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rOCT P EH 12857—2010
MNpeaucnosune

Llenu v npuHuunnel ctaHaapTusauumn 8 Poccuiickon Pegepaunmn yctaHoBneHbl PegepanbHbiM 3aKOHOM OT
27 pekabpsa 2002 r. Ne 184-93 «O TeXHU4EeCKOM perynuposaHuny», a npasuna npUMeHeHusi HaumMoHanbHbIX
ctaHgaptoB Poccuiickon ®eaepauym — MOCT P 1.0—2004 «CtaHpapTusauus B Poccuitckon ®epnepauuu.
OCHOBHbIE NONOXEHUA»

CBepaeHus o cTaHaapTe

1 NOArOTOBIEH NocyaapcTBeHHBIM Hay4YHBIM yYpexaeHnem Bcepoccuinckum Hay4qHo-uccregoBsarTe-
NbCKAM UHCTUTYTOM KOHCEPBHOW U OBOLLIECYLLIWUIBLHON NPOMBbILLNIEHHOCTU Poccuinckon akagemmnn cernbekoxo-
3qancTBeHHbIX Hayk (THY BHUUMKOI PoccenbxosakageMuu) Ha ocHOBe COBCTBEHHOro ayTeHTUYHOro
nepeBoAa Ha PYCCKUA A3bIK permoHarnibHOro ctaHgapTa, ykasaHHoro B nyHkTe 4

2 BHECEH TexHuuyeckum komuTteTom no crangaptusaumm TK 93 «[MpogykTel nepepaboTkn pyKkToB,
oBoLen U rpnboB»

3 YTBEP>XOEH W BBEAEH B IEVCTBUE Mpukazom defiepanbHOro areHTcTsa no TeXHUYeckoMy pery-
NUpoBaHuio U MeTponorum oT 29 Hosbps 2010 r. Ne 565-cT

4 HacToswun ctaHgapT naeHTU4eH eBponeinckomy pernoHarnsHomy ctaHgapty EH 12857:1999 «Mpo-
AyKTbl nuwiesble. OnpepeneHve uuknamarta. Metoq BbICOKO3(MEKTUBHON XUAKOCTHOW XpomaTtorpadumy
(EN 12857:1999 «Foodstuffs — Determination of cyclamate — High performance liquid chromatographic
method»).

Mpy NprMeHeHUN HacTosILLero cTaHaapTa pPeKOMeHAYETCA UCTIONb30BaTh BMECTO CCbINTOYHBLIX MEXAYHa-
pPOAHbIX CTAHAAPTOB COOTBETCTBYIOLME UM HaLMOHambHble cTaHaapThl Poccuitckon ®eaepauum, ceeaeHns o
KOTOpPLIX NpuBeAeHbl B 4ONONHUTENBHOM MpunoxeHun A

5 BBEJEH BMNEPBbIE

UHpopmayusi 06 USMEHEHUSIX K HacmosiweMy cmaHdapmy rybrukyemcsi 8 exe200Ho uszdasaeMom
UHGbopMayUOHHOM yKka3amerie «HauuoHanbHele cmaHOapmbl», @ meKcm U3MeHeHUU U 1ofipasoK — 8 exeMe-
CAYHO U30asaeMbix UHGOOPMaUUOHHbIX yKasamerisix « HayuoHaneHele cmaHOapmbl». B ciiydae nepecmMompa
(3aMeHbl) unu ommMeHsl Hacmosiujeeo cmaHdapma coomeememayioujee ygsedomieHue 6ydem onybrnukoeaHo
8 eXXeMecsIYHo u3dasaeMoM UHPHOPpMayUOHHOM ykasamersie «HayuoHansHbie cmaHOapmei». Coomeemcmey-
rowjast uHghopmayusi, yeedoMrieHue U MeKCmbi pasMelaomesi makxe 8 UHGhopMauuoHHoU cucmeme obuwezo
ronb308aHuUsi — Ha oghuyuansHoM catime @edeparnbHo20 azeHmemea o MexXHUYeCKOMY peaynuposaHuio u
Mempoirioauu e cemu IHmepHem

© CrtaHgapTuHdopm, 2011

HacTosawumn ctaHgapT He MoXeT 6bITb MONHOCTLIO MW YaCTUYHO BOCNpounssedeH, TupaxunposaH 1 pac-
npocTpaHeH B kayecTBe odurLmanbHoro usgaHus 6es paspelleHuss PefepanbHOro areHTCTBa No TeXHNYeCKo-
My perynmposaHuio h MeTpoiornmm
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HAUUWOHANBbHBIN CTAHOAPT POCCUUCKOWN SGEONEPALUMUMU

NPOAYKTbI NMULLEBLIE

OnpepgeneHue LMKnamara.
MeTopa Bbicoko3atheKTUBHOMN XXUAKOCTHOM XpoMaTorpaduu

Foodstuffs. Determination of cyclamate. High performance liquid chromatographic method

HNara BBegeHna — 2012—01—01

1 O6nacTb npyMeHeHus

HacTroswwmin cTaHaapT pacnpocTpaHseTca Ha NuLeBblie NPOoAYKThl U yCTaHaBNMBaeT MeToa onpeaene-
HUS1 LMKNamaTa ¢ UCNosb3oBaHneM BbiICOKO3heKTUBHOM XXMAKOCTHOM XxpomaTtorpadumn (BOXKX).

2 HopmaTuBHbIe CCbINKU

B HacTosWeM cTaHgapTe NCnofb3oBaHa HOPMaTUBHAaA CCbifIKa Ha CreaAyoLWnn CTaHAapT:
EH NCO 3696 Bopga ansa na6opatopHoro aHanusa. TexHudeckue TpeboBaHns n MeToabl UCNbITaHUA
(MCO 3696:1997)

3 CywHocTb MeTOAA

MeToa ocHOBaH Ha 3KCcTparMpoBaHuM Luknamara HaTpus u3 Nnpobbl BO4OR, NocneayoLwen XMMMIYecKon
koHBepcum yuknamaTta B N,N-guxnopuuknorekcunaMmmH n konnvectseHHom onpegeneHn N,N-guxnopunknio-
rekcunamuHa ¢ nomoulbto BOXXX ¢ npumeHeHnem xpomartorpaduyeckoi KonoHkn ¢ obpaleHHo-as3oBbIM
copbeHTOM U cnekTpodOTOMETPUYECKOrO AeTEKTUPOBAHMS NPU ANMHE BOSHbI 314 HM.

4 PeakTuBbI

[ns nposegeHUs aHanuaa npum oTCyTCTBUM 0COB0 OroBOPEHHBIX YCIIOBUA UCMOMb3YIOT TOMNBKO peakTMBbI
YCTaHOBIEHHON aHaNUTU4ECKON YACTOThI U BOAY He HXe nepBon cteneHn YucToTel no EH UCO 3696. Ctax-
AapTHble pacTBOPbI FOTOBSAT C y4€TOM MacCOBOW 40NN aHanuTa B CTaH4apTHOM BeLLecTBe.

4.1 Cnupt meTunossIn (MeTaHon) ana BOXX.

4.2 H-rentaH ana BOXX.

4.3 3dup neTponenHeli ¢ AManasoHoM TeMmnepatyp kuneHuns 40 °C—60 °C.

4.4 Hatpwuii cepHokucnblii 6e3BoaHbINA. Mpr HE0BX0ANMOCTU peakTB MPOMbIBAIOT H-renTaHoM Ans yaa-
NeHnsa NMNoMUIbHEIX 3arpasHUTENeN.

4.5 HaTpui yrnekucnbli, pacTBop MaccoBoi koHLeHTpaumen 50 r/ams.

4.6 HaTpuin XNOpHOBaTUCTOKUCTIbIA (FTMMNOXNOPUT HAaTPUA), pacTBOP MaccoBOW KOHLieHTpaLuuen
akTuBHoro xnopa1,7 r/100 cm3

PacTBOp rnoxriopuTa HaTpust MaccoBo KOHLieHTpaLIMell akT1eHoro xropa 6onee 1,7 /100 cm3 pas6as-
NAOT BOJOW 40 NoMyYeHnst pacTsopa MaccoBOW KOHLeHTpaunen aktnesHoro xnopa 1,7 /100 cm3, Maccosyto
KOHLIeHTpaLMIo aKTUBHOTO Xfopa B NPUroTOBNEHHOM pacTBope pPerynsipHo KOHTPONMPYHOT No MeTo4uKe, Npu-
BeAEHHOM B NPUMOKEHUN A.

4.7 Kucnota cepHasi, pacTBop maccoBoi gonei 50 %.

Uspauune opnunanbHoe



roCT P EH 12857—2010

4.8 Hatpusa uuknamat, cTaHAapTHbIE pacTBOpPbI

898 Mr uuknamara HaTpusi, UI3MePEeHHOro ¢ TOYHOCTLI0 A0 0,1 Mr, TepeHoCsAT B MEPHYHO Konby BMecTUMoc-
Tbio 200 cm3, 06beM coaepKUMOro A0BOAAT BOAOH A0 MeTkU. MaccoBas KOHLEHTPaLMs LMKIorekcunamu-
HO-N-CyrbPOHOBOI KUCMOThI B NOMYYEHHOM OCHOBHOM CTaHAapTHOM pacTeope cocTasnsieT 4000 mr/am3
(koadbpuLMEHT NepecyeTa Macchl LMkiamaTta HaTpusi B Maccy LuknorekcunammHo-N-cynbdoHOBOR KACOThI
paseH 0,8909). [Ins NpUroToBMNEHNs rpaayMPOBOYHBLIX PACTBOPOB B MepHbIe Konbbl BMecTUMocTbio 100 cmd
BHocaT 0,25, 1,0, 2,5, 5,0, 10,0 1 20,0 cM3 0CHOBHOrO cTaHAapTHOrO pacTeopa, 06beM CoAePKUMOro AOBOAST
BOAOW Ao MeTkn. MaccoBas KoHUeHTpauus LukriorekcnnaMmmHo-N-cynboHOBON KACMOThI B NOMYYEHHbIX rpa-
AyVPOBOYHLIX pacTBopax cocTasnsieT cooTeeTcTBeHHo 10, 40, 100, 200, 400 1 800 mr/am3.

4.9 PactBop Kappe3saNe1

15 rxkenesuctocuHepoaucToro kanma (K4 [FeCN]g - 3H,O) pacTBopatoT B HEKOTOPOM KONNMYeCTBe BOAbI U
pasbasnsioT o o6bema 100 cmd.

4.10 PacTtBop Kappe3saNe2

30 r cepHokunenoro UnHka (ZnSO, - 7H,0) pacTBopsIOT B HEKOTOPOM KOMNyecTBe BOAbI M pa3basnsaioT 4o
o6bema 100 cm3.

4.11 MNMopBuxHan paza ana BOXX

CwmelwnBatoT 80 06beMHbIX YacTelt MeTaHona ¢ 20 06beMHbIMU YacTAMK BOAbI, NOMYYeHHbIA pacTBop
bunbTPYyOT Yepe3 MemMBpaHHbIi hUnbTP ¢ NOAXOAALMM pasmepom nop (Hanpumep, 0,45 Mkm), nocrne yero
pacTBOp AerasunpyoT NiobbiM npriemneMsiM crocobom, Hanpumep, € NOMOLLbIO YNbTpas3ByKoBoOW 6aHw.

[nsi OCTMXKEHUS ONTUMArbHOMo KayecTBa XpoMaTorpadnyeckoro pasgeneHunsi 4onyckaeTcsi UCMOoMb3o-
BaTb NOABWXKHYHO hasy ¢ ApYrMM COOTHOLIEHWEeM MeTaHona U BoAbI.

4.12 PacTBOp ANsi KOHAULMOHUPOBaHUA XpoMaTorpadnieckoin KONOHKM — pacTBOp 3TUNEeHAUa-
MWHTETPayKCYCHOM KUCNOTLI MacCcoBOMW KOHLeHTpauuein 10 r/am3

MpuroToBneHHbI pacTBop Neped ynotpebneHnem hunsTpytoT Yepes MemBpaHHbI hunbTp ¢ noaxoas-
MM pasmepom nop (Hanpumep, 0,45 Mkm), nocre Yero pacTeop AerasupyroT No6GbIM NpuemneMbsiM cnocobom,
Hanpumep, C NOMOLLbIO YIbTPa3ByKOBOW 6aHN.

4.13 Lenntonosa nopowkoo6pasHasa MaccoBoi gonein He MmeHee 99,9 %, NPoMbITaa KUCNOTON.

5 CpencrBaun3mepeHUi M BCcnomorarenbHoe o6opyanoBaHue

[na npoBefeHUs UCbITaHWI UCTIONb3YIOT CPEACcCTBa U3MepPEeHUA U BeriomoraTenbHoe o6opyaoBaHue, B
YacTHOCTU, NepeUnCrieHHble HXKE.

5.1 O6opyanoBaHue gns BOXX

5.1.1 Xpomatorpad X1aKoCTHbIA, COCTOSILLMIA U3 Hacoca, yCTPoWUCTBa BBoAa Npobbl, cnektpodoTomeT-
pyuyeckoro geTekropa, NPUrogHoOro Anst UsMepeHUst oNTUYECKON NAIOTHOCTU NPU ANvHe BomHbl 314 HM (Npea-
noyTUTENeH AUOAHO-MaTPUYHLIA AETEKTOP), camonucLa Unn nHTerpaTopa, NO3BOSALLErO USMEPSITh BICOTY
1 nnowagb XxpoMmaTorpadnyeckux nUKoB.

5.1.2 KonoHka xpomaTtorpadmyeckasi aHanuTMyeckas, 3anofnHeHHas obpalleHHo-hasoBbiM copbeH-
TOM C NMPUBUTBLIMU OKTaAeLnbHBIMU rpynnamu (C18) pasamepoM vacTtuy, 5 Mkm, AnuHoi 250 MM, BHYTPEHHUM
avuameTpoM4 MM, cHabXXeHHast 3aLLMTHOW KOMOHKOM c 0bpaleHHo-ta3oBbIM copbeHToM (C18) pasmepomyac-
™ML 5 MKM (MpUMeHeHWe 3alUTHON KOMOHKM peKoMeHayeTca npu ucnbiTaHuu nobbix npob TBepaoin
KOHCUCTEHLMM).

Kputepuem npurogHocTy xpomaTtorpadmieckoi KONMOoHKN Ana AaHHOTo BUAA aHanu3a aBnsieTcs pasge-
NeHue MUKOB aHanu3npyemoro BeLlecTsa U coceiHUX NUKOB KOMMNOHEHTOB MaTpuubl Npobbl Ha ypoBHe 6a30-
BOW NTUHUN.

B cnyyae HanoxeHus xpoMatorpadMyeckoro nuka aHanuta Ha NWK Kakoro-nnbo conyTCTBYHOLWEro
BellecTBa MaTpuLbl Npobbl, 06HapYXMBAEMOro Npu PerucTpauum XxpomaTorpaMmmbl ¢ UCNOMNb3OBaHUEM AUOA-
HO-MaTPUYHOTO AeTeKTopa Unn cnekTpodoTOMEeTPUYECKOro AeTeKTopa, NO3BONAOLWEro N3MepaTb aHanMTu-
YeCKWUn curHan ogHOBpPEMEHHO Npu ABYX ANUHaX BOMH, NoabupatoT apyryro xpoMmartorpacduyeckyto KOnoHky,
ob6ecneunBatoLLyo HeobxoaUMOe KauecTBO XxpomMaTorpaduyeckoro pasaeneHus.

5.2 baHs ynbTpasByKoBasl.

5.3 ®unbTpbl MeM6paHHLIe pasMepoMm rnop He 6onee 0,45 MKM.

5.4 YcrpoiicTBo Anga dounbTpoBaHusl, cCHabxxeHHoe aepxaTtenem MmembpaHHbIX hUnbTPOB U NpUrogHoe
Ana unbTpauumn n gerasvpoBaHus NoABWXKHON a3kl no 4.11 u pacTeopa 4118 KOHAUUNOHUPOBaHNA KONOHKU
no4.12.

2



FOCT P EH 12857—2010

5.5 MomoreHunzatop.

5.6 BaHga BoasiHas, npurogHas ans nogaepxaHus Temnepatypol 60 °C.

5.7 UeHTpudyra nabopatopHas, oGecneumBaroLlas LeHTPobeXHOe YCKOpeHNe B OCHOBaHWN LieHTpU-
dy>xHbIX NPobupok He MeHee 1400 g.

5.8 TMpoBupku LeHTPUMDYKHBIE CTEKISHHBIE BMECTUMOCTbIO 50 cMm3, cHaBxeHHbIe Mpo6Kamu.

5.9 BOpOHKM AenuTenbHble BMeCTUMOCTbIo 50 1 100 cm3.

5.10 Bymara cdunbTpoBansHas, obecrnednsatollas cCpeaHIo CKOPOCTb UnbTpaLUn.

5.11 ®unbTpbl 4nd pasgeneHus das (no Bbibopy Nonb3osaTtens).

6 lMpoueaypanpoBeaeHUsi aHanusa

6.1 MpuroToBneHue pacTBopa Npo6bl AN aHanu3a

6.1.1 Tpw aHanu3e XnuaKknx NPoAYKTOB (Hanpumep, 0CBETMEeHHBIX (PPYKTOBBIX COKOB, (DUNBTPOBAHHOIO
orypeyHoro paccona) npoby unbTpytoT, nocre Yero pa3basnsoT BoAoM TakuMm o6pa3omM, 4Tobbl oxxuagaemas
MaccoBasi KOHLIeHTpaLMs LykiamaTa B pacTsope cocTasnsina okono 400 Mr/am3, unm ucnoneayioT npoby 6es
pa3basneHus. Mpu aHannse TBepAbIX MPOAYKTOB, AAOLLKX MPO3payHble BOAHbLIE PACTBOPLI (HAanpumep, negeH-
LoB), Npoby pacTBOPAIOT B BoAe TaknuMm obpasoM, 4Tobbl oxXngaemas MaccoBasi KOHLEHTpaLuma uukiamara B
pacTBope cocTasnsina okorno 400 mr/am3.

6.1.2 MNpwu aHanuse, Hanp1umep, MOIOYHbIX MPOAYKTOB, AeCepTOB, B3GUTLIX CIIMBOK, COKOB C MSIKOTbIO,
OXKEMOB, MapMenaaos, Npoby TaTenbHO rOMOreHN3MpyoT B TeveHue He MeHee 1 MuH. Okono 15 r romoreHu-
3MPOBaHHOI NPOBbI, M3MEPEHHON C TOYHOCTLIO A0 1 M, MOMELLAIT B MEPHYIO Konby BMecTUmMocTbio 100 cm3.
JonyckaeTca ncnonb3oBaTh HABECKY ApYroi Macchl, NPy 3TOM MaccoBas KOHLEHTpauus LiMknamara B nony4a-
emoM pacTeope npobel o6bemom 100 cm3 He AorkHa npesbiwaTts 400 mr/am3. B konby ao6asnaioT okono
80 cm3 Boabl v noMellatoT Ha 10 MUH B yNibTpassykoByto 6aHio. Aanee nobasnsiot 1—2 cm3 pacTeopa Kappesa
Ne 1, cogepxumoe konbbl NepemeLLnBatoT, nocne Yero 4obaBnsaioT Takom ke obbem pacteopa Kappesa Ne 2.
Copepxumoe konbbl nepemMeLumMBatoT, nocre Yero ero 06bLeM 40BOASIT BOAON A0 MeTKW. [MonyyeHHbIn pacTBOp
bUNLTPYIOT Yepes cknaayaThili punsTp, oTépackizas nepebie 10 cm3 unsTpara.

Ecnun macca HepacTBOpMMOro 06e3XnpeHHoro BeLLeCTBa BO B3STOM Ha aHanua Hasecke npobbl NpeBbl-
waet 3T, HeobXOAMMO UCKIIOYNTL BIMSIHNE 06 beMa obpasytoLlerocs ocagka Ha hakTudeckunii obbem nony4a-
emMoro pacteopa npobbl. [Jns 3Toro cMech, NoMy4YeHHyo nocne aobasneHusa k npobe pacTBopos Kappesa,
LeHTpudyrmpytoT npuy LeHTpobexHoM yckopeHun He MeHee 1400 g. LieHTpudyrat konudecTBeHHO bunbTpytoT
B MepHY!o konby BmecTumocTbio 100 cm3. Ocaaok B NpoBupke ABaXaLI NPOMBLIBAIOT BOAOHA, KaXablit pas LeH-
TPUChYr1pys NoNy4eHHYo cMech. LieHTpudyraThl 06benHSI0T B MepHoit konbe BMecTUMocTbio 100 cm3, 06b-
eM cofepXumoro B konbe OOBOAAT BOAOW 40 MeTkU. [laHHyto npoleaypy A0ONYCTUMO NMpoBOAUTL Takke B
cny4asix, Korga Macca HepacTBOPMMOro BeLlecTBa B HaBecke Npobbl cocTaBnaeT MeHee 3T.

s nposefeHWs nocneayoLlen gepusatusauimm Luknamara (Cv. 6.2) UICNonb3yoT NOPLMIO MOYyYEeHHO-
ro pacTeopa o6bemom 20 cm®,

6.1.3 LUokonap v poacTBeHHbIE MY NPOAYKTbI

Okono 15 r npo6bl, B3ATOM C TOYHOCTLIO A0 1 Mr, MoOMeLLatoT B LeHTpudykHyto Nnpobupky. Mpobupky ¢
HaBeCKOW BblAepXXnBatoT Ha BoasiHoR BaHe npu TemnepaTtype 60 °C g0 nonHoro pacnnaeneHus Matepuana
npobBl. [lanee B NpoBupKy akkypaTHO v nocTeneHHo AobasnaioT 25 cm® neTponeiiHoro acupano 4.3, cogepxu-
Moe NpoBUpPKU TLLLaTeNbHO NepeMeLLnBatoT, NPoBUpPKY YKYNopMBatoT U MOMELLIAOT B yNbTPa3BYKOBYIO 6aHio Ha
30 ¢, nocne yero cHoBa TWaTeNbHO NepemMeLunsatoT. Mpobupky ¢ coaepXUMbIM LEHTPUMDYIMPYIOT B TeYeHne
10 MUH Npu LeHTpobexHoM yckopeHun 1400 g.

Hanee crnoii neTponenHoro acdupa AekaHTUPYHOT M 0TOpacbIBatoT, NOCE Yero NPOBOASAT NOBTOPHYHO 3KC-
TpaKLMio HOBOI NopLveit neTponeiiHoro agpupa 06beMom 25 cM® No Toi e npoLieAype, CHOBa AeKaHTUPYS 1
oT6packiBas pacTeoputens. OcTaTok neTponeHoro acgupa B Npobupke yaansoT ynapupaHMeM Ha BOASIHOM
6aHe npn Temnepatype 60 °C npy NOCTOSTHHOM NepeMeLLUBaHNN COAEPKMMOTro NMPoBUPKHM.

Danee B npobupky aoBasnaioT 30 cM® BoAbl, COAEPXUMOE TLiaTensHo nepemelumsaroT. MpoBupky ¢
COAEPKUMbIM BbIAEPKUBAIOT B TEUEHWE 5 MUH B yNbTpa3BykoBo 6aHe, aobasnsioT okoro 40 cm3 Bogkl, nocne
4ero Nony4YeHHy CMech NepeHOCAT B MepHYHo konby BMmecTiuMocTbio 100 cm3. B konby nobasnsioT 1 cm3 pac-
TBOpa Kappesa Ne 1, conepxumoe Konbbl nepemMeLLnsatoT, nocre vero gobaensioT 1 cm® pacteopa Kappesa
Ne 2. Cogepxunmoe konbdel TwaTensHo nepemMelumsatoT. Mocne oxnaxaeHusa ao temnepatypsl 20 °C obbem
COOEepPXXMMOro JOBOASAT BOAOW A0 MeTKW. lMonyyeHHbId pacTBop uibTpyoT Yepes cknagdatbii hunbTp,
oT6pacbiBasi nepsble 10 cm3 unsTpata.

Ecnun macca HepacTBoprMMOro 06e3x1MpeHHoro BeLLecTsa BO B3ATOW Ha aHan13 HaBecke Npobbl NpeBbl-
waet 3, HeoBXOAMMO UCKIYNTL BIMSHNE 06beMa oBpasytollerocs ocaaka Ha hakTuieckunini o6 bem nonyya-
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emMoro pacTBopa npobbl. [nis 3Toro cMech, NonydeHHywo nocne gobasneHust kK npobe pacteopos Kappesa,
LeHTpUdyrmpytoT Nnpu LeHTpobexxHoM yckopeHun He MeHee 1400 g. LieHTprdyrat konndecTBEHHO (PUNLTPYIOT
B MepHyHo konBy BMecTuMocTbio 100 cm3, Ocagok B npobupke ABax/bl NPOMBIBAIOT BOAOW, KXKAbINA pas LieH-
Tpudbyrupys nonydeHHy cmeck. LieHTpudyraThl 06beAHAIT B MepHoi konbe BMecTUMocTbio 100 cm3, 061b-
eM COoAepXXMMOro 4oBOAAT BOAOW Ao MeTKW. [JaHHyto npoueaypy AonycTUMO MPOBOAUTL Takke B Cnyyasix,
Korga Macca HepacTBOPMMOro BellecTBa B HaBecke Npobbl cocTasnsieT MeHee 3 T.

[nsa npoBefeHns nocneayoLwen gepmMsaTtusaunn uuknamara (M. 6.2) Ucrnornb3yloT NOpLMIO NOMYyYEeHHOo-
ro pactesopa npo6el 06bemom 20 cm3.

6.1.4 XXupoBble aMynbCcUU U NPOAYKTLI, UX coAepxaLyue (HanpumMep, MaioHe3)

15 r roMoreHn3MpoBaHHo NPoBbI, B3ATON C TOMHOCTLIO A0 1 Mr, NOMeLLaloT B LLEeHTPUMY>KHYIO Mpobupky,
pobaenatoT 2,5 r nopolukoobpasHoi uennonosbl (4.13), cogepxumoe NpobUpkuM TWaTenbLHO NepeMeLLnBatoT.
No6aensoT 25 cm3 neTponenHoro adpupa, coaepkxMMoe NpoBUpKY NepemMelLmMBaloT, NPpoBUpPKY YKYMoprBaloT U
LeHTpUdyrmpytoT npu LeHTpobexHoM yckopeHun He meHee 1400 g.

MeTponeiHbld acpup AEKaHTUMPYIOT U OTOpachIBalOT, NMOCMe Yero NpPoBOASAT NMOBTOPHYIO 3KCTpaKUMIo
HOBOW Nopuuei neTponeiHoro acgupa o6bemom 25 cM3 no Toi xe npoueaype, CHoBa fieKaHTUpyA 1 oTbpachl-
Bas pacTBopuTernb. OcTaTtok neTponenHoro acbmpa B Npobupke yaansiioT ynapusaHueM Ha BogsiHon 6aHe npu
Temnepatype 60 °C Nnpy NOCTOSIHHOM NepeMeLLMBaHUM COAEePKUMOTo NPOBUPKU.

DNanee 8 npo6upky ao6asnsiot 40 cm3 Boapl, cofepxuMoe TiLaTernbHo nepemelunsaloT. MonydeHHyo cMech
BbIAEPXKMBAIOT B T@YEHUE 5 MUH B yNbTPa3ByKOBOW 6aHe, Mocre Yero NnepeHoCcsT KoNMUYeCTBEHHO, UCTIONb3YS OKOSO
30 cm3 Boabl, B MepHyto Konby BMecTuMocTbio 100 cm3. B konby no6asnsiot 1 cm3 pacTopa Kappesa Ne 1, nepeme-
LUMBAIOT, Mocne vero AobasnsioT 1 cm3 pacTeopa Kappesa Ne 2. Conepxumoe konbbl TILaTesbHO NepeMeLLInBaloT.
Mocne oxnaxaeHus ao Temnepatypbl 20 °C 06bem cogepXMMoro A0BoAAT BoAOM A0 MeTKU. MosyyeHHbIA pacTBop
bUNLTPYIOT Yepes cknaadaThii punbTp, oTépackisas nepsbie 10 cM3 punsTpara.

Ecnu macca HepacTBOpuMOro 06e3XnpeHHOro BellecTBa BO B3SITOM Ha aHanus HaBecke NpoGbl NpeBbl-
waet 3 r, Heo6X0AUMO UCKIIOYNTL BNnsiHWe obbema obpasytolerocs ocagka Ha dhakTudeckuii o6bem nonyya-
emMoro pacTtsopa npobel. [1ns aToro cmecb, NosnydeHHyto nocne gobaeneHns k npobe pacteopoB Kappesa,
LeHTpUdyrmpyoT npy LeHTpobexHom yckopeHun He meHee 1400 g. LieHTpudpyrat konuyecteeHHO ounbTpyoT
B MEPHYo konby BMecTuMocTbio 100 cm3. Ocaaok B NpoBupKe ABaXKAbI NPOMBLIBAIOT BOAOW, KaXblil pas LeH-
TPUDYrUPYs NonyUeHHYo cMech. LieHTpudbyraThl 06beanHsIoT B MepHoi konbe BMecTUMOCTbio 100 cm3, 06b-
eM coepXMMoro AoBoAAT BOAOW A0 MeTkW. [aHHylo npoueaypy AONYCTUMO MPOBOAUTL Takke B Criyyasix,
Koraa Macca HepacTBOPUMMOro BellecTBa B HaBecke Npobbl cocTaBnsaeT MeHee 3T.

[ns npoBefeHust nocneayowen gepusatusaunn Luknamara (M. 6.2) UCnornb3yoT NOpLMIO MOMYyYEeHHOo-
ro pacTsopa npobkl 06bemom 20 cm3,

6.2 [JepuBatuMsauumsa UMKNamaTa

Mpeaynpexaerne! B Luensx obecneveHuns 6esonacHoCTu NpoLeaypy AepyuBatusaunm HeobxoaMmo npo-
BOOWTb B BbITSXKHOM LLKady B CBA3W C BblAeNeHneM xnopa.

[Onsa nogrotoBky pacTeopa Npobbl Unu rpagdyMpoBOYHOro pacTBopa K XpoMaTorpaduyeckoMy aHanuay B
AenuTenbHyIo BOPOHKY NneTko oTéupatoT 20 cM3 pacTsopa npobbl, nonydeHHorono6.1.1—6.1.4, unurpaay-
MPOBOYHOTO pacTBopa no 4.8. B BopoHKy AoBasnsioT 1,0 cm3 pacTeopa cepHol KucnoThbi no 4.7, 10,0 cm3 H-ren-
TaHa no 4.2 1 2,5 cm3 pacTeopa runoxnopuTa HaTpus no 4.6. BOpoHKY UHTEHCUBHO BCTPSIXUBAIOT B TeUeHUe
1 MUH, Nocrne Yero ocTaBNSAOT B NOKOe AN paccroeHNs BoAHOM U opraHudeckoin has. HuxHow BogHyio gasy
oTbpacbiBaoT. B crnyyae HenonHoro pasgeneHns cdas n obpaszoBaHna B pesynbTaTe S3KCTPaKLMU CTONKON
HepaccnamBatoLleincs aMyrbcumn ee He 0TGpackIBaloT U B AarbHENLLEM NOABEPraoT TEM XKe onepaLusam, 4To n
renTaHoBbIA 3KCTPaKT.

[enTaHOBbLIN AKCTPAKT NPOMBIBAIOT B AeNNTENLHO BOPOHKE, A00aBNsst K HEMY MOPLMIO pacTBopa kapbo-
HaTa HaTpus no 4.5 06bemMoM 25 cm3 U UHTEHCUBHO BCTPSXMBAs BOPOHKY B TeueHue 30 c. Mocne paccroeHuns
dhas HnxkHioto BogHyto chasy oTbpachkiBaloT. EcnnBogHas n opraHudeckas casbl paccrnonnmck c obpasoBaHiem
YEeTKOW rpaHuLbl X pasgena, renTaHoBbIA AKCTPAKT, MofyYeHHbIN nocne yaaneHus BoaHon dasbl, 06e3BoXxu-
BatoT nyTem gobasneHus nopLuum cynbdara HaTpus no 4.4 maccoi okono 11, nocne 4Yero akCTpakT punbTpyoT
yepes cknagyaTbii punbTp, unbTpaT UCMOMb3YIOT A5 XpomaTtorpaduryeckoro aHanusa. B cnyyae obpasosa-
HUS B pe3ynbTaTe 3KCTPaKuMnM CTOMKOW 3MYSbCUM ANs 06e3BOXMBaHUS renTaHOBOro 3KCTpaKTa UCMoMb3yoT
nopumio cynbcaTa HaTpusi Maccor OKono 7 T.

CpoK rogHOCTM MOMyYeHHbIX B pesynbTaTe AepnsaTusaummn LukrnaMara pacTBOpOB Ans XpoMaTorpadu-
yeckoro aHanusa — 24 4 npu temnepatype 4 °C.

6.3 UpeHTudbukauusn
Muk aHanManpyemoro BellecTBa Ha XpoMaTorpamme pactsopa npobbl NAeHTUPULMPYIOT Mo coBnage-
HUIO ero BpEMEHU yAepXKnBaHUS CO BpeMeHeM yAepKMBaHUA N1uKa STOro BellecTsa Ha XpomaTorpamme rpa-
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AYVUPOBOYHOTO pacTeopa. MaeHTudukaLmio nuka aHannsnpyemoro BeLecTsa MOXKHO Takke NPoBoOAUTL NyTem
CpaBHeHWsl XxpomaTorpamm pacteopa npobbl c gobasneHnemM u 6e3 nobaBneHnsa cTaHAapTHOMO pacTBopa aHa-
nnta nNnbo nyTeM COMoCTaBfEeHUs! CMEeKTPOB MOMMNOWEeHUs MUKOB aHanuTa Ha 3TUX XpomaTorpammax B
XapakTepHOM ANs1 AaHHOTrO BELLIECTBA AuanasoHe ANNH BOJH.

MpoBoasaT xpomaTorpaduyecknini aHanus pacteopa npobbl U rpagyMpoBOYHLIX PacTBOPOB, cobntoaas
ofAvHaKkoBble 06beMbl MHXeKLM. UHTepBan mexay nocneaoBateibHbIMU UHXEKLUAMU FpaayUpoBOYHBIX pac-
TBOPOB AOKeH ObiTb He MeHee 15 MuH. Mpu aHanu3e cepun Npob cneagyeT NPUHATL MEPbI MO UCKIIOYEHWNIO
BEPOSITHOCTU OLUMBOYHOTO NPUHATUSA 3a MUK aHanuTa nNuka BeLecTBa, 3nioupyowerocs c npeabiayLiein MHKek-
umn. 3To obecneunBaeTcs cobniogeHMeMm AocTaTodHO Gonblioro uHTepsana (okono 30 MUH) Mexay
nocrneaoBaTerbHbIMU UHXEKLUSMA pacTBOPOB Npob.

Mpu1ncnonb30BaHUM KOMOHKK, ykazaHHOW B 5.1.2, npueMnemMoe KauecTBo xpomatorpaduyeckoro aHanu-
3a gocTuraeTcs NpUMEeHeHeM criefyoLmx napameTpoB XpoMaTtorpadmyeckoro aHanmsa:

cocTaB MOABMXKHON hasbl — B COOTBETCTBUM C4.11;

CKOPOCTb NOTOKa NOABWKHONM haskl — 1,0 cM3/MUH;

06BbEM UHXeKLMU — 20 MM3;

ONnHa BOSHBI AeTeKTUPoBaHUSA — 314 HM.

Xpomatorpadmyeckyto KOMOHKY exeaHeBHO nepen HavanoMm aHanu3oB criegayeT KOHAULMOHUPOBAaTD.
Ons aToro KonoHky NpoMbIBaloT B TeueHne 10 MUH BoAoN, 3aTeM B TedeHue 30 MUH KOHOULMOHUPYIOLLUM pac-
TBOpOM no 4.12, nocne yero cHoBa B TeueHune 10 MUH BogoN.

B npunoxeHun B npuBeaeHbl TUMOBLIE XPOMAaTOrpaMmbl Npy onpeaeneHnun Lukramara.

6.4 KonuyectBeHHOe onpeaeneHue

KonuyectseHHoe onpeferieHue NpoBoAAT No MeToay BHELIHero ctaHgapTa nubo ¢ UCMonb3oBaHUeM
rpagyvpoBOYHOro rpaduka.

Mpw Ucnonb3oBaHUM METOAA BHELWHEro cTaHAapTa MacCcoBYIO KOHLLEHTPALIMIO aHaNM3nupyeMoro Bellec-
TBa B pacTBope Npobbl paccyMTLIBaOT UCXOAA U3 NNOLWAAN WU BEICOTHI NWKA 3TOTO BellecTBa Ha XpoMaTor-
paMMe pacteopa npobbl 1 COOTHOLUEHUA MeXZdy MacCOBOM KOHLeHTpauueil aHanuTa B rpagyvpoBOYHOM
pacTeope U NIoWaabio UM BEICOTON NUKa aHanMTa Ha XpoMaTtorpammMe 3Toro pacteopa. MaccoByto KOHLeH-
Tpauuio LuknamaTa B rpagyrpoBOYHOM pacTeope noabupatoT, ucxoas M3 obecneyeHus MakcuMarnbsHOM npu-
GNKEeHHOCTU MNOLWAaan WM BbICOTHI NUKa UMKaMata Ha XpoMmaTtorpamMe rpagyupoBOYHOMO pacteopa
COOTBETCTBYIOLUMM 3HAYEHUAM, NONy4YeHHbIM Npyu aHanuse pacTsopa npo6bl.

[N nonyyeHna rpagyMpoBoYHoro rpadiuka NpoBoaAT XpomaTorpaduieckuin aHanns 40CTaToOuHOr O YUC-
na rpagiyMpoBoYHbLIX pacTBOPOB, AUanasocH MacCoBbIX KOHLIEHTPaLMiA UMKnamaTa B KOTOPbIX COOTBETCTBYET
0X1aaeMo MaccoBOW KOHLIEHT paLun LUMKnamMara B pactsope Npo6bl. Mo pesynbTatam 3TUX aHanM3oB CTPOAT
rpado1K 3aBUCUMOCTY BbICOTbI UM NIIOLLAAN KA aHanuMTa 0T MacCoBOI KOHLLeHTpauun umknamara. Mpoeeps-
toT cobniofeHne yCcnoBus HaxoxaeHus obrnact nocTpoeHUs rpagynpoBoYHOro rpadmka B 061acTi IMHENHOW
3aBMCUMOCTV aHaNUTYECKOro CUrHana oT MaccoBOW KOHLEHTpauuu aHanuTa.

B kavecTBe anbTepHaTVBbl rPaayupoBOYHOMY rpaduKy AonycKaeTcs UCNonb30BaTh rpagynpOBOYHYHO
XapaKTepuUcTUKy, MMetoLLyto B yHKLMOHATILHOM 3aBUCUMOCTI, KOTOPYH HAXOAAT C MOMOLLbIO PerpeccuoH-
HOro aHanusa. B aToM cnyyae Takke NpoBepsiloT cobriiogeHue ycnosua HaxoxaeHua o6nactu onpeaeneHns
rpagynpoBOYHON XapakTepucTMKA B 06M1acTy NUHERHON 3aBUCUMOCTIN aHaNUTUYECKOro CUrHana oT MaccoBow
KOHLeHTpaLuM aHanuTa.

7 O6paboTtka pe3ynbLTaToB

7.1 MeTopn BHellHero craHgapTa

CopepxaHue uuknorekcunaMmmHo-N-cynboHOBOM KUCAOTBI W, MI/KT, UM MaccoBYIO KOHLEHTpaLuuio
uuknorekcnnammHo-N-cynboHOBOW KUCMOThI p, mr/am3, BbIMUCAAIOT NO cdopmyne

wip) = MM 4000, O
AVomyg
rae A, — nnouiaas Nuka NpoM3BOAHOrC LMKNamarta, nofydeHHas npu aHanuse pactsopa npotbl;
A, — nnowajb N1Kka nponsso4HOro LiMKI1aMara, MoflydeHHas Npu aHanuse rpafyupoBOUHOro pacTBopa;
V, — 06beM NpUroToBEHHOro pacTBopa npobbl, cM3 (B AaHHOM cnydae V; = 100 cm3);
V, — 06beM NpUroTOBNEHHOrO FPaZlyMpOBOYHOTO pacTBopa, cM>;
m,— wmacca uyknorekcunamnHo-N-cynbgoHOBOI KUCTOThI B rpaAypoBOHHOM pacTBope 06beMoM Vs, Mr;
Mg — Macca Hasecku Npobbl, I, Ui o6beM nopLnm Npobbl, B3ATHINA ANA NPOBEAEHUs aHanuaa, cM3;
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F — chakTop pa3baBneHusl, yduTbiBatoLLMiA Bce pasbaBneHus, He orucaHHble B HacTosLLen MeToauke U npu-
MeHEeHHbIEe AONONHUTENBHO.
7.2 NpapyupoBOUYHbIN rpaduk
CopepxaHue LuknorekcunammHo-N-cynbgOHOBOW KMCNOTHI W, MI/KF, UIM MACCOBYIO KOHLEHTpauuo
umKrorekcunammHo-N-cynbhOHOBO KUCNOTbI p, MI/AMS, BLIMUCARAIOT Mo hopmyne
wip) =4 | (2)
Mo

rae C — MaccoBas KOHLEHTpaumMa LuknorekcunammHo-N-cynbdoHOBOM KUCIOTEI B aHANN3UPYEMOM pacTBo-
pe, onpeaerneHHasi no rpagyupoBoYHOMY rpaduky, Mr/am3,

7.3 MMpepacTaBneHue pesynbTara aHanusa
PesynbTaT aHanusa BbipaXaloT LemnbiM Yncnom 6e3 AecATUHHbIX 3HAKOB.

M p v M ey aHu e — [InsBbipaXeHUs pesynbTara UCNbITAHUA B BUAE COAEPKaHNS UMKnamaTa HaTpusa MCnonb3y-
10T ko3chdmumeHT nepecyeta, pasHbii 0,8909, ABNAWMNCA OTHOWEHUEM MONEKYNSPHON MacCChl LUKNOreKcunamm-
HO-N-cynbOHOBOW KMCNOTEI K MONEKYTNSIPHON Macce umknamarta HaTpus.

8 lMpeunsnoHHOCTb U3MEPEHUN

8.1 O6wme nonoxeHus

MoapobHocTn MexnabopaTopHLIX UCNbITAHUIA NO onpeaeneHuo NPeLn3NOHHOCTU HacTosALWen MeToau-
KW, npoBeAieHHbIX B COOTBETCTBUU C [4], npuBeaeHbl B npunoxeHun C. 3HaveHns XapakTepuctuk npeun3noH-
HOCTW, NOJN1y4eHHbIe B pe3ylbTaTe Me>|<na60paTopH bIX UCMbITAHWUA, MOryT 6bITb HenpumMeHUMbl K cogepXXaHnam
aHanuTa U TuNam MaTpuu, OTIIMYHBIX OT YKa3aHHbIX B NpunoxeHun C.

8.2 MNMoBTOpsieMOCTb

ABconioTHoe pacxoxaeHue Mexay pesynbTaTaMmu ABYX He3aBUCUMbIX € AUHUYHBIX UCNbITaHWIA, NONYYeH-
HbIMU OQHMM MeTOAOM Ha MAEHTUYHOM OGbekTe UcnbiTaHui B ogHOW naGopaTopun 0aHUM ONepaTopoMm ¢
Mcnonb3oBaHMeM ogHoro obopyaoBaHUsi B Te4eHue KOPOTKOro NpoMeXyTka BpeMeHW, A0SPKHO NpeBbiwaTh
npeden nosTopsieMocTu rHe Bonee Yyem B 5 % cnyvaes.

3HadeHust Npegena noBTOPAEMOCTM paBHbI:

- HanuTOK Ha OCHOBE NMMMOHHOro coka: x =435,9 mr/kr, r= 16,7 Mr/kr;

- HanuUTOK Ha OCHOBe anenbCUHOBOro coka: X = 178,3 Mr/kr, r= 15,4 Mr/kr;

- B36UTLIe cnuBku: X =280,9 Mr/kr, r= 26,0 Mr/Kkr;

- (bpyKTOBEIN orypT: X = 647,6 Mr/kr, r=42,4 Mr/Kkr.

8.3 BocnpoussogumocTtb

ABcontoTHOE pacxoXaeHue Mexay pesynbTatamn ABYX eAMHUYHBIX UCMBITaHUA, MONyYeHHbIMA OOHMM
MEeTOAOM Ha NOEHTUYHOM 0OBbEeKTE UCMbITaHMI B pasHbIX TabopaTtopusix pasHbIMy orepaTtopammn ¢ UCNonb3o-
BaHWeM pasHoro obopyaoBaHus, 4OIHKHO NpeBbIlWaTh Npeaen BocnpoussoaMumoctn R He 6onee 4yem B 5 %
cnyvaes.

3HadeHus Npegena BOCNPOU3BOANMOCTU PaBHbI:

- HanuUTOK Ha OCHOBE MUMOHHOro coka: X = 435,9 mr/kr, R = 38,1 Mr/kr;

- HanuUTOK Ha OCHOBe anenbCcUHOBOro coka: X = 178,3 mr/kr, R = 24,4 mr/xr;

- B36UTkle cnueku: X = 280,9 Mr/kr, R = 49,7 Mr/kr;

- (OpYKTOBLIA HOTYPT: X = 647,6 Mr/kr, R = 168,4 mr/kr.

9 lMpoTokon pe3ynbTaToB UCNbITAHUN

MpoTokoN pesynbTaToB UCMbITAHWUA 4OMKEH codepXKaTh, Kak MUHUMYM, CrieaytoLLve CBEAeHNS:

- BCH MHOpMaLMo, HeoBXoANMYHo ANS MaeHTUUKaLMK Npobsl;

- CCbIfIKY Ha HACTOALMI CTaHAaPT UMK UCTIONb30BaHHbIN MeTo;

- paTy v Bpems oT6opa Npo6bl (€Cnv U3BECTHDI);

- paTy nocTynneHua npo6bl B NnabopaToputo;

- [aTy NpoBeaeHUs UCMbITaHUS,

- pesynbTaTbl UCNLITAHUA C YKasaHMem eauHUL USMepeHUss;

- Bce ocobeHHOCTU, HabnoaasLLMecs Npy NPoBeaAeHUN UCTILITAHNS,

- BCe ofnepauunn, He OroBopeHHbIE B METOANKE UMW paccMaTpuBaeMble kak Heobs3aTenbHble, KoTopble
MO NOBMUATL Ha pesynbTaT UCNbITaHus.

6
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MpunoxeHune A
(cnpaBo4HoOe)

OnpepeneHue coepxaHua Xxnopa B pactBopax runoxnopurta

A.1 PeakTusbl

A.1.1 Kanum nogucTbiiA, pacTBOp MaccoBOW KOHUeHTpaumen 50 r/,cuvl3.

A.1.2 Kucnora consiHasi, pactBop Mmaccoeou goneu 10 %.

A.1.3 Hartpus tmocynbar, pacTBop MOnapHON koHueHTpaumen ¢ (Na,S,03)=0,1 monb/amS.

A.1.4 Kpaxman pacTBOpuMbIiA, pacTBop Maccoeou gonew 1 %.

A.1.5 Kanbums kap6oHaT nopoLlkooGpasHbin.

A.2 MpoueaypanpoBeeHNs nCNbITaHUA

Mopumio pacTBOpa runoxnopuTa HaTpUsi 0Xuaae Mo MacCOBOW KOHLEHTpaLMen akTMBHOIO Xropa okoro 21/100 cm3
o6bemom 1,0 cm3 nomeLLaloT B KOHUYECKYIO KONBy, kyaa ao6aensiioT okorno 100 cm3 Bogbi 10 cm3 pacTBopa ioanaa kanus
no A.1.1, cogepxumoe kon6el nepemelumsatoT. B konby BHocsT 5 cm3 pacTBopa consiHon kucnotol no A.1.2 u kapboHaTt
KarbLus B KONMYECTBE, yMELLAIOLWEMCS Ha KOHLE LunaTensi, coaepXumoe Korbbl akkypaTHO nepemMelumBatoT. [NonyyeHHyio
CMEChb TUTPYIOT pacTBOpOM Tuocynbdara HaTpus no A.1.3 Nnpyu NOCTOSIHHOM NepeMeLIMBaHUKM 40 NPAKTUYECKU MOMHOro
MCUEe3HOBEHMWS KOPUYHEBOTO LiBeTa pacTeopa. [lanee go6aensioT 0,5 cM3 pacTBopa Kpaxmarna B KauecTBe MHAMKaTopa n
NPOAOIDKAIOT TUTPOBAHMWE NPY NOCTOSIHHOM NepeMeLlMBaHNKM 0 NONHOTO NCYE3HOBEHUSI CUHETO LiBETa pacTBopa.

A_3 O6paboTka peaynnTaToB
MaccoByto KOHUEHTpaLMIo akTUBHOIO XIopa B pacteope C, r/100 cM3, BBIYMCTISIIOT MO dopmyne
V,-3546F - Fp - 100 (A.1)
V;-1000 '
rae Vy —o6bem pacTeopa TMocynbara HaTpysi, M3pacxoA0BaHHbIN HA TUTPOBaHWE, cm3;
F+ —nonpago4HbIN KO3HMUUMEHT K KOHLIEHTPaLUKM pacTBOpa TMOCYNb(aTa HaTpus;
Fp— chakTtop passeaeHus;
V5 — ob6bem pacTeOpa rmnoxnoputa HaTpus, UCNOMNb3OBaHHbIN AN aHanmaa, cm3.

C=

MpwumeyaH ne — MNMopuusa pacteopa TMocynbdara HaTpus KoHueHTpaumen 0,1 Monb/,qM3 o6bemom 1 cm3 pac-
xogyeTcsi Ha TuTpoBanue 3,546 mraktueHoro xnopa (Cl), 2,623 mrxnopHoBaTtucTol kucnotel (HCIO), 3,7221 mMr runoxnopu-
Ta HaTpus (NaClO), 0,7999 mr aktneHoro kucnopoga (O).
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Mpunoxenue B
(cnpaBouHoe)

TunoBble XpoMaTorpaMmMbl NMpM onpeaeneHuy LMKnamara

OTHOCUTENbLHOE 3HaUeHue curHana

1 [lepvBaTM3UpYIOLLVIA pearcHT

MpouasogHoe uuknamara

N\

Y YOV AN, _

| T
8 10
Bpewmst yaepxuBaHus, MUH

N —
-
o —

PucyHok B.1 — XpomaTorpaMmma Hanutka Ha OCHOBE BULLHEBOrO coka

Ycnoeus xpoMaTtorpacuyeckoro aHanusa:

Xpomatorpauyeckas koroHka, sanonHenHas copéeHtom Nucleosil C18 paamepom yactuu, 5 MKM, BHYTPEHHUM aua-
MeTpPOM 4 MM, ANUHOIN 250 MM, CHabeHHasn 3aLUTHOW KONOHKOM, 3anonHeHHoi copbeHToM Nucleosil C18 paamepoM yac-
TML 5 MKM;

COCTaB NOABWKHOM hasbl — MeTaHon:BoAa (80:20 no o6bLemy);

CKOpOCTb NoToka — 1,0 cM3/MuH;

MHKEKTUPYEMbIi 06beM — 20 MM3.

OTHOCUTENEHOE 3HaYeHne curHana

1]
HepuBaTuanpyioLLmin \ MNMpoussoaHoe Lmknomara

peareu-:/

T T T T T T T T T T T
5 10 15
Bpems yaepxusaHus, MUH

PucyHok B.2 — XpomaTorpamma aeMnsiHudHoro iorypra
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Yenoeusi xpomaTorpaduieckoro aHanmaa:

XpomaTorpacduyeckasi KOrnoHka, 3anonHeHHasi cop6eHTom Nucleosil C18 pasmepom vacTu, 5 MKM, BHYTPEHHUM Ana-
METPOM 4 MM, AnnHOoN 250 MM, CHaGXXeHHas! 3aLLMTHOW KONMOHKOW, 3anonHeHHon copbeHTom Nucleosil C18 paamepom vac-
My 5 MKM;

COCTaB NoABWKHON hasbl — meTaHon:Boaa (80:20 no ob6bemy);

cKopocTb NoToka — 1,0 CM3/MVIH;

WHXeKTUpyembin 06bem — 20 mmS.
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MpunoxeHwue C
(cnpaBouHoe)

JaHHble No NpeLU3IMOHHOCTU METOAUKN

MpueeaeHHble B Tabnuue C.1 gaHHbIe Nony4eHsl B pesynbtaTe MexnabopaTopHbIX UCMbITAHUI, BbINONTHEHHbIX B
cooTBeTcTBUK C [1]—[4]. O6bekTamm ncnbiTaHni BelNm cokocoaepKallme HanMTKU Ha OCHOBE NTMMOHHOIO 1 anenbCUHOBO-
ro COKOB, B3OUTbIE CIMBKU 1 (DPYKTOBbIV NOTYPT.

Ta6nuuya C.1

HanuTok Ha ocHoBe | HanuTok Ha OcHOBE -
Mokaszatens B36utkie cnveku PpyKTOBLIA HOTYPT
JNIMMOHHOTO COKa anenbCnHOBOIo CoKa
"o npoBeAeHUs! UCMbITAHUN 1992 1992 1992 1992
Uucno nabopaTopuii-y4acTHUKOB 4 10 10 10
Yucno obpasuos 1 1 1 1
Yucrno nabopaTtopui, OCTaBLUMX-

€51 nocne UCKnioveHns BbIGpocoB 4 9 9 9
Uncno BbiGpocos (nabopaTopui) 0
Uncno npuHATLIX pe3ynbTaToB 8 48 48 48
CpegHee 3HaueHUe X 435,9 mrigm® 178,3 mrigm® 280,9 mr/kr 647,8 mr/kr
CraHgapTHOe OTKIOHEeHUe NoBTo-

pSeMOCTU S, 6,0 mrigm® 5,5 mrigm® 9,2 mr/kr 15,2 mrikr
OTHOCHTENBHOE CTaHd4apTHOe OT-

KnoHeHue noetopsiemoctn RSD,, % 1,4 3.1 3,3 2,3
Mpepen noBTOPSIEMOCTY 1 16,7 mrigm® 15,4 mrigm® 26,0 Mr/kr 42 4 mr/xr
CTaHgapTHOE OTKIIOHEHME BOC-

NpPoOV3BOANMOCTHU Sg 13,6 Mr/,r:l,M3 8,6 Mr/,qM3 17,6 mr/kr 10,7 mr/kr
OTHOCMTENbHOE CTaHdapTHOe OT-

KITOHEHMne BOCMPOM3BOAUMOCTU

RSDr, % 3.1 49 6,3 17,8
Mpeaen Bocnponssoaumoctn R 38,1 Mr/,r:l,M3 24,4 mr/gm® 49,7 mr/xr 168,4 mr/kr
3HaueHne nHaekca Fopeuua 0,5 0,7 0,9 1,5

10
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MpunoxeHne OA
(cnpaBo4Hoe)

CBefeHUs1 0 COOTBETCTBUU CChINOYHBLIX MeXAYHapoAHbIX CTaHAapToB
CCbINTOYHbIM HaLUOHaNnbHbIM cTaHaapTam Poccuinckon Pepepauunn
(v AeNcTBYOLWIUM B 3TOM KayecTBe MeXrocyAapcTBeHHbIM cTaHAapTam)

Ta6nwuuya OJA

O6o3Ha4YeHne CCbINOYHOro CreneHb 0603HavYeHe U HanMeHOBaHWe COOTBETCTBYIOLLLErO
MeXAyHapoaHOro craHaapTa COOTBETCTBUSA HaLMOHaNBLHOro cTaHaapTa
EH NCO 3696 MOD FOCT P 52501—2005 (NCO 3696:1987) «Boaa ansi na-
6opaTopHoro aHanuasa. TexHU4ecKkue ycrioBus»

MpumeyaHne—B HacToswel Tabnyue NCNoNb30BaHO crieayiolee ycroBHoe 0603HaqYeHne cTeneHn coot-

BETCTBUA CTaHOAPTOB:

- MOD — moandunumpoBaHHbIV CTaHAApPT.

(1]

(2]

(3]

(4]

Bubnuorpadua

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

Lehr 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

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

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