauum yctaHosneHol FTOCT 1.0 «MexrocygapcrseHHasa cucrema craHgaptusauuum. OCHOBHbIE NOMO-
»eHua» n FOCT 1.2 «MexxrocyaapCTBeHHan cuctema craHgaptusaumun. CtaHgapTbl MEXTOCY4apCTBEHHbIE,
npaBuiia M pPekOMeHAaLuWM Mo MEeXrocyAapCTBEHHOW cTaHaapTu3aumu. Mpasuna pa3paboTku, NPUHATUA,
OBHOBNEHUSA Y OTMEHbI».

CBeneHusi 0 ctaHpapTe
1 PASPABOTAH pecnyGnnKaHCKUM YHUTapPHbIM NpeanpusaTueM «Hay4HO-NpakTUYECKUn UEHTP TMIMEHbI»
2 BHECEH lNoccranaaptom Pecnybnuku Benapyco

3 MPUHAT EBpasuickuMm COBETOM NO cTaHgapTusauuud, METPONOrMu U ceptudukayum no pesynbra-
Tam ronocoeaHus B8 AUC MI'C (npotokonom ot 30 auBapsa 2019 r. Ne115-I1)

3a npuHATHE cTaHZapTa NPOronocoBanu:

KpaTKoe HanMeHoBaHe CTpaHbl Ko,q CTpaHbl COKpameHHoe HauMmeHoBaHue
no MK (MCO 3166) 004—97 no MK (MCO 3166) 004—97 HaLnoHanbLHoro opraHa no craHgapTusaumu

ApmMeHus AM MuHakoHOMKKM Pecnybnukn ApmeHus
Benapycb BY lFoccrangapt Pecnybnukn benapycb
KasaxctaH KZ Foccrangapt Pecnybnuku KasaxcraH
KblpreiactaH KG KbiproiscraHgapt
Y3bekncran uz Y3ctangapt
YKpauHa UA MWH3KOHOMPAa3BUTUS YKPaUHbI

4 Hacroawwi ctaHgapt paspabotaH Ha ocHoBe MBWU.MH 3287—2009 «Onpeaenenue coaepxaHus
MenamuHa B MOJOKe, AETCKOM NUTaHMKU HAa MOJNIOYHON OCHOBE, MOSIOYHBIX U COEBbIX NPOAYKTAX»

5 BBEJEH BINEPBbIE

Ungpopmayusa o esedeHuu 8 delicmeue (npekpatwueHuu delicmeus) Hacmosaweao cmaHdapma u usme-
HeHUll K HeMy Ha meppumopuU yKasaHHbIX ebiuie 20cydapcme rybnuKyemces 6 yKkasamersisax HayuoOHalbHbIX
(2ocyf8apcmeeHHbix) cmaHdapmos, u3dasaemMbix 8 Imux eocydapcmeax, a makxe e cemu ViumepHem Ha
calimax coomeemecmeyioujux HayuoHarbHbIxX (20cydapCcmeeHHbIX) opeaHos no crmandapmu3ayuu.

B cnyyae nepecmompa, usMeHeHuUss usiu OmMeHbl Hacmosweeo cmaHlGapma coomeemcmeylowas
uHehopmauus makxe bydem onybnukosaHa e cemu ViHmepHem Ha calime MexzocyOapcmeeHHO20 coge-
ma no cmaxdapmu3sayuu, Memponoauu u cepmudpukayuu e kamarnoeae «Mexaocy0apCcmeeHHble CMmaH-
Gapmbi»

WckniounTensHoe Npaso oULIMansLHOTO onyBnnKOBaHMSA HACTOALLEr0 CTaHAapTa Ha TeppUTOPUK YKa-
3aHHbIX BbILLE FOCYAAPCTB MNPUHALMNEXUT HAaLMOHANbHbIM (FOCYAAPCTBEHHbIM) OpraHam no cTaHgapTusaumu
3TUX rocyaapcrs.
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MEXITOCYOAPCTBEHHbLIN CTAHOAPT

MOINOKO, MONOYHAA NPOOYKLUWA, COEBbIE NMPOAYKTbI
OnpeaeneHne MaccoBOI 40N MenaMuHa

Milk, dairy products, baby food based on milk, soy products
Determination of melamine

JHara BBegeHus

1 O6bnacTb NpMMeHeHus

Hacrosiuii craHgapt pacnpocTpaHseTcsa Ha MOMOKO, MOJIOYHYIO NPOAYKLUMIO, COEBble NPOAYKTbI U
YCTaHaBNMMBAET METOA BbICOKOINMEKTUBHON XNAKOCTHOM XpomaTtorpacduu ana onpeaeneHuss MaccoBoM
A0 MenamMmuHa.

Inana3oH namepeHuit MmaccoBoi gonun menamuua ot 0,5 go 10,0 mr/kr npoaykra.

Mpeaen konu4yecteeHHoro onpeaenexHus (LOQ) menamunHa cocraensaet 0,5 mr/kr.

2 HopMmaTuBHbI€ CCbINKU

B HacTosiLiem cTaHaapTe MCMONb30BaHbI CCbISIKM Ha CNeayoLLye MEeXrocygapcTBeHHbIe CTaHAapThI:

FOCT OIML R 76-1—2011 Becbl HeaBTOMaTUYECKOro Aencreuda. Yacrte 1. MeTponornyeckue n TexHu-
yeckue TpebosaHus. McnbiTaHus

MOCT 1770—74 (NCO 1042—83, NCO 4788—80) Mocyana mepHasi nabopaTtopHasa creknsHHasa. Liu-
JIMHAPbI, MEH3YPKK, KONObI, NPoBupku. O6LUMe TeEXHUYECKMe YCnoBus

FOCT 4328—77 PeakTtusbl. HaTpusa ruapookuce. TEXHNMYECKME yCrnoBusa

FOCT NCO 5725-6—2003 * To4YHOCTb (NPaBUNbLHOCTb U NPELIMIUOHHOCTL) METOAO0B U PE3ynbTaToB n3-
MepeHuii. Yactb 6. icnonb3oBaHue 3Ha4eHU TOYHOCTU Ha NPaKTUKE

FOCT 6709—72 Boga auctunnupoBaHHas. TeXHUYECKue ycrnoBus

FOCT 7031—75 Mecok kBapLeBbI ANA TOHKON KepaMuku

FOCT 24147—80 AMMKaK BOAHLIN 0CO6OI YMCTOTHI. TEXHUYECKUE YCNOBUSA

FOCT 25336—82 Mocyna n obopyaoBaHne nabopaTopHble CTEKNSIHHbIE. TUMbI, OCHOBHbLIE NAPaMeTphb!
1 pazMepbl

FOCT 29227—91 (MCO 835-1—81) Mocyna nabopatopHas cTeknsiHHas. [MUNeTkn rpagympoBaHHbIE.
Yacrtb 1. Obwue TpeboBaHua

MpumedvyaHue — MNpn NONb3OBAHUN HACTOALWMM CTAHAAPTOM LieriecoobpasHo NpoBepuUTb AeACTBUE CCbINTOYHBIX
CTaHAapToB NO KaTanory, coCcTaBfNeHHOMY NO COCTOAHUIO Ha 1 AHBapsA TeKyuwiero roga, 1 N0 COOTBETCTBYOLWUM I/IH(bOp—
MaUNOHHBIM yKa3aTenam, OI'|y6J'IMKOBaHHbIM B TeKywieM rogy.

Ecnu ccbinodHble cTaHAapThl 3aMeHeHbl (M3MEHEHbI), TO MpKU MONb30BaHUM HacTOAWMM CTaHAapTOM crneayet
pykoBogCTBOBaTLCA ,qel"'lCTByIOLLlMMM B3aMeH CcTaHJapTaMu. Ecnn ccbinoyHble CTaHAapTbl OTMEeHeHb! be3 3aMeEHbl,
TO NONOXeHue, B KOTOPOM JaHa CChiflka Ha HUX, NPUMEHAETCA B YaCTU, He 3anar|/|Barou4el71 3TY CChbINKYy.

3 TepmuHbl U onpeaeneHusn

B HacTosiLLieM CTaHaapTe NPUMEHEHbI Cneaylowmue TEPMUHbLI C COOTBETCTBYIOLLIMMMN ONpeaeneHnamu:

3.1 npegen xonuvyecTBeHHOro onpeaenenus; LOQ: HaumeHbluee 3Ha4eHME MAcCOBOW KOHLEHTpa-
LK onpeaensieMoro coeamHeHun B aHanuaupyemon npobe, KOTopoe MOXET ObITb U3MEPEHO C YCTaHOBMEH-
HOM TOYHOCTbIO B COOTBETCTBUM C HACTOALLMM CTAHAAPTOM.

3.2 auana3oH namepeHui: OGNACTL 3HAYEHUI MACCOBOM KOHLIEHTpaLUmMn coeiMHeHust B npo6e, onpe-
JAernsiemasi o HacTosLemMy CTaHaapTy.

* Ha Tepputopumn Pecny6nukn Benapycb aeiicteyet CTB UCO 5725-6-2002.

W3naHue ocpmumnansHoe
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4 MpvHUuN meTopa

MeToa OCHOBaH Ha 3KCTpaKUun menamuHa 5%-Hon cMecbio pacTBopa TPUXIOPYKCYCHOIM kncnotbl (TXY)
C aUETOHUTPUIIOM C NMOMOLLbIO YNbTPa3Byka, OMUCTKE U KOHLIEHTPUPOBAHUU MOSNYYEHHOro 9KCTpakTa METo-
AOM TBepAodhasHOW IKCTpaKUUKU U onpeaeneHnn ero coaepXaHnsa ¢ MCnonb3oBaHueM BbICOKO3(hDEKTUBHOM
YKMAKOCTHOWM Xpomarorpadum.

[eTekTupoBaHne OCyLIECTBASIETCA C MOMOLLUBIO CNEKTPOOTOMETPUHECKOrO UMM ANOAHO-MATPUYHOTO
Aetexropa.

5 YcnoBus npoBeaeHNsA U3MepeHui

Mpu npoBeaeHnn namepeHuii B nabopatopum A0MmkHbl ObiTb COOMNIOAEHLI Cneaylowme yCrioBus:

- Temnepartypa okpyxatowiero sosgyxa 18 °C — 23 °C;

- OTHOCUTESbHAA BNAXXHOCTb BO3ayxa 25 % — 75 %;

- MPUrOTOBIIEHME TPaAYUPOBOYHBIX PAaCTBOPOB U pacTBOPOB Npob NpoBoaAT npu Temnepatype (20 + 2) °C.

6 PeakTuBbl, 060pygoBaHMe U MaTepuarnbl

6.1 PeakTuBbl

[na nposeAeHus UCNbITaHWI UCNONb3YIOTCA CreayloLmne peakTuBbl:

6.1.1 MenamMmuH ¢ cogep>xaHneM OCHOBHOTO BeluecTBa 6onee 99,8 %.

6.1.2 JluMOHHaa kucnoTa, oc. 4.

6.1.3 MeTtaHon Ansa *MAKOCTHON XpomaTtorpaduu, onTuyeckas NIOTHOCTb OTHOCUTENBHO AUCTUNAUPO-
BaHHoW Boabl npu 200 HM He 6onee 0,025, maccoBasi aons Boabl He 6onee 0,03 %.

6.1.4 AueToHuTpuN AnNA XWAKOCTHOW XpoMaTtorpaduu, ontuyeckas NANOTHOCTb OTHOCUTENbHO AUCTUN-
nuposaHHomi Boabl npu 200 HM He Gonee 0,025, maccosas gonsi Boabl He 6onee 0,03 %.

6.1.5 HaTtpusa oktaHcynbdoHar, ocC. 4.

6.1.6 AMMuak BogHbin 25%-Hbin no TOCT 24147, oc. u.

6.1.7 Kucnota tpuxnopykcycHas (TXY), 4.

6.1.8 ekcaH, x. 4.

6.1.9 Hatpus rugpookuce no FOCT 4328, u. a. a.

6.1.10 Boga no F'OCT 6709.

6.2 O6opynoBaHue

[na nposeAeHUsA UCMLITAHWIA UCNONBL3YETCA crieaylollee obopyaoBaHue:

6.2.1 Xpomarorpad >MAKOCTHbIN, CHAGXKEHHbIN NporpamMmmHbIM obecneueHneM ans coéopa u 06paboTtku
AaHHbIX, C ANOAHO-MaTPUYHBIM UK YP-CNekTPohOTOMETPUYECKUM AETEKTOPOM.

6.2.2 KonoHka xpomartorpadcudeckas, 3anonHeHHas COpOEHTOM Ha OCHOBE cenukarens ¢ NpuBUTbIMK
YrnesoaopoaHbiMu pagukanamu tuna Cs, Cis V.

6.2.3 KonoHka sawmtHasa (NpeakonoHKa), 3anofHEHHas TeM e COPOEeHTOM, YTO W KOSIOHKa Xpomaro-
rpaduyeckas.

6.2.4 Becbl nabopaTopHble 3MNEKTPOHHbIE cneLuanbHOro knacca touHoctu no MOCT OIML R 76-1,
C NpeaenomM Aonyckaemomn norpewwHocTn He Gonee 0,000 5.

6.2.5 LienTpudyra natopatopHas niobon mapku, obecneumsatowan akrop pasaeneHus (g-hakrop) He
meHee 1 000.

6.2.6 TepmocCTaT >XUAKOCTHLIN, oBecneunBalowmili NnoaaepXKaHue 3agaHHOrO TEMNEPATYPHOroO pexumMa
oT 20 °C ¢ norpewwHocTbio £1,0 °C.

6.2.7 YcraHoska Ana TBepAaoda3HON IKCTpaKUuK.

6.2.8 YnbTpassykosas 6aHsa eMKOCTbIO 5,6 AM®, MOLHOCTLIO 240 BT, yactoTon ynbTpassyka 35 'y,

6.2.9 Ucnaputenb poTauuoOHHbIN

6.2.10 Cucrema cunbTpauuu u aerasauyum XMaKoCTen.

" Hanpumep, xpomaTorpacuyeckas konoHka Zorbax RX-Cs (4,6 x 250 MMm) komnaHuu Agilent, cHabxeHHas 3awuT-
HOW KOMNOHKOI (npeakornoHkoi) Zorbax RX-Cs (10 x 4,6 mMm). OTa uHdopmauus npuseaeHa ans yaobctea nonb3osare-
neii HacToAWero cTaHAapTa U He SBNSAETCs NOAAEPXKKON YKasaHHOro NpoAYyKTa.

2
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6.3 MaTtepuanbl

[na npoBeaeHMA NCMbITAHWIA UCNONb3YIOTCA Crieaylowmne marepuarnbl:

6.3.1 NMuneTkn rpagyupoBaHHele 1-2-2-1, 1-2-2-2, 1-2-2-5, 1-2-2-10 unu Apyrmx TUNOB U UCMONHEHWIA MO
FOCT 29227.

6.3.2 Uunuuapsl mepHble 1-100-2 unu apyrux ucnonHeHun no FOCT 1770.

6.3.3 Konbbl MepHble 2-25-2, 2-50-2, 2-100-2, 2-200-2, 2-1000-2 no FOCT 1770.

6.3.4 Kon6bl nnockoaoHHble M-2-100-29, M-2-250-29 unu gpyrux TMnoB 1 ucnonHexuii no FOCT 25336.

6.3.5 CrakaH B-1-1000 no NOCT 25336

6.3.6 Konb6ebl rpywieBuaHsbie Mp-25-14/23 TC unu gpyrmx TMNoB U ucnonHexui no FOCT 25336.

6.3.7 Mpobupkn ¢ npuwnucpoaHHon npoOkon M4-10-14/23XC wunu Apyrux TUNOB WU MCMONHEHWNI
no MOCT 25336.

6.3.8 BopoHku genutenbHble Ba-1-100-XC unu gpyrux TMnoB u ucnonHexuin no FOCT 25336.

6.3.9 KapTpuoxu ana TeepaohasHon aKCTpakuymmn, 3anofiHeHHbIe COpOeHToM, obnagatrowme CubHbIMU
KaTWOHOOBMEHHbLIMM CBOCTBaMU 2,

6.3.10 MpoGUpKKN LEHTPUDYIKHbIE C 3aBUHUMBAIOLLIMMUCH KPbILLKAMMW BMECTUMOCTLIO OT 10 A0 50 cm?,

6.3.11 Buansl BMecTumocTbio ot 1,0 70 2,0 cm®.

6.3.12 dunbTpbl MEMOPaHHbLIE U3 PEreHepUpPOBaHHOM LIENnNono3bl ¢ pasmepoM nop 0,2 MKM, gnamet-
pom 25 mm.

6.3.13 dunbTpbl MEMOpPAHHbIE U3 pPEereHepMpPOBAHHOI Lennono3ssl ¢ pasmepom nop 0,45 MkMm, anamer-
pom 47 mm.

6.3.14 Mecok kBapuesbIvi no MOCT 7031.

6.3.15 dUnbTP «CUHAS NeHTa» gnameTpom 70 MMm.

JonyckaeTcsi NPUMEHEHUE APYruX CPeacTB U3MEPEHWN C METPOMOTMYECKUMU XapaKTepUCTUKaMn He
XYK€ BbILLEYKa3aHHbIX U BCMOMOraTenbHoro 060pyaoBaHnus, pEakTUBOB U MaTepuanoB C TEXHUMECKUMM Xa-
PaKTEPUCTUKAMU HE XYXKE BbILLEYKa3aHHbIX.

7 MeTtoauka usmepeHusi

7.1 MoaroToBKa U3MepUTENIbHOM annapaTtypbl

Bknovator xpomaTorpad COrfacHO UHCTPYKUMM MO JKCnyaTauuu. YcraHaenueatror paboune pexxkumbl
ana 6rnoka HacocoB U aetektopa. MpoeoaaT crabunusauuio pabotsl xpomaTtorpada Ha pabounx pexxumax
B Te4eHne 40—-60 MuH.

7.2 NpurotoeneHue pacTBoOpoB

7.2.1 MpurorosneHue pacTBoOpa rMAPOOKUCU HATPUA

B3sewusaioT 4,0 T rMAPOOKUCU HATPUS, MOMELLAIOT B MEPHYI0 konby BMecTuMocTbio 100 cm3, nobas-
naT 50 cM® AUCTMNAMPOBAHHOI BOAbI, NEPEMELLMBAIOT 10 MOMHOr0 PACTBOPEHUS LLIENOYM, OXNaXAAIOT 10
KOMHATHOW TeMnepaTypbl U AOBOAAT AUCTUINIMPOBAHHON BOAOW A0 MeTKU. lMonyyeH pacTBOp rupOOKUCH
HaTpusa 1 monb/aM®. PacTBOP XpaHAT B CKMSAHKE, 3aKPLITOM NPUTEPTON NOMMMEPHON NPOGKOW NpU KOMHAT-
HOW Temneparype. PacTBop crabuneH B TeveHune 1 roga.

7.2.2 NMpurotoenenue 5,0%-HOro pacTBopa TPUXITIOPYKCYCHOM KUCIOThI (TXY)

B KOHM4YeCKyto KonBy BMeCTMMOCTbIO 250 cm® nomewyator 5,0 r TXY u go6asnsoT 95,0 r guctunnmpo-
BAHHON BOAbI, NepemMeLuMBaloT. PacTBOp XpaHAT B CKNsIHKE C NPUTEPTON NpoOKOW Npyu KOMHATHOW TeMnepa-
Type. PactBop cTtabuneH B TeueHue 6 mec.

7.2.3 MpurotoeneHune pacTBopa aMmMmmaka B MeTaHose

B KoHuueckylo konby BMecTUMOCTbIO 250 cm® nomewjaior 5,0 cm® ammmuaka BogHOro u fo6asnsioT
95,0 cm® meTaHona, nepemeLumBaloT. MNonyyeH pacTBOp aMMuaka B MeTaHone KoHueHTpaumen 0,125 r/iams.
PacTBOp XpaHAT B CKNAHKE C NpuTepTon Npobkon npu KOMHATHOW Temnepartype. PactBop crabuneH B Teve-
Hue 1 mec.

2 Hanpumep, kapTpuaxmn SampliQ SCX, 3/60 mg komnanuu Agilent. 3ta nHdopmaumsa npuseaeHa ans yaobcrsa
nonb3oBaTenei HacTosALLero cTaHAaapTa U He SBNSAETCA NOAAEPXKON yKazaHHOro NPoAyKTa.
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7.2.4 NMpurotoBneHue noaBuXHOM (asbl

B crakan BMecTumocTbio 1 000 cm® nomewyalor 2,3 r okraHcynbgoHaTa HaTpusA U 1,9 T NMMOHHON KUC-
NOTbI, PacTBOPAOT B 850 CM3 AMCTUNNMPOBAHHON BOAbI, C Nomowpio pH-meTpa u 1 monb/aM® pacrteopa
NaOH (cm. 7.2.1) (npubnusutensHo 3,0 cm3) ycranaenueaiot pH = 3,0-3,2. MonyyeHHbIn pacTBop nome-
LWAOT B MEPHYI0 KONGy BMecTMMOoCTbio 1 000 cm® n A0BOAAT 06bEeM ANCTUNNIMPOBAHHON BOAON A0 METKMU.
K 900 cm® nonyyenHoro pactsopa aobaensior 100 cm® aueToHuTpuna. MoasmwkHyo dasy unbTpyloT Yepes
MeMOpaHHbIN UNbTP U3 pereHepUpPOBAHHON LIENIIONO3bl C pasmepoM nop 0,45 mkMm, guameTpom 47 MM.
PacTBOp XpaHAT B CKNSAHKE U3 TEMHOIO CTEKNa C 3aBUHYMBAIOLLENCA NPOOKOI NPU KOMHATHOM TEMNepaType.
PactBop ctabuneH B TeyeHue 1 mMec.

7.2.5 MNpurotoBneHue pacTBOPOB MeSlaMUHA

7.2.5.1 MpuroTtosneHue pacTtBopa MenaMuHa KOHUeHTpaumein 500 mxr/cm?®

Hasecky 0,1 © KpUCTanNnIMYECKoro MefaMuHa, B3BELEHHOrO ¢ TOYHOCTbIO £0,001 r, BHOCAT B MEPHYIO
konby BmecTuMocTbio 200 cm?, nobasnsaioT 100 cmM® MeTaHONa U NOMELIAIOT B YNbTPa3BYKOBYIO GaHIO Ha
15 MMH Npn KOMHaTHOI TeMnepaType. Mony4eHHbI PacTBOP AOBOAAT METAHOMOM A0 METKM, TWaTenbHO
nepemeLumMBaloT. PacTBop XpaHAT B CTEKNSIHHOW nocyae C NpUTEPTON NpoOKoW B xonoaunbHuke. Pacteop
ctabuneH B Te4eHue 3 mec.

7.2.5.2 NMpurotoBnexHue pacTeopa MesnaMuHa KOHUeHTpauueit 100 mkr/cm® (pacTeop A)

Ot6upaiot 10,0 cm® pacTBopa MenaMuHa, NPUroTOBAEHHOO MO 7.2.5.1, N NOMELLAIOT B MEPHYIO Konby
BMECTUMOCTbIO 50 cM®, 06bEeM A0BOAAT A0 METKM NOABUXHON (ha30ii. PacTBOp XpaHAT B CTEKSAHHONA NOCy-
Ze ¢ nputepToi Nnpo6koi B xonoaunbHuke. Pacteop ctabuneH B TeueHue 3 mec.

7.2.5.3 Mpurorosnexnune pacTeopa mesaMuHa KOHUeHTpauueit 10 mxr/cm® (pacteop B)

Ot6upatot 10,0 cm® pactBopa menamuHa (pacTsop A), NPUFOTOBMEHHOrO NO 7.2.5.2, U NOMeLWaloT B
MEpHYI0 Konby BMecTUMOCTbIO 100 cM®, 06beM A0BOAAT A0 METKM NOABMXHON ha3oil. PacTBop XpaHsT B
CTEKNAHHOI Nocyae ¢ NpuTepToi Npobkoii B xonoaunbHuke. PacTBop crabuneH B Te4eHue 3 mec.

7.2.5.4 MpurotoBneHne rpagyMpoBOYHbLIX PpaCTBOPOB MeNnaMuHa

MpaoyvpoBOYHbIE PacTBOPbLI MeNamuHa KoHueHTpaumen 0,2 mkr/em®, 0,5 mkr/cm®, 1,0 mMkr/em®, 2,5 mkr/cm®,
5,0 MKr/cmM® roTOBAT MO CXeme, NPeACTaBeHHoR B Tabnuue 1. ANUKBOTHbIE YacTW PacTBOPOB MefaMuHa
(pactBopbl A 1 B) nepeHocAT B MepHble Konbbl U 0BOAAT NOABWKHON (ha3omn A0 METKM.

Tabnuya 1 — Cxema NpUroToBneHUs rpagympoBOYHEIX PaCTBOPOB MenamuHa

Ne rpanyupo- ObbeM anuKBOTHOW YacTu OB6beM MepHoii konbbi, KoHueHTpauus menamuHa
BOYHOroO 3 3 B rpagyvpoBOYHOM pacTBope,
pacTBOpa MenaMuHa, CM cM 3
pactBopa MKr/cM
1 2,0 (pacreop B) 100 0,2
2 5,0 (pactBop B) 100 0,5
3 5,0 (pactBop B) 50 1,0
4 2,5 (pacteop A) 100 2,5
5 5,0 (pactBop A) 100 5,0

pagynpoBOYHbIE PACTBOPLI XPAHAT B CTEKNAHHOW NOCYAE C NPUTEPTON NPoBKON B X0NnoaunbHuke. Pac-
TBOPbI CTabUNbHbI B TEYEHUE 7 CYT.

7.3 YcTaHOBIEeHUE rPagympoBOYHON XapaKTePUCTUKMN

Mony4eHHble No 6.2.5.4 rpagyMpoBOYHbIE PACTBOPLI MENaMUHA XpomaTorpadmpyoT, HAUYMHasi C CaMOW
HW3KOM KOHLEHTpauuu.

Ycnosusa xpomatorpapmpoBaHus:

- 06bem BBOANMOI Npobbl 20 MKN;

- CKOPOCTb NOAaY4u NOABMXKHOM drasbl 1,0 cM3/MKH;

- TemnepaTtypa TepMocTtaTa konoHku 30 °C;

- AnNuHa BonHbl 240 HM;

- LUMPUHA ONTUYECKOW LWenmn 16 HM.

Kaykablii rpagyupOoOBOYHbIN pacTBOP XpoMaTorpadupyioT He MeHee AByX pas, NPUHUMAas 3a pesynbTar
u3MepeHus cpeagHee apudMeTYecKkoe napannesnbHbIX U3MEPEHUN.
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7.3.1 MocTpoeHune rpaaympoBOYHOro rpacduka

[nsa nocrpoeHusi rpaayMpoBoYHOro rpadiMka ycraHaBnuBaIOT 3aBUCUMOCTbL MMOLIAAN NMUKOB OT COOT-
BETCTBYIOLLEN KOHLIEHTPALMUW MefaMuHa B rpagyMpoBOYHOM pacTBope. [psiMasa rpagyupoBOYHOro rpadhuka
[OIDKHA NPOXOAUTL Yepes Ha4Yano KoopAMHAaT M onpeaensTbes (PYHKLMOHANLHOW 3aBUCUMOCTLIO:

Y = bX, O]

rae 'Y — nnowajab nuka MernaMmuHa;
X — KOHLUEHTpaumsa menamuHa B rpagympoBoYHOM pacTBOpE;
b — ko9pULMEHT perpeccun.
FpaaynpoBOYHbIN rpaduk paccUnTLIBAETCS METOAO0M HAaUMEHbLLMX KBAApaToB.

7.3.2 KonTponb rpagyupoBO4YHOro rpadguka

KoHTponb rpagyupoBOYHOro rpacpuka OCyLWEeCTBSIOT KaXAbl pa3 nepej Hauyanom UsMepeHui no nio-
601 TouKe rpagympoBOYHOro rpadmka, UCKNI0Yaa NEPBYIO U NOCMNEAHIO. PacxoxaeHue Mexay u3MepeHHom
KOHLEHTpauuen menammHa u ero (pakTM4YeCKOn KOHUEHTpauMUEN, BbIPAKEHHOW B MPOLEHTaX, HE [O0SHKHO
npesbILaTh HOpMaTuBa KOHTPONA Kp = 12,2 %.

B cnyyae npesbilueHusi HopmaTusa KoHTponA Kp HE06xoaAUMMO NpPOBECTU NMOCTPOEHME HOBOrO rpagyu-
POBOYHOro rpadumka no NATH To4KaMm.

7.4 OT60p Npo6 M NoaroToBka NPo6 k aHanu3y

7.4.1 OT60p Npo6
OT160p npob ocyuiectenAeTca cornacHo THMA Ha npoaykumio.

7.5 NoaroroBka Nnpo6 k aHanNu3y

Oto0paHHble Npobbl XpaHAT B XonoaunbHuke. Mepea Hayanom nposeeHns NPoboONOArOTOBKU CPEaHIO
npo6y obpasua npeaBapuTEnbHO BbIAEPXKUBAIOT NPU TEMNEPATYPE OKPYXKaloLen cpesibl He MeHee 30 MUH.

7.5.1 MNpoBeaeHune 3KCTPAKUUN MenamMmmHa

Hasecky »makux u cyxux obpasuos (2,00 + 0,01) r nomewwaor B NPoOUpPKY AN LeHTpudyruposaHus
BMECTMMOCTbIO 50 cm3, goBasnsiot 5,0 cm® 5%-Horo pacteopa TXY u 2 cm® aueToHutpuna.

Hasecky TBepabix 06pasuos (2,00 + 0,01) r pactupaiot B (hapdopoBoii cTynke ¢ 2—-3 I KBapLIeBOro necka,
3aTeM NepeHocAT B NPOBUPKY ANst LEHTPUDYIMPOBAHUS BMECTUMOCTLIO 50 CM3, NPOMBIBAIOT CTynKy 5 cm3
5%-Horo pacrteopa TXY gBa pasa u 4o6aBnslOT NOMyYEHHbIN pacTBOp K Npobe, 3ateMm B NpoOupKy Ans LeH-
TpudyruposaHua 106aBns0T 2 cM> aLETOHUTPUNA.

Mpo6upKy NMOTHO 3aKpbIBAlOT, BCTPSIXMBAIOT U nomMeLatoT Ha 10 MUH B yNbTpasBykoByto GaHio npu
t= 50 °C. 3atem npobupky LeHTpudyrupytoT 10 MuH co ckopocTbio 4 000 06/MuH. OTOUPAIOT BEPXHUIA CINON
B OTAenbHyl0 npobupky, a K ocTaslueMycs ocaaky aobasnsior ewe 5,0 cm® 5%-Horo pacteopa TXY u
1,5 cM® aLeToOHUTPMNA, BCTPSIXUBAIOT, MOMELLAIOT B YNbTPA3BYKOBYIO 6aHI0 HA 10 MUH, 3aTeM LeHTpudyru-
pytoT 10 MUH Npu Tex xe ycnosusax. OTOMPAOT BEPXHUI CION U NPUCOEAUHSAIOT K nepeoi nopumu. K ocaaky
B TpeTuii pa3 npubaensior 5,0 cm3 5%-Horo pacteopa TXY u 1,5 cM® aueToHuTpuna, BCTPSXMBAIOT, NoMe-
LaloT B YNbTPa3ByKoBYIO GaHo Ha 10 MuH, 3aTeM LeHTpudyrupytoT 10 MUH Npu TeX xe ycnosusax. Otoupa-
10T BEPXHWUIA CIOW U NPUCOEANHSIIOT K NEPBON U BTOPOI MOPLIUSIM.

OBbeaMHEHHbI SKCTPaKT (UIbTPYIOT B MEPHYI0 KONOYy BMECTUMOCTbIO 25 cm® uepe3 GymaskHbii
PUNBLTP «CUHAA NEHTa», KOTOPbIA HEOOX0AWMO npeaBapuTENbHO cMouuTb 1 cM® 5%-Horo pacrteopa TXY.
Ob6bem 00BOAAT A0 MeTkM 5%-HbiM pacTBopoM TXY. [lanee ansa npoeaeHuss TBepaodasHON 3KCTpaKuuu
oTBupatoT 5 cM> Nony4eHHOro sKkCTpakTa B Npobupky BMecTUMocTbio 10 cMm®, goBasnsioT 5 cm® gucTunnu-
pOBaHHO BOAbI, paCTBOP TLUATENLHO NEPEMELLMBAIOT.

Mpu cogepxanum xupa B obpasue 6onee 10 % nepea npoBeaeHMeM TBEPAOGA3HOI SKCTPAKLMU Npo-
BOASAT 06eaxupuBaHme unstpara (25 cm®). [Ing 9TOro ero NOMeLLaT B AeNUTENbHYI0 BOPOHKY Ha 100 cm?,
noGasnsoT 25 cm3 rekcaHa, BCTPAXMBAIOT B TedeHne 1 MUH U OCTaBMSIOT A0 MOSIHOrO PasferieHnst Crioes.
Janee anA nposeaeHns TBepA0dasHON SKCTPaKkLmUM 0TEMPAIOT 5 cM3 HIXKHEro crnos B NPo6GupKy.

7.5.2 NMpoBeaeHune TBepaAO(a3HON IKCTPAKLUUMN

MoaroTOBKa KapTpuaka: YCTaHaBMMBAIOT KapTPUAXK B YCTAHOBKY AN TBepAodasHoM 3KCTpakuum,
BKITHOYAIOT HACOC M NPOMNYyCKaloT Yepe3 NOBEPXHOCTb copbeHTa 5 cm® MeTaHona, a 3aTem 3 cM® AUCTUNNIUPO-
BaHHON BOAbl, OCTABNAA HEOONbLUOW COM XUAKOCTU HA NOBEPXHOCTU COpbeHTa.

Yepes MOArOTOBMNEHHbINA KaPTPUAK NponyckaoT 5 cm® skcTpakTa, rnonyyeHHoro no 7.5.1. Mpomeisaiot
KapTpuax 3 cM3 AUCTUNNMPOBAHHOW BOAbI, @ 3aTeM 3 cM® MeTaHona.
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BbiCyLUMBAIOT KAPTPUAXK NOA BaKyyMOM B TeyeHue 1-2 MUH, a 3aTemM 3noupyT menamuH 5 cm® pacrteo-
pa aMmMuaka B meTaHone, anioart cobupaiot B npobupky ¢ NputepTol Npookon.

Bce onepauun npoBOASTCS CO CKOPOCTbIO anonpoBanua 0,5—1,0 cm3/MuH.

MonyyeHHbIN an0aT ynapuMBaloT 40Cyxa B 3TOW e npobupke Ha pOTOPHOM UchapuTene npu Temnepa-
Type 50 °C.

Cyxoii octatok pacteopsioT B 1,0 cM® noaBuxHOM dhasbl, PUNLTPYIOT Yepes MeMOpaHHbIN PUNLTP U3
pereHepupoBaHHOM Lensionosbl ¢ pasmepom nop 0,2 MKkMm, AnamMeTpoM 25 mm.

7.6 NpoBeneHue aHanusa

AHanus nony4eHHoro no 7.5.2 pacteopa NpoBOAAT Ha XMAKOCTHOM xpomartorpacpe. Ycnosus xpomaro-
rpachmpoBaHuA Takue e, Kak U npu NoCTPOEHUM rpagympoBOYHOro rpacdumka no 7.3. OnpeaensioT nnowaam
NMKOB, UCTIONb3YA KOMMNbIOTEPHYIO cucTeMy 00paboTku curHanos. MpPoBOAAT aHanNuU3 ABYX MaparnenbHbIX
npo6.

8 Pacuer pesynbTaroB

PacueT coagepxaHus menamuHa X, Mr/kr, npoBoAasaT no copmyne
X = CxV,xV,
mxV, ’

@

rae C — KOHLEHTPALMS MENAMMHA, HAWAEHHANA NO rPaayMPOBOYHOMY rpacuKy, MKr/cMS;

m — macca HaBeCKM T;

Vi — oOwmit 06bem akcTpakra, 25 cm3;

V> — 00bem aKcTpakTa, B3ATOr0 AN NPONycKaHna Yepes KapTpuax, 5 cm3;

Vs — 061:eM3 NOABKHOW (pasbl, B3ATLIN ANA pacTBOPEHUS CyxOro ocrartka npobbl nocne ynapuBaHus,

1,0 cm°.

3a OKOHYaTenbHbIA pe3ynbTaT N3MepeHUsl NPUHUMAIOT cpeaHee apuMeTuyeckoe sHa4YeHue pesynbTa-
TOB ABYX napannenbHbix onpeaenenuin X. BbluucneHuss npoBoAAT A0 TPETHEro 3Haka nocne 3ansAtow u
OKPYrNsOT 1O BTOPOIO.

JonyCcTuMble pacxOXAEHUss Mexay napannenbHbiMU OnpeAeneHUAMU NO OTHOLUEHMIO K BENUYMHE
cpefHero apumMeTU4ecKkoro 3Ha4eHUa He Ao kHbI npesbiwaTb 9,8 %.

Pacuet X npoBoasit no gpopmyne

X+ X,
R

roe X1 — pesynbTaT NEepBOro napansiesibHoro onpeaeneHus;
X2 — pesynbTaT BTOPOro napannenbLHoro onpeaeneHuns.

FapaHTUPOBAaHHLIN pe3ynbTaT M3MEpPEHUI, BbigaBaeMblit nabopatopuen, MOXeT ObITb NPeacTaBneH B
Buae

X ®)

(X £U(X)), rikr, @

rae x — cpeaHee apudMeTU4eckoe u3 pesynbTaros U3MepeHun AByX napannenbHbix npoo;

U(X) — abconoTHoe 3HAYeHME pacCLUMPEHHOI HEONPeaeneHHOCTU pe3ynbTara U3MEPEHUI, BbIPAXKEH-
Hoe B Mr/kr. PaccuutbiBaeTca no hopmyne

U(X) =Ux0,01x X, (5)

rae U — oTHOCUTENbLHOE 3HAYeHMe pacCLUMPEHHOW HEeOonpeAeneHHOCTU, BbIYMCNIEHHOE B COOTBETCTBMU C
Tabnuuen 2.

Ecnu nsmepeHHas senuymHa B npobe X1 unu Xz 0ka3blBAETCA MEHbLUE Npejerna KoNM4eCTBEHHOro
onpeaeneHua CLoq, TO Bbluucnenunsa no popmyne (3) He NPOM3BOAAT, @ 4AI0T OAHOCTOPOHHIOKO OLEHKY Mac-
COBOM KOHUEHTpauuu menamuHa B npobe B Buge X < Cioaq, rae Cioa — HWXHWUII Nnpeaen KONUYeCTBEHHOro
onpeaeneHua metoaukn 0,25 mr/kr.

8.1 Mposepka npueMNeMOCTH pe3ynbTaToB U3MEPEHUH, NONYUYE€HHbIX B YCNIOBUAX NOBTOPAEMOCTH

MpoBepky NPUEMNEMOCTU pe3ynbTaTOB M3MEPEHUN, MOJIYYEHHBLIX B YCNOBUAX NOBTOPAEMOCTM, OCY-
wectBnsoT cornacHo FOCT NCO 5725-6 (nyHkT 5.2.2.1). [1a pe3dynbTata UCNLITAHWIA AOIMKHBI ObITb NOJY-
YeHbl B YCMOBUSIX MOBTOPAEMOCTH.



rOCT 34515—2019

PaccuntbiBaloT abCOMIOTHOE pacxXoXgieHne Mexay pesynbTaTaMu eAWHUYHBIX HaGnoaeHun |X1 —X2|,

3Ha4YeHne KOTOPOro CPaBHUBAIOT C abBCOMIOTHLIM 3HAYEHWEM Npeaena NOBTOPSEMOCTM race. ADCOMIOTHOE
3Ha4YeHue npeaena NnoBTOPSIEMOCTH Fase, MI/KT, pACCUMUTBLIBAIOT MO chopmyne

Ie =0,01-r-X, (6)
rae 0,01 — koadppuumeHT nepecyeTa U3 NPOLIEHTOB;
X  — cpegHee apudMeTUYECKOe 3Ha4YeHne ABYX pe3ynbTaToB €AUHNYHBLIX HABMIOAEHWIA, MI/KT;
r — OTHOCUTENbHOE 3HAYeHue npeaerna NoBTOPSIEMOCTH, YkasaHHoe B Tabnuue 2.

Ecnu Ana 3HaueHns abCOMIOTHOTO PaCXOX/AEHNA MEXY ABYMS pe3ynbTaTtamMu eAMHUYHbLIX HaBnioaeHNi
BbINONHAETCS YCIIOBUE

|)(1_X2|£ra6c’ (7)

TO oba pesynbTara CYMTalOT NPUEMIEMBIMA U B KayecTBe pesynbTata U3MEpEeHui ykasbiBaloT cpeaHee
apudmeTuyeckoe 3HayeHue X, paccuyutaHHoe no popmyne (3).

Ecnu aBconioTHOE 3Ha4YeHne pasHOCTU NPEBLILIAET 3HAYEHUE fa6c, TO CREAYET NONYYUTHb eLlle Ba pe-
synbTata. Ecnu pasmax 4yetbipex pe3ynbTaToB WUCMBITAHWA PaBEH UMW MEHbLUEe KPUTUYECKOro pasMaxa
(cm. hopmyny (9)), TO cpeaHee apudMETUYECKOE YeTbipex pe3ynbTaTos (cM. popmyny (10)) AOMKHO yka-
3bIBATLCA KaK KOHEYHbIN 3asBNsieMblii pesynbTar.

|Xmax - Xmm| < CRasc, ®)
CRa6c=3,6 - 5r- 0,01- Xox, ©)
rae 0,01 — koabduUMEHT nepecyeTa U3 NPOLIEHTOB;
S — OTHOCUTENbHOE 3Ha4YeHUe NOBTOPSAEMOCTH, %, ykasaHHoe B Tabnuue 2.
Nox = M‘ (10)

Ecnn ycnoeue (8) He BLINOMHAETCA, TO CneayeT 0TKasaTbCA OT MNOSIYYEHHbIX AaHHbIX, BbIACHUTL U
YCTPaHWUTE NPUYMHbBI, NPUBOASALLME K HEYAOBNETBOPUTENbHLIM pesynbTaraM. CneayeT NpoOBECTM NOBTOPHOE
BbIMOSIHEHNE U3MEPEHUI NOCNEe YyCTPAHEHNA NPUHUH HECOOTBETCTBUA.

8.2 Mpoeepka NpueMnemMocTu pe3ynbLTaToB U3MEPEeHUN, NONyYEHHbIX B YCTIOBUAX NPOMEXYTOYHOMN
npeun3snoHHOCTH

MpoBepKy NPUEeMIIEMOCTU Pe3ynbTaToB U3MEPEHWIA, NONYYEHHbIX B NPOMEXYTOUHON NMPELU3NOHHOCTH,
ocyuectenatoT cornacHo FOCT UCO 5725-6 (nyHkT 5.3.2.2).
Mocne npoBepkM MOMyYEHHbIX Pe3ynbTaToB NapannesfbHbIX onpeaeneHuii No KPUTEPUIo NOBTOPSEMO-

cTu no 8.1 paccuuTbiBalOT cpeaHee apudmeTudeckoe X ABYX pe3ynbTaToB U3MEPEHUI X1 u X2 cooteeT-
CTBEHHO, MI/KT:
- )_(1 +)_(2
xX=21722 (1
2
rae Xi1 u X2 — CpeaHue 3HA4YEHUs, PACCHUTAHHBIE HA OCHOBAHUM ABYX NAPanmenbHbIX M3MEpEHUiA, Bbl-
yucneHHble no popmyne (3) B yCnoBUAX NPOMEXYTOYHOW NPELU3UOHHOCTH.
PaccuutbiBalor abConOTHYIO pasHOCTb pe3ynbTaToB X: uXzn CpaBHMBAIOT C aOCONIOTHbLIM 3HaYEHU-
€M KpuTu4eckon pasHocTu CDaec.
CD,;. =0,01.CD, - X, 12)
rae 0,01 — koacpuuMeHT ana nepecyeTa NPOLEHTOB;

r2

_ 2

CD0,95 = r/(TO) _?v (1 3)

TA€ I' W I, ;5, — OTHOCHUTETbHbIE 3HAYEHUS NPEAENOB NOBTOPSEMOCTM U NPOMEXYTOUYHOW NPELUINOHHOCTH,
yKka3aHHble B Tabnuue 2.
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Ecnu Ans 3HaYeHusi aBCOMIOTHOTO PACXOXAEHNUA MeXY Pe3yNbTaTamn BbINONHAETCS YCoBUE
|X1—X2|SCDEGC, (14)

TO 06a KOHEYHbIX pesynbraTta, Nony4yeHHble B YCNOBUAX ﬂpOMe)Ky’I'O'-IHOVI NPeun3InOHHOCTU, CHUTAKOTCA Npu-

eMneMbiMu U cpeaHee sHauyeHue X, paccuutanHoe no dropmyne (11), MmoxeT ObiTb UCNONBL30BAHO B Kaye-
CTBE 3asBNIAAEMOro pesynbrara.

Ecnu ycnosue (14) He BbINOMHAETCH, TO CrieflyeT OTKA3aTbCA OT MOJNIYYEHHbIX AAHHbIX, BbISICHUTb U
YCTPaHUTb MPUYMHBI, NPUBOASLLIME K HEYAOBNETBOPUTENbHBIM pesynbTaTtam. CneayeT NpoBeCTU NOBTOPHOE
BbIMONTHEHWE U3MEPEHUI NOCHE YCTPAHEHUS NPUYUH HECOOTBETCTBUS.

9 XapaktepucTuku metoaa

OTHOCUTESbHbIE 3HAYEHUS! NokasarTernei NPeLUU3MoOHHOCTU (NOBTOPSIEMOCTH, NMPOMEXKYTOUYHON NPEeLm3un-
OHHOCTU, NpeaenoB NOBTOPAEMOCTU U MPOMEXYTOYHON NPELU3NOHHOCTU) U MAKCUMANBHOW OTHOCUTENbHOW
pacLUMPEeHHOIt cTaHAapTHON HeonpeaeneHHOCTH Npu ypoBHe aosepusi P = 0,95 npeacTasnexsl B Tabnuue 2.

Tabnuua 2 — OTHOCUTENbHbIE 3HA4YEHUS NoKasaTenei NOBTOPAEMOCTH, MPOMEXYTOUHOW MPELM3MOHHOCTH, NpeaerioB
NOBTOPSEMOCTU U NPOMEXYTOHYHOR NMPeLM3NOHHOCTY, MaKCUManbHOW OTHOCUTENBHON paclLMpEeHHO HeonpeaeneHHOCTH
MeTOAUKKN NpK ypoBHe foBepust P = 0,95 1 koadhdulneHTe oxsata K =2

MakcumanbeHas
MokasaTenb Mpegen npome- OTHOCUTESbHAA
[unanasoH MokasaTens N Mpeaen peaen np
namepeHui nosTopsieMocTn | POMEXYTOUHON 1 - s onaemocTn | HYTOUHON npeyu- pacluMpeHtas
M?/Kr : P o MPeLM3UOHHOCTH P % 3MOHHOCTU HeomnpeaeneHHoCTb
Sr, r,
n siro), % ° riro), % n3MepeHus
U %, K=2
0,5-10,0 3,5 8,3 9,8 23,3 30,0
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KnoueBble cnoBa: MOMOKO, MOJIOYHbIE NPOAYKTbI, COEBblE€ NPOAYKTLI, MENAMWUH, ONpeaeneHne, BbICOKOIM-
dekTUBHAaA XXMAKOCTHAA XpomaTtorpadusa, cCnekTpopoToMETPUYECKOE AETEKTMPOBaHUE
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