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FOCT P EH 12857—2010
[lpeaucnoBue

Llennu npuHumnel ctTaHgapTusaunm B Poccumnckon PegepaunmyctaHoBneHbl PegepanbHbIM 3aKOHOM OT
27 nekadpst 2002 r. Ne 184-03 «O TeXHUYECKOM perynmpoBaHiun», a npasuna npuMeHeHnst HauMoHanbHbIX
cTaHaapToB Poccunckon egepaunmmn — OCT P 1.0—2004 «CtaHpgaptusauma B Poccunckon Peagepauun.
OCHOBHbIE NONOXEHUAY

CBegeHUA o cTaHgapTe

1 NMOAINrOTOBINEH T ocyaapcTBeHHBLIM Hay4YHbIM yupexaeHnem BcepoCcCMUCKMM HaydHO-UccneaoBaTe-
NbCKUM UHCTUTYTOM KOHCEPBHOW 1 OBOLLECYLUMNBHOW NPOMBILLNEHHOCTU POCCMUACKON akageMunn cenbCkoXo-
3ancTeBeHHbIX Hayk (THY BHWWUKOIT PoccenbxosakagemMun) Ha OCHOBe COOCTBEHHOro ayTeHTUYHOro
nepeBoga Ha PYCCKUN A3bIK perMoHanbHOro ctaHgapTa, ykasaHHOro B nyHKTe 4

2 BHECEH TexHu4yecknum komuteToMm no ctaHgaptusaunmn TK 93 «[1poaykTtel nepepaboTku ppyKTOoB,
oBoLEeNn NrprudboB»

3 YTBEPXXOEH MWBBEOEH B OEVNCTBWE Mpukaszom deaepansHOro areHTCTBa no TEXHUNYECKOMY pery-
NNPOBaHUIO U MeTPponornm ot 29 HosIbpaA 2010 r. Ne 565-cT

4 HacTtoawnn ctaHgapT naeHTU4eH eBponenckomy permoHansHomy ctaHgapty EH 12857:1999 «[1po-
OYKTbl nuweBble. OnpegeneHne yuknamarta. MeTtog BbICOKO3PEKTUBHOWU XUAKOCTHOU XpomMaTorpagpumy»
(EN 12857:1999 «Foodstuffs — Determination of cyclamate — High performance liquid chromatographic
method»).

[Tpy NnpMMeHeHUN HACTOALLEro ctaHaapTa pekoMeHayeTCs UCMNONb30BaTh BMECTO CChINTOYHBIX MeXayHa-
POAHLIX CTAHAAPTOB COOTBETCTBYIOLWME UM HaUMOHaNbHble cTaHgapTel Poccunckon @eaepaun, ceeaeHUa o
KOTOPbIX NpUBeAeHbl B ACNONHUTENBHOM NpunoXxeHun A

5 BBEAEH BINEPBbIE

ViHgbopmayust 06 U3MeHeHUsIX K HacmosuwemMy cmaHGapmy nybriukyemcs 8 €Xe200H0 U30asaeMoM
UHpOpMaUUOHHOM yKalamerse «HauuoHanbHbie cmaHoapmabi», a mexkcm U3MeHeHUU U MorpasoK — 8 eXXeMe-
CSYHO U30asaeMbiX UHGDOpMaUUOHHbIX yKa3lamernsx « HauuoHanbHbie cmaHoapmeiy. B cnyyae nepecmompa
(3aMeHbl) Unu OmMeHbi Hacmosauw,e20 cmaHOapma coomeemcemesyroujee yeeoomreHue byoem onybnukosaHo
8 eXXKEMECSYHO U3dasaeMOoM UHpOpMalUOHHOM yKa3amerne «HayuoHalnbHbie cmaHOapmabily». Coomeemecmay-
rowasi UHgopmMmayus, yeeooMIIeHUe U meKkcmsl pa3Melliaromcsi makxe 8 UHpopMallUuoHHOoU cucmeme obujez2o
ronb308aHUs — Ha ouluanbHOM catime ®edepalibHO20 az2zeHmemea o MmexHU4YeCcKoMy pe2yrupo8aHUuro U
MempoJsiozauu e cemu MIHmepHem

© CtaHpapTuHdopm, 2011

HacTtoawumn ctaHaapT He MoXeT ObITb NOMHOCTLIO UMM YacTUYHO BOCTNIPOU3BEAEH, TUPaXXNPOBaH U pac-
MpocTpaHeH B KayecTBe oduumanbHoro nsgaHmsa 6es paspeweHns PegepanbHOro areHTcTBa Mo TeEXHNYECKO-
MY PeryimpoBaHnto 1 MeTpoiorm
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HAUUWOHANBbHBILU CTAHOAPT POCCUUCKOWNW OGEOLEPAUUNMN

NMPOAYKTbI NMALLEBbIE

OnpeneneHune LuKnamara.
MeTopa BbicoKO3thd¢deKTUBHON XUOKOCTHOU XpomMaTorpadun

Foodstuffs. Determination of cyclamate. High performance liquid chromatographic method

[lata BBegeHnsa — 2012—01—01

1 Ob6nacTb NpMeHeHUS

HacTtodawu ctaHgapT pacnpocTpaHAeTcs Ha NuULLEeBbIe NPOAYKTElI U yCTaHaBNMUMBaEeT MeTod onpeaene-
HUSA LUKNamMaTa ¢ UCMNoMb30oBaHMEM BbICOKO3(PEeKTUBHOW XXMAKOCTHOU XpomMaTorpadun (BOXX).

2 HopmaTuBHbIe CCbINKKN

B HacTosLeMm CTaHAapTe UCMOJ1Ib30BdHa HOPMaTUBHAA CCbhbIJIKa Ha CJ'IELI,yI-OLLI,I/IIZ CTaHO4PT.

EH NCO 3696 Boaa ana nabopaTopHoro aHanusa. TexHuueckue TpeboBaHUAa U MeToabl UCMbITAHUNA
(MCO 3696:1997)

3 CyuwHoOCTbL MeTOAA

MeToa OCHOBAaH Ha 3KCTparnpoBaHUM LMKnamaTa HaTpust 3 npodbl BOAOK, Nocneayolen XuMnyeckom
KoHBepcun LunknamaTta B N,N-guxnopuumknorekcunammH n konmvyecteseHHoM onpegeneHnm N,N-gnxnopLumnkio-
rekcunammHa c nomolbio BOXXX ¢ npumeHeHnem xpomartorpadmnyeckon KonoHKM ¢ obpalleHHo-ha3oBbIM
COpPOEHTOM U CNEKTPOPOTOMETPUYECKOTO AETEKTUPOBAHNA NPU ANUHE BONHbI 314 HM.

4 PeakTuBbI

[1na npoBeageHUsa aHanmnsa npu oTCyTCTBUN 0CODO OroBOPEHHLIX YCNOBUN UCTMONb3YHIOT TOMNLKO peaKkTUBLI
YCTaHOBJIEHHOW aHaNMUTUYEeCKOM YNCTOThI U BOAY He HMXKe nNepBon cTeneHn YnuctoThl No EH MCO 3696. CTtak-
OapTHbIE PACTBOPLI TOTOBAT C YY4E€TOM MAacCOBOW 40N aHanUTa B cTaHOQapTHOM BeELLECTBe.

4.1 CnnupTt MeTUNOBLIN (MeTaHoN) Ana BOXX.

4.2 H-rentaH anga BOXXX.

4.3 Odup neTponenHol c ananasoHoM TemnepaTtyp kuneHna 40 "C—60 °C.

4.4 Hatpuin cepHokmncnbin 6e3BoaHbIA. [p He0OXOAUMOCTU peakTUB NPOMbIBAIOT H-renTaHoM ANs yaa-
neHnsa NNoUnbHLIX 3arpsa3HUTENEN.

4.5 HaTpuii yrnekucnbli, pacTBOP MacCoBOW KOHLeHTpaLumen 50 r/ams.

4.6 Hatpui XnNopHOBaTUCTOKUCbLIN (TUNOXITOPUT HaATPUSA), pacTBOpP MacCcoBOU KOHLUEHTpaunen
akTuBHoro xnopa1,7 r/100 cm3

PacTBOp runoxnopura HaTpus MaccoBON KOHLLEHTpaumnen aktueHoro xnopa 6onee 1,7 r/100 cm® pasbas-
NAT BOAOW A0 NOMyYeHUa pacTBoOpa MacCcoBOM KOHLeHTpaumen aktusHoro xnopa 1,7 r/100 cm3. MaccoByio
KOHLIeHTpaL W0 aKTUBHOIO XIopa B NMPUIroTOBNEHHOM pacTBOpPE PerynspHO KOHTPOMUPYIOT No MeToaunKe, Npu-
BeAeHHOW B NpUnoXeHnm A.

4.7 Kucnota cepHas, pactBop maccoBoun gonen 50 %.

U3paHune odbmumanbHoe
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4.8 HaTpus uMKnamart, cTaHAapTHble pacTBOPLI

898 Mr umknamaTaHaTpusi, UISMepPEHHOro ¢ ToO4YHOCTbLO A0 0,1 Mr, NePEHOCAT B MEPHYHO KONOY BMECTUMOC-
Tbio 200 cm3, 06beM coaepXMMoro AoBoAAT BOAOW A0 MeTkU. MaccoBasi KOHLUEHTpaLMs LMKITorekcunamu-
HO-N-CyNbOHOBOIN KUCOTHI B MOMY4YEHHOM OCHOBHOM CTaHAapTHOM pacTeope cocTtasngeT 4000 mr/gm3
(Ko puLMeHT NnepecyeTa Macchl UMKnamarta HaTpud B Maccy LuknorekcunammHo-N-cynsqoOHOBOW KUCTIOTHI
paseH 0,8909). AN npUroToBNEHNS rpagynmpoBOYHbLIX PACTBOPOB B MEPHbIE KoMNbbl BMecTUMocTbio 100 cm3
BHocsT 0,25, 1,0, 2,5, 5,0, 10,0 1 20,0 cM3 OCHOBHOTO CTaHAapTHOIO pacTBopa, 06beM CoaePKUMOro A0BOAST
BOAOWU A0 MeTkU. MaccoBas KoHUeHTpauua unuknorekcnnammHo-N-cynbqOHOBOW KUCNOThI B MOJTyYeHHbIX rpa-
OYVPOBOYHBIX pacTBopax cocTasnseT cootBeTcTBeHHo 10, 40, 100, 200, 400 1 800 mr/am3.

4.9 PactBOop Kappeza Ne 1

15 rxxkenesncrocnHepogmctoro kanusa (K, [FeCN]g - 3H,O) pacTBopatoT B HEKOTOPOM KONTMYECTBE BOAbI U
paszbasnsatoT 4o o6bvema 100 cms.

4.10 PactBop Kappesa Ne 2

30 r cepHokncnoro uuHka (ZnSO, - 7H,0O) pacTBOpAOT B HEKOTOPOM KOJTIMYECTBE BOAbI U pa3baBnsawoT Ao
ob6bema 100 cm3.

4.11 NMoaBuxHada baza ana BaXX

CmMewnmatoT 80 obbeMHbIX YacTen metaHona ¢ 20 ob6beMHbIMM YaCcTAMKU BOAbI, MONYYEHHBIN PAacTBOP
PUNLTPYIOT Yepes MeMBpaHHbLIA PUMLTP C NOAXOAALLUM pasMepoMm nop (Hanpumep, 0,45 MKM), nocne 4ero
PaCTBOpP AerasvpyoT NodbIM NprUemMnemMsiM cnocobom, Hanprumep, C NOMOLLLIC YNbTPa3BYyKOBOW DaHN.

[na poctmxkeHUa oNnTUManbHOro KadecTBa XpoMaTtorpaguyeckoro pasaeneHuns 4onyckaeTcd UCNONb3o-
BaTb NOABWXKHYIO pasy ¢ ApyrMmMm COOTHOLWEHNEM MeTaHona 1 BoAbl.

4.12 PacTtBOp ANAKOHAULUOHUpPOBaHUA XpoMaTorpadgpmniecKkom KONoHKU — pacTBOp 3aTUNeHANa-
MUHTETPaYKCYCHOU KUCTNOTbl MaccoBOU KOHUeHTpauuen 10 r/am3

[TpUroTOBNEHHBIN pacTBOP Nepea ynotpedneHnem PuUnbTpyoT Yepes MeMbpaHHbIN PUNbTP ¢ Noaxoasa-
LLIMM pa3mepoM nop (Hanpumep, 0,45 MKM), nocne Yero pacTtBop AerasnpyroT NodbIM npuemMnemMbiM crnocodbom,
HanpuMep, ¢c NTOMOLL IO YNbTPa3BYKOBOW DaHW.

4.13 Lennonosa nopolwkoodbpasHas MaccoBoM Aonen He meHee 99,9 %, npoMbITasa KUCOTOMN.

5 CpeacrBavnimMmepeHnn n BCnomMmorartenbHoe 06opyaoBaHue

[1na npoBegeHna UCnbITaHU UCNOMb3YIOT cpeacTBa N3MepeHn 1 BcnomoraTenbHoe obopyaoBaHue, B
4YacTHOCTU, NepedncneHHbIe HUXKE.

5.1 O6bopypnoBaHue ana BAXKX

5.1.1 XpomaTtorpad XNAKOCTHbIN, COCTOSILLINK U3 HAcoca, YCTPOUCTBA BBoAA NPodbI, CNeKTPOPOTOMET-
pPUYEeCcKOoro geTekropa, NnpurogHoro Angd namepeHnsa onTUYecKou ninoTHOCTU NpY AnNuHe BONHbI 314 HM (nNpea-
novTUTENEeH ANOAHO-MaTPUYHBIA AeTEKTOpP ), caMonucua U UHTerpaTopa, No3BoNaAwLero U3aMepsiTb BbICOTY
1M nnowagb XxpoMaTtorpaguyeckmnx NMKoB.

5.1.2 KonoHka xpomaTtorpaduveckas aHanutuveckas, sanonHeHHasi obpalwleHHo-da3oBbIM copbeH-
TOM C NMPUBUTBIMUA OKTagaeuunbHeiMK rpynnamm (C18) pasmepom YacTul, S MKM, AnnHon 250 MM, BHYTpPEeHHUM
anameTpom4 MM, cHabXXeHHas 3aLlLUTHOW KONOHKOW c obpalleHHo-da30oBbIM copbeHToM (C18) pasmepomMm vac-
TAL, 5 MKM (NpUMEHeHMe 3allUTHOW KOJTIOHKM pekomMeHayeTcsa Npu UCnbiTaHUKM NobbIX Npob TBepaou
KOHCUCTEHLNN).

Kputepuem npuroaHoCTU Xpomartorpadgpnieckon KornoHKU aAns AaHHOTo B1aa aHanunsa siBNseTcy pasae-
fneHune NUKOB aHaNMM3npyemMoro BellecTBa U coceHUX NMUKOB KOMMNOHEHTOB MaTpuULbl Npobbl HA YypoBHE Ba3o-
BOW NMAHUMN.

B cnydyae HanoXeHUa XxpomaTtorpauUYeckoro nMka aHanuta Ha MK Kakoro-nubdo ConyTCTBYHOLLEro
BelllecTBa MaTpuLbl NpobLl, OOHAPYXMBAEMOTO NMpu peructTpaummn xpomMmaTtorpammel C UCNOMbL30BAHUEM ANO-
HO-MaTPUYHOTO AeTeKTopa UM CnekTpodoTOMEeTPUYECKOro AeTeKTopa, NO3BONAILWEro U3MepaTe aHanuTK-
YEeCKUA cuUrHan ogHOBPEMEHHO NPU ABYX ANMHAaX BOJH, NoaAdDUpaloT APYryo XxpomMartorpaguyeckyo KOMOHKY,
obecnevnBatloLLyo HeobXoaAMMOE KauyeCcTBO XpomMmaTorpadpmnyeckoro pasgeneHus.

5.2 baHaynbTpasBykoBas.

5.3 PUNbTPbl MEMDOpPaHHBIE pasMepoM nop He bonee 0,45 MKM.

5.4 YcTponcTBo Anst pUNbTPOBaHUS, CHabXXeHHOe aepXaTtenem MmemopaHHbIX UNbTPOB U MPUroaHoe
ans dunbTpaunun n gerasmpoBaHns noasmkHoU dpasbl o 4.11 n pacteopa A4ns KOHAULNOHNPOBAHUSA KOMMOHKU
no4.12.

2
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5.5 ['omoreHunsaTop.

5.6 baHsa BoaaHas, npurogHaa ans nogaepXaHma temnepatypel 60 °C.

5.7 UeHTpudoyra nabopatopHas, obecnevmBatoLlasa LeHTpobeXXHOe yCKOpPEHNUE B OCHOBAHUN LLEHTPU-
b yKHBIX Npobupok He meHee 1400 g.

5.8 Mpobupkn LeHTPUDYKHbIE CTEKNAHHBIE BMECTUMOCTLI0 50 cM3, cHabeHHbIe NpobkamMu.
5.9 BopoHku genutenbHble BMecTUMocTbio 50 1 100 cm3.

5.10 bymara dounbTpoBanbHas, obecnevmBaroLlasa cpeaHioo CKOPOCTb PUnbTpaLmn.

5.11 PdunbTpbl AN pasgenerduns das (No BbIbopy NoNb3oBaTens).

6 lNpouenypanpoBeaeHnsa aHanu3a

6.1 MNMpuroroBneHue pacTteopa NpoobI AN aHanusa

6.1.1 lpn aHannse XXnaknmx NnpoaAyKToB (HAaNpumep, oCBeTNeHHbIX PPYKTOBLIX COKOB, PUMNBTPOBAHHOIO
OrypeyHoro paccona) npodby punbTPYIOT, Nocne Yyero pasdasnsatoT BOAOW TakMM obpasoMm, UToOLl OXXaaemas
MaccoBas KoOHLEeHTpauusa LuMknamaTa B pacTBope cocTasnsana okono 400 mr/gm3, nunu ncnons3ayoT npoby 6e3
paszbaBnerus. [pnaHannse TBepAbIX NPOAYKTOB, AatoLMX NPpOo3paYvHble BOAHbIE pacTBOPLI (Hanpumep, neageH-
LOB), Npoby pacTBOPSAIOT B BOAE TaKMM 0bpa3oM, UTODLI OXXnagaemasi MaccoBas KOHLIEHTpaLUmMa LuknamaTa B
pacTBope cocTanana okosno 400 mr/am3.

6.1.2 lpun aHanuse, HanNpMMep, MOMOYHbLIX NPOAYKTOB, AECepPTOB, B3DUTLIX CMUBOK, COKOB C MSIKOTbIO,
IKeMOB, MapMenagos, Npody TwaTtenbHO roMOreHMU3npyoT B TedeHne He MeHee 1 MuH. Okono 15 r roMmoreHum-
3MPOBaHHOM NPOBbl, U3MEPEHHOMN C TOYHOCTLIO 40 1 Mr, MOMELLLalT B MePHYI0 Konby BMecTumocThbio 100 cmS.
[lonyckaeTcsa MCNONb3oBaTh HABECKY APYrov Macchl, MpYU 3TOM MaccoBad KOHLEeHTpauus LKnamMmaTa B rnonyda-
eMoM pacTeope npobkbl o6bemom 100 cm3 He gomkHa npesbiwaTh 400 mr/gm3. B konby Ao6aBnaoT oKoso
80 cm* BoAbl M noMeLlatoT Ha 10 MUH B yNbTpasBykoByto 6aHo. Nanee gobasnaoT 1—2 cm3 pacTteopa Kappesa
Ne 1, cogepxnmoe Konbdbbl nepemMellnBatoT, Nocne Yerc Ao6aBnsitoT Takou ke obbeM pacTteopa Kappesa Ne 2.
Coaepxnmoe Konodbl NnepeMeLllnBatoT, MNOCne Yero ero 06 Lem AoBOAAT BOAOW A0 METKW. [Tony4YeHHbIN pacTBOp
DUNLTPYIOT Yepes cknaagyaThii hunsTp, oTbpaceisad nepssie 10 cm3 hunsTtpaTa.

Ecnn macca HepacTBOpUMOro 0be3XMpeHHoro BellecTBa BO B3SITOW Ha aHann3 HaBecke Npobbl NpeBbI-
laeT 3T, HeobXoanMo UCKMIOYNTL BNUAHNE obbemMa obpasytollerocqa ocaaka Ha pakTudeckmid ob bem nonyya-
eMoro pacteopa npodbl. Ana aT1oro cMechb, NoNy4vYeHHyo nocne godbasneHnda Kk npobe pacteopoB Kappeasa,
LeHTPpUdYrmpyoT Nnpu ueHTpobexHom yckopeHun He meHee 1400 g. LleHTpudpyrat KoNUYeCcTBEHHO PUNBLTPYIOT
B MepHyto konby BMectumMocTbio 100 cm3. Ocaaok B Nnpobupke ABaXkabl MPOMbIBAIOT BOAOH, KaXKAbIA pas LieH-
Tpundyrnpysa nonydeHHyro cmeck. LieHTpudpyratbl 06beanHAT B MepHol konbe BMecTumMocTbio 100 cm3, 06b-
eM CoAepPXUMOro B konbe goBoasaT BoaoW A0 MeTKkU. [aHHyo npoueaypy AoNyCTUMO NMPOBOAUTL TakkKe B
crnyJvasix, korga Mmacca HepacTBOPUMOTro BellleCTBa B HaBecke Npobbl cOCTaBNAeT MeHee 3 T.

[1na npoBeaeHUa nocneaywollen aepuBaTtmsaynm umknamarta (CM. 6.2) UCMOMNb3YIT NOPLIUIO MONYyYeHHO-
ro pacTesopa o6bemom 20 cm3.

6.1.3 LWWokonap n poacTtBeHHble eMy NPOAYKTDI

Okono 15 r npobbl, B3ATOW ¢ TOYHOCTLIO A0 1 Mr, noMeLwatoT B UeHTPUYKHYC Npobupky. Npobupky ¢
HaBeCKOW BblaepKMBaoT HA BoAAHOW BaHe npu Temnepartype 60 °C oo nonHoro pacnnaBneHns matepuana
npobbl. Janee B npobupKy akkypaTHO 1 nocTeneHHo Ao6asnsawT 25 cms neTponenHoro adupano 4.3, coaepxu-
Moe NMPOoBUPKN TWLATENLHO NepeMeLlmMBatoT, NPODUPKY YKYNOPUBALIOT U MOMELLLAI0T B YNbTPa3BYKOBYHO DaHI0 Ha
30 ¢, nocne 4ero cHoBa TWATENbHO nepemewwnBatoT. [podbupKy ¢ coaepXMMbIM LLIEHTPUPYTUPYIOT B TEYEHUE
10 MUH Npu LeHTpobexxHoM yckopeHnn 1400 g.

Ldanee crnionneTponenHoro apupa AeKaHTUPYIOT M OTOpAaCkIBAKOT, MOCNE Yero NpoBOAAT MOBTOPHYHO 3KC-
TpaKLMo HOBOW nopLmen neTponenHoro adupa o6bemom 25 cm3 o Ton e npoLeaype, CHoBa AeKaHTUPYS U
oTOpackiBaga pacteoputens. OcTaTok neTponenHoro agpupa B npodbupke yoansoT ynapuBaHMEM Ha BOASAHOW
baHe npu Temnepatype 60 °C npu NOCTOAHHOM NepeMeLlUBaHNU COAEPXKMMOro NPOBUPKA.

Nanee B npobupky aobasnsot 30 cm3 Boabl, cogepXumoe TLaTernbHo nepemelunsatoT. MNpobupky ¢
COAePXUMbIM BbIAEPXKMBAKOT B TEYEHUE 5 MUH B YNbTPa3BYyKOBOU baHe, 00baBnaoT okono 40 cM3 BOAbI, nocne
Yero Nnony4eHHy cMech NepeHoCcsT B MepHYo konby BMmecTumMocTbio 100 cvs. B konby gobasnsaoT 1 cm3 pac-
TBOpa Kappesa Ne 1, coaepxumoe Konbbl nepemeLunBatoT, nocne Jyero gobasnsoT 1 cms pacteopa Kappesa
Ne 2. Cogepxmumoe Konbbl TwatensHo nepemelunsatoT. lNocne oxnaxaeHus ao temnepatypbl 20 °C obbem
COAEepPXMMOro AoBOAAT BoAOU A0 MeTKW. [lonydeHHbIM pacTBOp PUNLTPYIOT Yeped ckrnag4yaTbln punbTp,
oTbpackiBas nepsble 10 cm3 dounbTpaTa.

Ecnun macca HepacTBOPMMOro 0be3KMpeHHOro BellecTBa BO B3ATOW Ha aHannU3 HaBecke npobbl NpeBb-
laeT 31, HeobXo4MMO UCKMIOUNTL BNNMAHNE 0D beMa obpasylollerocs ocagka Ha pakTtuiecknin obbem nonyya-
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eMoro pacrtsopa npobbl. [Ans aT1oro cMechb, NoNy4YeHHyo nocne aobarneHns K npobe pactBopoB Kappeaa,
LLeHTPUYTUPYIOT Npu LeHTpobexxHoM yckopeHnm He meHee 1400 g. LleHTpudpyraT KONMYECTBEHHO PUNBTPYHIOT
B MEPHYI0 KONOY BMecTUMOCTbHO 100 cm3. Ocanok B npobupke ABaXabl MPOMbIBAOT BOAOW, KaXAbIN pa3 LieH-
TPUDYTMPYS NONyYeHHYIo cMech. LieHTpudyratel 06beuHAT B MepHol konbe BmecTumocTbio 100 cm3, 06b-
eM coaepXMMOoro AoOBOAAT BOAOU A0 MeTKW. [aHHyro npouedypy AoNyCcTUMO NPOBOAUTL TakKe B Clydask,
Korga Mmacca HepacTBOPMMOro BeLLECTBA B HAaBEeCKe Npobbl coCcTaBNAET MeHee 3 T.

[1na npoBeaeHUa nocneaywolwen aepusartmsaymm ymknamara (CM. 6.2) UCNonb3yT NOPLUIC MNONTYyYEeHHO-
ro pacTsopa npobbl 06emom 20 cm3.

6.1.4 XXuposBble aMynbCUM U NPOAYKTbI, UX coaepxalime (Hanpumep, MauoHe3)

15 r roMmoreHn3npoBaHHOW NPoObl, B3ATOM C TOUHOCTLIO A0 1 MI, NOMeLLaoT B LLEHTPUYKHYIO NPODUPKY,
n0obaBnaoT 2,5 r nopowkoodbpasHon uenntonossl (4.13), cogepXumoe Npobunpkn TWaTenbHO NepemMeLLlmBatoT.
No6asnatoT 25 cm3 neTponeitHoro adupa, coaepxumoe Npobupki nepemMeLLnBsaroT, MPobUpKY YKYNopmnasatoT U
LeHTPUPYTUPYIOT NPU LLeHTPpOobeXXHOM yckopeHn He meHee 1400 g.

[TeTponenHbin 3P OEKaHTUPYIOT U OTOpAackIBAKOT, NOCME 4Yero npoBOASAT MOBTOPHYH 3KCTPaKLUIO
HOBOW NopLuen neTponeinHoro apupa obbemom 25 cm3 No Ton ke npoueaype, CHoBa AeKaHTUPYS N oTOpachI-
Bas pactBoputenbs. OcTaToK neTponenHoro agpupa B npobupke yoansitoT ynapMBaH1UeM Ha BOAAHOW baHe npu
TemnepaTtype 60 °C npv NOCTOSAHHOM NEepPeEMELLUBAHNN COOEPXKUMOTO NMPODUPKA.

Nanee B npobupky aobasnsawoT 40 cm3 Boabl, cogepXMmoe TlaTenbHo nepemeLunsaroT. MonydYeHHyo cMech
BblAEPXKMBALIOT B TEYEHME S MUH B YIbTPa3BYKOBOW BaHe, NoCcne Yero nepeHoCAT KONTMYECTBEHHO, UCTIONb3YH OKOSO
30 cm3 Boabl, B MepHYHo Konby BmecTumocTbio 100 cm3. B konby gobasnstoT 1 cms pacteopa KappesaNe 1, nepeme-
LuMBatoT, nocne vero gobasnsaoT 1 cmS pacteopa Kappesa Ne 2. Coaepskvmoe Konbbl TLLATELHO NepemMeLLnBatoT.
[Tocne oxnaxaeHus ao Temnepatypbl 20 °C 0bbemM coaepXMmMoro AoBoASAT BOAOW A0 METKN. [1onyYeHHbIN pacTBop
DUNLTPYIOT Yepes cknaadaThin GunsTp, oTbpackisas nepsbie 10 cm3 punsTpara.

Ecnn macca HepacTBOPUMOro 0De3XMpPeHHOro BeLLECTBA BO B3ATOU HA aHanns3 HaBecke npobbl NpeBbl-
lHaeT 3 r, HeobXoaAUMO UCKITIOYNTL BNUAHNE 0ObemMa obpasytollerocsa ocaaka Ha pakTndeckd b bLem nonyya-
eMoro pactesopa npobbl. [Ans atoro cMechb, Nony4YeHHy nocne aobarneHns K npobe pactBopoB Kappeaa,
LLeHTPUYTUPpYIOT Npu LeHTpobexHoM yckopeHnm He meHee 1400 g. LleHTpudpyraTt KONMYECTBEHHO PUNBTPYHOT
B MEPHYI0 Konby BmecTumocTbio 100 cm3. Ocagok B Npobupke ABaXAbl NPOMbIBAKOT BOAOW, KaXKAbI pas LeH-
Tpudyrnpys nonydeHHyo cmechb. LleHTpudyratbl 06 beAUHAOT B MepHon konbe BMecTUuMocTbio 100 cm®, 06b-
eM COAepPXMMOro AOBOAAT BOAOW A0 MeTKW. daHHyo npoueaypy AoNyCTUMO NPOBOAUTL TakKe B chny4adax,
Korga Mmacca HepacTBOPMUMOro BellleCTBAa B HaBeCcKe Npobbl cocTaBNAeT MeHee 3 T.

[na npoBeaeHna nocneayrolen aepusatmsaym ymknamarta (CM. 6.2) UCMoNb3yHT NOPLUI0 MONYyYeHHO-
ro pacTteopa npobul o6bLemom 20 cm3.

6.2 [lepuBatusauuma uuknamara

[MpeaynpexaeHune! B uenax obecneyvyeHusa 6esonacHOCTM NpoLeaypy aepusartmusaunm Heodxoaumo npo-
BOAWNTL B BEITAXXHOM LUKay B CBA3U C BblAerieHUeM xJopa.

[ns noarotoBKkK pacTeopa npodbl UMK rpagynpoBOYHOIC pacTBopa K XpoMaTtorpagpuyieckomy aHanumsy B
nennTensLHyH BOPOHKY nuneTkon otéuparoT 20 cms pacTteopa npobbl, nony4yeHHorono 6.1.1—6.1.4, unurpagy-
MPOBOYHOro pacTeopa rno 4.8. B BopoHky aobasnswoT 1,0 cm3 pacTtsopa cepHol kucnoTtbi no 4.7, 10,0 cmS H-ren-
TaHa no 4.2 n 2,5 cm® pacTBopa runoxsopura HaTpus no 4.6. BOpoHKY MHTEHCUBHO BCTPAXUBAIOT B TEYEHME
1 MUH, NOCNe Yero oCTaBNSAT B NOKOE ANS paccnoeHnst BOAHOW U opraHnyeckon gpas. HxkHow BoagHyo dpasy
oTbOpacbiBatoT. B cnyvyae HenonHoro pasgeneHunst as 1M obpasoBaHUA B pesynbTaTe 3KCTPakKLUUM CTOUKOW
HepaccnanBarLWeNCa SMYNbCUN ee He OTOpackIBaOT U B AaNbHENLWLEM NOABEPratoT TEM XKe onepaLusam, UTo U
rernTaHOBbLIN 3KCTPAaKT.

[[enTaHOBLIN SKCTPAKT MPOMbIBAOT B AENUTENLHOW BOPOHKE, A0DaBNAS K HEMY MOPLUIO pacTBopa Kapbo-
HaTa HaTpus No 4.5 06beMoM 25 M3 N UHTEHCUBHO BCTPAXMBasi BOPOHKY B TedeHue 30 c. Mocne paccnoeHns
hbas HUXKHIOK BOAHYO dhasy oTbpackiBatoT. EcnnBoaHasi MopraHmnyeckasi asbl paccnonnmcs c o0bpasoBaHmnem
YEeTKOW rpaHuubl X pasgena, renTaHoBbIN SKCTPaKT, NoNyyYeHHbIW nocne yaaneHust BoaHom gpasbl, 00€3BOXMN-
BAOT NyTeM AocbaBneHns nopunm cynedarta Hatpus no 4.4 maccon okono 11, nocne Yero akCTpakT pUnbTPyoT
yepescknagdaTtbln pUnbTP, PUNbTPAaT UCNONL3YIOT ANs XpoMaTorpadguueckoro aHanmaa. B cnyyae obpasoBa-
HUASA B pe3ynbTaTe SKCTPpaKuMn CTOUKOWU SMYNbCUM ANnst 00e3BOXUBAHUS renTaHOBOIMC 3KCTPAaKTa UCMOMb3YHIOT
nopuuo cynbdpaTta HaTpUa Maccou oKono 7 T.

CpoK rogHOCTU NONYYEHHbIX B pe3ynbTaTe AepmBaTusaLum LuKknamaTa pacTBOPOB ANdA XpomMmaTorpadgu-
yeckoro aHanusa — 24 4 npu temnepatype 4 °C.

6.3 UpeHTudukauua

[Tk aHanNn3npyemoro BeLlecTBa Ha XpoMaTorpaMmme pactesopa npobbl AeHTUULMPYIOT No coBnaae-
HUIO ero BPEMEHU yaAepXMUBaHUA CO BpeMeHeM yaepKMBaHUSA NuKa 3TOro BeLllecTBa Ha XpomMaTorpaMmme rpa-
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OYVUPOBOYHOTIO pacTteopa. aeHTugmnkaumo nuka aHanMsnpyeMoro BelecTsa MOXHO Takke NpoBoAUTL NyTeMm
CpaBHEHUA XpoMaTorpamMmm pacteopa npobol ¢ gobaBneHnem n bes3 gobaBneHnUs CTaHgapTHONC pacTBoOPa aHa-
nuta nuMbo nyTemM COMOCTaBMEHUSI CNEKTPOB MOTMOLWEHNS MUKOB aHanuTa Ha 3TUX XpomMaTtorpammax B
XapakTepHOM A4 AaHHOIo BellecTBa AnanasoHe ANMH BOJTH.

[TpoBOAAT XpomaTorpadpuieckmii aHanns pacteopa npobbl U rpagynpoBOYHLIX PAcTBOPOB, cobntogas
oAunHaKkoBble 00 beMbI MHXeKUUU. MHTepBan Mexay nocnegoBatenbHbIMU MHXEKLUAMN rpadynpoBOYHbIX pac-
TBOPOB ACJTKEH ObITb HE MeHee 15 MuH. [pu aHann3e cepun Npob cneayeTt NPUHATL MePbI NO UCKMIOYEHUIO
BEPOATHOCTU OLLMDOYHOro NPUHATUSA 3a NUK aHanuUTa NuKka BeLlecTBa, 3NI0UPYIOLLETroCcH ¢ npeablayLle i UHXeK-
UK. 310 obecnedymBaeTca cobnogeHMemMm AOocTaTovHo Oonblworo mHTepsBana (okono 30 MUH) mexay
nocnenoBaTeNbHbLIMU UHXEKUUAMU PAcCTBOPOB Npood.

[Tp1 NCNonb3oBaHUM KOMOHKK, YKa3aHHOU B 5.1.2, npnemMmnemoe Ka4ecTBo XpoMaTtorpadpuieckoro aHanu-
3a JocTuraeTcd npuMeHeHMeM crneayrLlux napamMmeTpoB XpoMaTtorpadpmuueckoro aHanmaa:

COCTaB NoABMXKHOM Ppa3bl — B COOTBETCTBUMN C 4.11;
CKOPOCTb MOTOKA NoABMXKHON hasbl — 1,0 cM3/MUH:
06BbeM NHKeKLUNU — 20 MM3:

ONM1Ha BOMHbI AeTeKTUpoBaHUA — 314 HM.

XpomaTtorpaguyeckyro KONMOHKY eXXeaHeBHO nepen Hadanom aHannMs3oB crnegyeT KOHAWULMOHUPOBATL.
[1na 3TOro KonoHKy NnpomMeiBatoT B TedeHue 10 MmuH Boagown, 3atem B TeueHne 30 MUH KOHOAULMOHUPYICLLIMM pac-
TBOpoM No 4.12, nocne 4yero cHoBa B TeueHne 10 MMUH BOAOOMN.

B npunoxeHun B npuBegeHbl TUNOBbLIE XpoMaTorpamMmmel npu onpeaeneHnn uuknamara.

6.4 Konu4vyecTtBeHHOEe onpeneneHue

KonuyecTBeHHOE onpeaeneHne NpoBoAAT NO METOoAY BHELUHEro ctaHaapta NMdo ¢ UCNONb30BaHUEM
rpagynpoBOYHOro rpaduka.

[Tpn ncnonb3oBaHUM MeToda BHELWIHero ctaHgapTa MacCoBYIO KOHLUEHTpaLU o aHanM3nmpyemMoro Bellec-
TBa B pacTBope nNpobbl pacCcuyMThIBAOT MCXOOA U3 NNoLWaan Unn BbICOTHI NUKa 3TOr0 BellecTBa Ha XpoMaTor-
paMmMe pacTBopa npobbl U COOTHOLLUEHUS MeXay MacCOBOW KOHLEHTpauuen aHanuTta B rpagynpoBOYHOM
pacTBoOpe 1 NNowaabio X BEICOTOM NMKa aHanuUTa Ha XpomMaTtorpamMmme 3Toro pacrteopa. MaccoByo KOHLEH-
Tpauuo UuknamaTa B rpagynpoBOYHOM pacTBope noadupatoT, Ucxoast N3 obecrneyveHnsa MmakcumarnbHOW Npu-
ONMXKEHHOCTU nnowagn UNM BLICOTHlI NUKA LUKNaMaTa Ha XpomaTorpaMmme rpagympoBOYHOro pacTBopa
COOTBETCTBYIOLMM 3HAYEHUSIM, NONMYyYEHHBIM NPU aHann3e pacTeopa npoobol.

[ns nonyyeHnsa rpagynpoBoYHOro rpadurka NpoBogaAT XpoMaTorpadruyeckmini aHanma 4ocTaTouHOro Ync-
fa rpagynpoBOYHbIX PACTBOPOB, AManas3oH MacCoBbIX KOHLUEHTPpaLWiA LMKiamMmaTa B KOTOPbIX COOTBETCTBYET
OXNJaeMOon MaCcCOBON KOHLEHTpauun LMknamMmaTa B pacTBope nNpobbl. Mo pesynbTaTtam 3TUX aHarIM30B CTROAT
rpadovK 3aBUCUMOCTW BbICOTbI UMM NIOLWAaaM NUKa aHannmTa oT MaccoBOM KOHLeHTpauum unknamara. Nposepsa-
0T cobnogeHne yecnoBnsa HaxoxaeHnsa ob6nact NoCTPoeHUs rpaayMpoBoYHOro rpacduka B obnactm NMHeMHOn
3aBNCUMOCTW aHaNUTUYECKOro CUrHana oT MacCOBOM KOHLIEHTpaL M aHanuTa.

B kayecTBe anbTepHaTMBLI rpagynpoBOYHOMY rpaduKy AonycKaeTca NCNONb3oBaTh rpadynpoBOYHYHO
XapaKTepucTUKy, MMerLLyto Bua PYHKLNOHANBbHOW 3aBUCUMOCTU, KOTOPYIO HAXOOAT C MOMOLLIbIO perpeccuoH-
HOro aHanunsa. B aTom cny4ae Takke npoBepawT cobnogeHne yecnoBmsa HaxoxaeHusa obnact onpeaeneHus
roagynpoBOYHON XapaKkTepuUCcTUKN B 061acT MMHENHON 3aBUCUMOCTU aHaNMMTUYECKOro cMrHana oT MacCoBOW
KOHLeHTpaLum aHanuTa.

7 ObOpaboTKa pe3ynbTaToB

7.1 MeToa BHellHero ctaHaapTa

CopepxaHue uuknorekcunammHo-N-cynbq@oOHOBOWU KUCNOTLI W, MI/KI, UMW MacCCOBYHO KOHLIEHTpauuto
LmknorekcunammHo-N-cynbgpoHOBOW KUCNOTI p, M/OMS3, BBIMUCASIOT MO dopmyne

wip) = MM 4000, (1)
AVomg

rae A, — nnowaab NMKa Npon3BoAHOro LnknamMara, nofiy4eHHas npyn aHanmse pactsopa npoobbi;
A, — nnowaab nKka nponus3BoAHOro Liuknamara, nonyvyeHHas npu aHannae rpagymMpoBoYHOro pacTBopa;
V, — 06beM NpuroToBneHHoro pacteopa npobbl, cm3 (B AaHHOM cnyyae V, = 100 cm3);
V., — 06beM NpUroToBNEHHOro rpagyMpoBOYHOro pacTBopa, cM;
m, — mMacca uuknorekcunammHo-N-cynbgOHOBON KUCIOThI B rpayMpoOBOYHOM pacTBope 06 beMoM Vs, Mr;
My — Macca HaBecku npobbl, T, un o6bem nopuumn Npobbl, B3ATLIN 4N NpoBeAeHNa aHanmMsa, cmS;
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F — pakTtop pasbaBneHus, y4nTbIBatoLLUA BCe pa3daBneHns, He onnMcaHHble B HAacTOALWLEN METOAUKE U MPU-
MeHeHHble AONONMHUTENBHO.
7.2 'paaynpoBOYHbLIU rpadpuk
CoaepxaHue uuknorekcunammHo-N-cynbq@OHOBOWU KUCNOTHI W, MI/KF, UMM MaCCOBYIO KOHLIEHTpauuio
LmknorekcnnammHo-N-cynb@gpoHOBOW KUCNOTEI p, Mr/OM3, BEIMUCIISIFOT MO dopmyne

w(p) = , (2)

rae C — mMaccoBad KoHUeHTpauua yuknorekcnnammHo-N-cynbqoHOBOW KACMOTHI B aHaNU3MpyeMoM pacTBO-
pe, onpegeneHHas no rpagynpoBoYHOMY rpadouky, Mr/ams.

7.3 lpegcraBneHue pesynbTaTta aHanu3a
PesynbTaT aHanu1sa BblpaXaroT LenbIiM YACTIOM 6e3 AeCATUYHbBIX 3HAKOB.

[TpnmeyaHne—[naBbipaxeHnsa pesynbTata UCNbITaHWSA B BUAE COAEPXKAHNUA UMKNamMaTa HaTPUsS UCMONb3y-
10T KO PUUMEHT nepecdeTa, paBHbin 0,8909, ABNAKWMNCA OTHOLWWEHUEM MOIEKYIIAPHON MacChl LUMKIOrekcunamm-
HO-N-CYyNbPOHOBOW KNCIOTbI K MONEKYNAPHON Macce UMKnamara HaTpus.

8 NMpeunsmMoHHOCTb U3IMEepPEeHUN

8.1 O6wme nonoxeHuUnA

[ToapobHOCTN MexXxnadbopaTopHbLIX UCNLITAaHWUKX NO onpeaeneHnto NPeUN3NOHHOCTU HACToALLIeN MeTOaU-
KA, NpoBeaeHHbIX B COOTBETCTBUU C [4], npuBeaeHbl B NpunoXeHnn C. 3Ha4YeHUS XapaKTepUCcTUK NnpeLmn3noH-
HOCTW, MONYYEHHLIE B pe3ynbTaTte MexnadbopaTopHbIX UCNbITAHUN, MOTYT ObITb HENPUMEHUMbI K COAEPKaHUSIM
aHanuTa U Tunam MaTpul, OTNUYHBIX OT YKa3aHHLIX B npunoxeHun C.

8.2 NoBTOpPAEMOCTL

ABCoNTHOE pacxoxXaeHne Mexay pesynbtataMin ABYX He3aBUCUMBbIX € JUHNYHBIX UCTIbITAHMI, NONYyYeH-
HBIMWA OOHUM MEeTOAOM Ha MOEHTUYHOM ODBLEeKTe UCMbLITaHUA B 0AHOW NnabopaTopun OOHUM OnepaTopoM C
MCMONb30BaHUEM OAHOMo 0BOPYAOBaHUA B TEYEHUE KOPOTKOrO NPOMEXYTKa BPpEMEHW, ACIMKHO NpeBbIlaTh
npenen NOBTOPAEeMOCTM rHe bornee 4yem B 5 % cny4yaes.

3Ha4vyeHus nNpegena NoOBTOPAEMOCTU PaBHbI:

- HanUTOK Ha OCHOBE NMMMOHHOIO coKka: x =435,9 mr/kr, r=16,7 Mr/kr;

- HamnMMTOK Ha OCHOBEe anefibCUHOBOro coka: x = 178,3 mr/kr, r=15,4 Mr/xr;

- B3OUTbIe cnuBkK: X =280,9 mr/kr, r= 26,0 Mr/Kr;

- OPYKTOBLIN MOrypT: X = 647,6 Mmr/kr, r=42,4 mr/kr.

8.3 BocnpounzBoaguMoCTb

ADCONMIOTHOE pacxoXaeHne Mexay pesynbTataMmn ABYyX e AUHUYHBIX UCTIbITAHWUA, MONYHYEHHBIMN OOHUM
MEeTOAOM Ha MAEHTUYHOM ODBEKTE UCMIbITAHUN B Pa3HbIX TadbopaTopusix pasHbIMU onepaTopamMmm ¢ UCMorb3o-
BaHMEM pasHoro obopyaoBaHUs, ACIPKHO NPEeBLIWATL Npeaen BOCnponssoaMmoctn R He boree yemMm B 5 %
cryJvyaes.

3HavyeHns npegena BOCNPoOU3IBOANMOCT PaBHbI:

- HanMTOK Ha OCHOBE NMUMOHHOIo coka: x = 435,99 mr/kr, R = 38,1 Mmr/kr:

- HamnMMTOK Ha OCHOBeEe anenbCuHOBOro coka: x = 178,3 mr/kr, R= 24,4 mr/kr;

- B36UTbIe cnuekK: x = 280,9 mr/kr, R=49,7 Mr/kr:

- OpPYKTOBBLIA NOrypT: X = 647,6 mr/kr, R =168,4 mr/kr.

9 lNpoToKon pe3ynbTaToB UCNbITAHUN

[TpoTOKON Pe3ynbTaToB UCMNBbITAHUN AOITKEH COAEPXKaTb, KAK MUHUMYM, Cneayolme CBeAeHUS:

- BCHO MHopMaLuuo, Heobxoanmyto Anst UaeHTUgKaum npodskl;

- CCbIJTKY Ha HACTOALWMU CTaHA4apPT UK UCNONb30BAHHLIM MeToA;

- pgaTy nBpemsa otbopa npodbl (€CNN N3BECTHDI);

- AaaTy nocTynneHns npobbl B NabopaToputo;

- pgaTy npoBeaeHUst UCNbITAHUS;

- pes3ynbTaTbl UCMbITAHWUS C YKa3aHeM e ANHNL, UBMEPEHUS;

- Bce 0CODeHHOCTU, HabnwaasLMecs rnpu nposegeHnm NCNblTaHUSA

- Bce onepauunn, He oroBopeHHblIe B MEeTOANKE UMK paccMaTpUBaeMble Kak HeobasaTebHble, KOTopbIe
MO MOBMUATL Ha pe3ynbTaT UCNbITAHUA.
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[MpnnoxeHwve A
(cnpaBo4HOe)

OnpepeneHne coaepXxaHusa Xxnopa B pacTBopax runoxmnopura

A.1 PeaktvBbl

A.1.1 Kanum noancrtein, pacTBOp MaccoBOMU KOHUeHTpauuen 50 r/,u,wl3.

A.1.2 Kucnota consiHas, pacteBop maccosou aoneun 10 %.

A.1.3 Hatpua Tnocynbdar, pactBop MonspHon koHueHTpaumen ¢ (Na,S,04) =0,1 MOJ‘II:/,EI,M3.
A.1.4 Kpaxman pactBopumMbln, pacTBop maccoBon gonen 1 %.

A.1.5 Kanbuyus kapboHaT nopowKoOODpas3HbIN.

A.2 lNpoueanypanpoBeaeHNA NUCMNbITAHWUSA

[Topunio pacTBOpa rMNOXNopnTa HATPUSA OXKNOAE MO MACCOBOW KOHLIEHTPaLUMeEN akTUBHOIo xnopa okono 2r/100 cmS
o6bemom 1,0 cmS NOMELLAIOT B KOHNYECKYI0 KONBY, Kyaa aobasnsoT okono 100 cmS Boabln 10 cmS pacTBopa noanaa Kanus
no A.1.1, cogepxmmoe konbdbsl nepemewmsatot. B konby BHOCAT 5 cmS pacTBopa ConsAHOW KMcnotbl No A.1.2 n kapbonart
KanbUWUs B KONMMYECTBE, YMELLAOLLEMCS HA KOHLE WWnaTens, CogepXxmmoe Konbbl akkypaTHO nepemewmpatoT. [Mony4eHHyto
CMEeChb TUTPYIOT pacTBOPOM TUOCyNbgara Hatpus no A.1.3 npn NOCTOAHHOM MepemMeLllMBaHnm 4o npakTUYeckn nosiHoro
NCHE3HOBEHUSA KOPUHHEBOTO UBeTa pacteopa. anee pobasnstoTt 0,5 cmS pacTBOpa Kpaxmana B Ka4eCcTBE nHaukaropa u
NPOAOITKAKT TUTPOBAHMUE NPU NMOCTOSAHHOM NepemMeLlnBaHnm Ao rnornHoro ucHe3HOBEHUSA CUHETo LUBETA pacTBopa.

A.3 ObpaboTka pe3ynbTtaTtoB

MaccoBylo KOHUEHTpaunio akTUBHOIo xnopa B pacrtesope C, r/100 cMS, BLIYMCISIIOT MO dopmyne

V4 -3,546F - Fp - 100 (A.1)
Vv, -1000 |

rae V, — obbem pacTBopa TnocynbgaTta HaTpus, M3pacxo4oBaHHbIN HA TUTPOBaHWKE, cMS;

F+ — nonpaBo4HbI KOIMMPULMEHT K KOHLEHTpaL MK pacTBoOpa TMOCynbgaTa HaTpus;
Fn— hakTop pa3BeeHus;
3

V5, — 0bbem pacTBopa rmnoxnoputa HaTpusi, UCNonb3oBaHHbI AN1A aHanmaa, cm®.

C =

TpunmedaHune—Illopunsapacrteopa Tmocynbdara HaTpus koHueHTpaunen 0,1 MOJ‘II:./,EI,MS 06beMomM 1 cm® pac-
xoayetcsa Ha TuTpoBaHue 3,546 mrakrneHoro xnopa (Cl), 2,623 mr xnopHosatuctonm kucnotel (HCIO), 3,7221 mrrmnoxnopum-
Ta HaTpusa (NaClO), 0,7999 mr aktnBHoro kucnopoga (O).
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[MpunoxeHue B
(cnpaBo4HOe)

TUnoBble XpoMaTorpamMmMbl Npy onpeaeneHuu LuKnamara

OTHOCUTENbLHOE 3HaYeHWe curHana

1 HepuBaTU3UPYIOLLUA peareHT

e

[Ilpon3aBogHOE LuMKnamMara

2 4 6 8 10
Bpems yaepXuBaHus, MUH

PucyHok B.1 — XpomaTorpamma HanuTtka Ha OCHOBe BULLHEBOIrO COKa

YcnoBusa xpoMaTtorpapmnyeckoro aHanmaa:

XpomaTtorpaduyeckas KonoHka, sanonHeHHasa copbeHTom Nucleosil C18 paamepom yacTuu, 5 MKM, BHYTPEHHUM Ana-
METPOM 4 MM, ANnHON 250 MM, cHabXXeHHas 3allUMTHOM KONOHKOW, 3anonHeHHou copbeHToM Nucleosil C18 pazmepom yac-
TUL S MKM;

CcOCTaB nNogBWXHOU pasbl — MeTaHon:Boaa (80:20 no obbemy);

CKOPOCTb NoToka — 1,0 cM3/MUH;

MHXEKTUPYEMBI 06bem — 20 MMS.

OTHOCHTEnbHOE 3HavYeHue curHana

[epnBaTtu3anpyoLLUiA . [lponsBoagHoe LuKnomara

peareHT /

5 10 15
Bpems yaepxusaHus, MUH

PucyHok B.2 — Xpomartorpamma 3seMnaHU4HOro norypra
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YcnoBus Xpomartorpadunyeckoro aHanmaa:

Xpomatorpadmyeckas KonoHka, 3anonHeHHas copbentom Nucleosil C18 paamepom vactny 5 MKM, BHYTPEHHUM ANa-
MeTpom 4 mm, annHon 250 mm, cHabXXeHHas 3aWnTHOW KONMOHKOW, 3anonHeHHon copbeHTom Nucleosil C18 paamepom vac-
TUL 9 MKM;

cocTaB NoaBWMXHOW a3kl — meTaHon:Boga (80:20 no obbemy);

cKopocTb notoka — 1,0 CM3/MMH;

NHXEKTUPYyeEMbIN 06bem — 20 MmO,
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[MpnnoxeHwne C
(cnpaBo4HoOe€)

IlaHHbIe No Npeyn3noHHOCTU METOAUKI

[TpuBeaeHHble B Tabnuue C.1 gaHHblE NOMyYeHbl B pe3ynbTaTte MexnabopartopHbiX UCMNbITAHUN, BbIMONHEHHbIX B
cooTBeTcTBUU C [1]—[4]. OBbbeKkTaMmm ncnoiTaHnm Bbinm cokocoaepaLwwme HanUMTKU Ha OCHOBE NMMMOHHOIO U anenbCUHOBO-
r0 COKOB, B3BUTbIE CIMBKU U (DPYKTOBBLIN NOTYPT.

Tadbnuwua C.1

[TokaszaTtenb

HannMTtoK HAa OCHOBE
NMMMOHHOIO COKAa

lannMTOK HA OCHOBE
anenbLCUHOBOIO COKAa

BatuTble chBKU

OpyKTOBbIU NOTYPT

[0 npoBeAeHUs1 NCNbITAHUN 1992 1992 1992 1992
Yncno nabopatopumn-y4yacTHUKOB 4 10 10 10
Yncno obpasuos 1 1 1 1
YUncno nabopatopun, OCTaBLLUMX-

CS1 MOCNe UCKMI0YEeHUs BbIDpPOCOB 4 O O O
Yncno BeibpocoB (nabopartopun) 0 1 1 1
YUncno NpuHATLIX PE3ynbTaToB 3 48 48 48
CpeaHee 3Ha4YeHne X 4359 MFfJEI,MS 178,3 MF/JEI,MS 280.,9 mMr/kr 047,8 MI/Kr
CtaHgapTHOE OTKITOHEHWE MOBTO-

PAEMOCTH S, 6,0 |~»x|r/,£|,|~»x|3 5,5 MF/,EI,MS 9,2 MI/Kr 15,2 mr/kr
OTHOCUTENbHOE CTAHOAPTHOE OT-

KnoHeHue nostopsiemoctn RSD,, % 1,4 3, 3,3 2,3
[Mpepen NOBTOPAEMOCTN 1 16,7 MF/,EI,MS 15,4 MF/,EI,MS 26,0 Mmr/kr 42.4 mr/kr
CrtaHgapTHOE OTKIIOHEHWE BOC-

NPON3BOANMOCTU Sg 13,6 MF/,EI,MS 8,0 MF/,EI,MS 17,6 MI/Kr 10,7 mr/kr
OTHOCUTENbHOE CTAHOAPTHOE OT-

KIOHEHWE BOCMNPOUN3BOANMOCTW

RSDg, % 3,1 4.9 0,3 17,8
[1pegen sBocnponssognmoctn K 38,1 MF/,EI,MS 24 .4 |~»x|r/,£|,|~»x|3 49,7 Mr/Kr 168,4 MrI/Kr
3HaveHne nHaekca [ opeuua 0,5 0,7 0,9 1,5
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Mpunoxenve OA
(cnpaBo4HOe€)

CBeAeHNA 0 COOTBETCTBUU CCLITOYHbIX MeXAYHapoAHbIX CTaHAapTOB
CCbINMOYHbIM HauUuoOHanbHbIM cTaHaapTaM Poccunckon ®epgepaunum
(M AEUCTBYOLLIMM B 3TOM KavecTBe MeXrocygapcTBeHHbIM CTaHAapTam)

Tadbnwua HOA

OBo3Ha4veHne CChINOYHOro CTeneHb OBbo3HavYeHne 1 HaMMEeHOBAaHWE COOTBETCTBYICLLErO
MeXOYHAPOOHOro ctaHaapTa COOTBETCTBUA HaLUMOHAaNLHOrO cTtaHaapTa
EH NCO 3696 MOD [[OCT P 52501—2005 (NCO 3696:1987) «Boaa ansi na-
bopaTopHOro aHanuaa. TexHU4eckmue ycnoBus»

[TpnmeyaHune—B HacToawen Tabnuue NCNonb30BaHO Cneaylolee yernoBHoe 0603Ha4YeHNE CTENEHN COOT-

BETCTBUS CTAHOAPTOB:
- MOD — moanconumpoBaHHbIM cTAaHOAPT.

budnuorpadua

[1] Untersuchung von lebensmitteln; Bestimmung von Natriumcyclamat L 00.00-28, Mai 1994. In Amtliche Sammlung
von Untersuchungsverfahren nach § 35 LMBG: Verfahren zur Probenahme und Untersuchung von lebensmitteln,
Tabakerzeugnissen, kosmetischen mitteln und  Badarfsgegenstaenden  /bundesgesundheimsamt.

_oseblattausgabe, Stand Februar 1996 Bd 1. Berlin, Koeln: Beuth Verlag GmbH

[2] _ehr M., Schmid W.:. Einfaches und spezifisches HPLC-Verfahren zur Bestimmung von Cyclamat In
fruchtsafthaltigen Getraenken nach Derivatisierung zu N,N-Dichlorcyclohexylamin. Z. Lebensm. Unters. Forsch.,

1991, 192, 335—338

[3] Lehr M., Schmid W.:Anwendung der Festphasenextraktion bei der Bestimmung von Suesstoffen in Lebensmitteln
mittels HPLC. Dtsch. Lebensm. Rdsch., 1993, 89, 2, 43—45

[4] 1ISO 5725:1986 Precision of test methods — Determination of repeatability and reproducibility for a standard test
method by inter-laboratory tests
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