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Y[IK 664.696.016:543.544.5.068.7(083.74)(476) MKC 67.050 K 06 IDT

KnioueBble cnoBa: NpofyKTbl NULLEBbIE, ONpeaesieHue, OXPaToKCUH A, BbICOKOI(P(EKTUBHAS xua-
KOCTHan xpoMatorpacdus, OuMcTKa curmukarenem

Mpeaucnosue

Lleny, OCHOBHblIE NPUHLMMBLI, MOJIOKEHUS MO TFOCYAAPCTBEHHOMY pEryfiMpoBaHuIo U YNpaBeHuio
B 00NacT TeXHUYECKOro HOPMUPOBAHUSA M CTaHAAPTU3aLMKM YCTaHoBNeHbl 3akoHoM Pecny6nuku benapych
«O TeXHMYECKOM HOPMMPOBaHUU U CTaHOAPTU3ALMUY.

1 NMOArOTOBNEH Hay4HO-NPOM3BOACTBEHHbIM pecnyGnMKaHCKMM YHUTapHbIM npeanpuatuem «beno-
PYCCKUiA roCyAapCTBEHHbIA UHCTUTYT CTaHaapTu3auum u ceptucpukauum» (benMCC)
BHECEH lNoccranpaptom Pecnybnuku benapych

2 YTBEPXXOEH W BBEJEH B OEWCTBUE noctaHoenenuem loccranpapta Pecny6nuku Benapych
oT 28 mas 2012 r. Ne 26

3 Hacroswmii craHpapT ugeHTUYeH MexpayHapogHomy craHpapty I1SO 15141-1:1998 Foodstuffs.
Determination of ochratoxin A in cereals and cereal products. Part 1. High performance liquid
chromatographic method with silical gel clean up (Onpepenenune copepxaHus oxpaTtokcuHa A B 3epHe u
3epHonpoaykTax. Yacts 1. Metog BbicokoaththeKTUBHOM XMAOKOCTHOA xpomaTorpacumn (BOXKX) ¢ ouncTkoit cun-
nukarenem.

MexgyHapoaHbiii cTaHgapT paspaboraH EBporneiickum komuteToM no craHpgaptusauun (CEN) B cotpyaHu-
yectBe ¢ nogkommteToM SC 4 «3epHoBbie U 6060BbIE» TEXHUUECKOrO KOMUTETA NO CTaHaapTu3auuu ISO/TC 34
«CenbCcKoxo3aincTBeHHble MULLEBbIE NPOAyKThI» MexayHapoaHO opraHuM3auuu no craHgaprtusauum (ISO)
B COOTBETCTBUM ¢ CornalueHnem o TexHU4Yeckom coTpyaHuyecTse mexay ISO u CEN (BeHckoe cornatueHme).

MepeBog ¢ aHrnMUInCKOro A3bika (en).

OcbuumanksHble 9K3eMNIIApbl MEXOYHapOAHOro CTaHAAPTA, HA OCHOBE KOTOPOro NOAFOTOBIIEH HACTOSALLMIA
rocygapCTBeHHbIA CTaHQAapT, U eBPOMENCcKOro CTaHaapTa, Ha KOTOpblA AaHa ccbunka, umetotrcs B Hauwo-
HasnbHOM cpoHae THIMA.

B paspgene «HopmaTuBHbIE CCbITKM» U TEKCTE CTaHZapTa CCbiNka Ha eBPONEercKui CTaHgapT akTyanu-
aupoBaHa.

CreneHb cooTBeTCTBUSA — UaeHTUYHas (IDT)

4 BBEEH BINEPBbIE

© lNoccranpapr, 2012

HacTosiuumit ctaHgapt He MOXeT ObiTb BOCNPOM3BEAEH, TUPaXWUPOBaH M PacnpocTpaHeH B KayecTse
ochuumansHoro usgaHus 6e3 paspewenus MNoccraHgapta Pecnybnuku Benapych

WspaH Ha pycckoM sidbike



CTB ISO 15141-1-2012

CopepxaHue
1 OBNACTD MPUMEHEHUS «......c.coeeeeeeeeeteeseeteesaeseeseesessnss e esssasssssasassesessseseseseseesssesssnsessassenensnssensnsesnsnsessansenen 1
B (o oY F= gy =T = o o 3 T RSP 1
3 CYLLIHOCTD METOA. - ccureeureraunreasneesaneeaaeesaaneeessnsasaneesausessneesasnsasaseesansessaseaeaseeaaeeesns e smseesasenansessansesnnsan 1
4 POAKTUBDI. ......ueeeauueieiuntesieeeeaeesauseeessasasaeee s e esaaseeeaseeaa s et s st e saseesasee e neeesant e smseesamee e ne e arnt e smneeenneaenessanneranen 1
5 ANNApPaTYPA N OOOPYLOBAHME ........ceerureeirrriisreessaresssssssssesssseesssssasssessassessaseesasssssssessassessasessessessnsesssnsessanes 3

6 MeToaUKA ......ccccveeeveeeeeeeeeee

7 BbluucneHne

8 TOUHOCTb PE3YNBTATOB UCTIBITAHMM .....cceeeiiieiiie it e s s s s e r e s e aa e s e s s 6
O NPOTOKOM UCTIBITAHMM. .......ueiueiiieii i e e e e e s e s e e e e s e e e e s e e 6
MpunoxeHue A (CNpaBoYHOE) NMPELIMBUOHHBIE AHHDBIE .........ccoovereerreeeerrereesnesressmeeereeseeessesssessnesesessnees 7
)5 1Ty o= o o) PSSP Y 8



CTB 1SO 15141-1-2012

rOCYAAPCTBEHHbLIA CTAHOAPT PECMYB/IMKA BEJIAPYCh

NPOAOYKTbI MULLEBLIE
OnpegeneHue oxpaTtokcMHa A B 3epHe M 3epHONpPoOAyKTax
Yactb 1
MeTon BbicOk03(DEKTUBHON KMOKOCTHON xpomaTtorpadpuu (BIXKX)
C OYUCTKOWM CUNMKarenem

NMPAAYKTbl XAPYOBbLIA
Bbi3Hauy3aHHe BoxpaTtakciHy A y 360d0Kbl | 3epHenpagykrax
Yactka 1
MeTag BbicokaadchekTblyHaln BaakacHau xpamatarpadii (BABX)
3 aubICTKaW cinikarenem

Foodstuffs
Determination of ochratoxin A in cereals and cereal products
Part 1
High performance liquid chromatographic method with silical gel clean up

Hata BBeaeHus 2013-01-01

1 O6nacTb npuMeHeHus

Hacroswuin cTaHaapT ycTaHaBNMBaeT METOZ, ONpPeaeneHns OXpaTokcuHa A NpU YPOBHSIX, NPEBbILLIAIOLLIUX
0,4 MKr/kr.

MeTog 6bin ycrnelwHo BanupupoBaH B XO4e ABYX MexiabopaTopHbIX UcTbiTaHuii cornacHo [1] Ha nwe-
HUYHOW MYKe M3 LeNbLHOro 3epHa, copgepxaueit 0,4 u 1,2 MKr/kr oxpaTokcuHa A.

MpuMeuaHne - MHoroumcneHHble nabopaTopHble UCCNedoBaHUA Nokasanu, YTo MeToA Talke NOAXOAWUT ANA 3epHa,

cyxohbpyKTOB, MaCNU4HbIX ceMsiH, 6060BbIX, BUHA, NUBA, (hPYKTOBLIX COKOB U CLIPLIX 3epeH kode, cM. [2] — [4].

2 HopmaTuBHbI€ CCbINKKN

Ons npMMeHeHUsi HaCTORALLEro cTaHgapTa HeobXoouM CrieayloLMiA CChIIOUHBIA CTaHaapT. [Ans HepaTu-
POBaHHO CCbINKW NPUMEHSIIOT NOCNeAHee usfgaHue CCbNIOYHOro CTaHAapTa (BKIOYas BCE €ro UBMEHEHMUS).
EN ISO 3696:1995 Bopa ans naboparopHoro aHanusa. TexHuueckue TpeboBaHus U METOAbI UCTILITAHUS

3 CyujHocThL MeTofa

OxpaToKCUH A KCTParupytoT TONyOsIOM NOCIIE OKUCIIEHUS COJISIHOW KUCIIOTON U YBESIMYEHUS] UOHHOM
cunbl NocpepcTeoM Ao6GaBneHus xnopuga MarHusl. SKCTPAKT OYMLLAIOT, UCTONb3Ysl CUNMKareneByld MUHU-
KOIOHKY, U OMNpepensiioT oxpaTtokcuH A metogom BOXKX Ha obpalyeHHO-ha30BOU KOSOHKe, aeHTUuLu-
pyloT U MogucbuUMpyIOT Npu nomowwm cnyopecueHuun. Peaynbtat npu Heobxogumoctu BepudULMpYIOT
NnoCcpencTBOM Aepusartusauum TpexipTopuctsim 60poM B MeTaHONOBOM pacteope [5], [6].

MpeaynpexaeHne — OXpaTokcuMH A Bhi3biBaeT NMOBPEXAEHME NMOYEK M NMEYEeHU M, BO3MOXHO,
SIBNAETCA KaHUeporeHoM. HeoGxoaumo coOniofath Haanexauuve Mepbl NPefocTopoxHocM [7]
npu pa6oTe C TakMMK BelllecTBaMU (0COGEHHO B CyXOM BUAIE), MOCKONbKY U3-3a 3JNIeKTPOCTAaTUMHOCTH
yBenuYMBaeTCA BEPOATHOCTb MX pacnbiIeHUs U BO3MOXHOCTM BAbiXaHus. CTEeKNnsHHYI0 nocyay
MOXHO o06e3zapaxmBaTb 4%-HbIM PacTBOPOM MMnoxnoputa Hatpus. Cneayer o6pamMTb BHMMaHUA
Ha 3asiBneHue, caenaHnoe MexayHapoaHbIM areHTCTBOM MO uccneaosaHmio paka (BO3) [8], [9].

4 PeakTuBbI

Ecnu He ycTaHOBNEHO UHOE, UCNONB3YIOT TONILKO XUMUYECKUE PEaKTUBbLI NPU3HAHHOW aHANUTUYECKON
YACTOTbI M BOAY NepBoii cTeneHu YucToTel cornacHo EN I1ISO 3696. Knacc pacteoputeneit JOmKeH NoaxoauTb
ans aHanusa BOXX.

WapaHwe ocduumannHoe
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4.1 Cynbdar HaTtpusa 6e3BOaHbIA.

4.2 llepsHan ykcycHan kucnota, o(CH;COOH) = 98 %.
4.3 PacTBOp consiHOM KMcNoThl, ¢(HCI) = 2 mons/n.
4.4 PacTeop xnopuaa marnus, ¢(MgCl,) = 0,4 monb/n.
4.5 AueToHuTpMn

4.6 Tonyon

4.7 n-TexcaH

4.8 NInxnopmeTaH

4.9 AueTtoH

4.10 MeTtaHon

4.11 Cwmech pacteopuTtenei I: Cmewmsaior 99 o6bemHbIX YacTeii Tonyona (4.6) ¢ 1 06beMHOM YacTbio
nepsiHOM YKCYCHO KUCNOTHI (4.2).

4.12 Cmecb pactoputene# ll: Cmewwmeaior 5§ 06bemHbIX YacTeit aleToHa (4.9) ¢ 95 06BeMHbIMK YacTsaMU
Tonyona (4.6).

4.13 Cmecb pacteoputene# lll: Cmewmsaior 90 o6LemHbIx yacteit Tonyona (4.6) ¢ 10 o6bemHbIMU
YacTAMKN NEAAHON YKCYCHOW KUCNOThI (4.2).

4.14 NoasuxHan ¢a3sa

CwmelwmBaiotr 99 o6beMHbIX YacTeit auetoHutpuna (4.5) ¢ 99 06bemMHbIMU YacTAMKU BOAbLI U 2 06beM-
HbIMU YaCTAMU NIeAAHON YKCYCHOW KUCNnoThbl (4.2). PacTBOp AerasvpyioT A0 MCNONb30BaHUs.

4.15 Tpexdropuctbin 6op
4.16 TpexdTopucThiii 60p B pacTesope meTaHona, p(BFs) = 14 r/100 mn.

MpenynpexaeHne — Ucnonb3yeMbii BbITAXHON wkad AonkeH ObiTb B HAANEeXaleM COCTORHUN.
Cnenyet n3beratb KOHTaKTa ¢ KOXeM, rMa3amMm U AbiXaTeNbHbIMU MYTAMM.

4.17 OxpaToKCMH A B KpUCTannax unu B BuZe nieHK1 B aMmnynax.

4.18 UcxoaHbIv pacTBOP OXpPaToOKCUMHa A

PactBopsitoT 1 Mr oxpaTtokcuHa A (kpuctanibi) (4.17) wim cogepxmmoe 0gHOM amyribl (€CNu OXPaTOKCUH A
6bin MonyyeH B BUAE NneHku) B cmecu pacteoputeneit | (4.11), utobbl nonyuutb pacTeop, cCopepXaluuin
npubnuautensHo ot 20 o 30 Mkr/Mn oxpaTokcuHa A.

YT1o6bl OnpegenuTb TOUHYHO KOHLIEHTpauMio, CTPOST KPUBYIO NOMOLLEHUS B AuanasoHe ANUHBLI BOSIHbI
ot 300 go 370 HM ¢ warom 5§ HM B KBapLEBOW KIOBETE C TONWMHOM norawatowwero cnos (5.5) co cmecbio
pacteoputeneii | (4.11) B kadecTBe 3TanoHa. Onpedensior AnUHY BOJIHbI AJI MaKCUMAsLHOMO 3HaYeHUs!
NOrJIOLWEHUs C WaroM 1 HM Mo OTHOLLEHUIO K 3TaJIOHY. PacCunTbLIBalOT MaccoBYIO KOHLIEHTPALMIO OXPaToK-
cuHa A pora, MKr/M1, no chopmyne (1)

Mx100
kxs ' M

roe Amax— MakcUManbHOe 3Ha4yeHue NorMowEeHUsl, ONpPeaeneHHoe No KPUBOW NorsoLeHus (B JaHHOM
cnyyae npu 333 Hm);
M - monspHas macca oxpatokcuHa A (M = 403,8 r/monb), r/monb;
kK  —MonsipHbIi KO3hPULIMEHT NOrMOLLEHUS oxXpaTokcuHa A B cmecu pacteoputeneit | (B JaHHOM
cnyvae: 544 M°/Monk), M2/MONb;
6  —TonwmMHa NOrNOLLAIOLLEro COS KBapLEBON KIOBEThI, CM.

Pora = Anax X

4.19 CtaHAapTHLIN PACTBOP OXPATOKCUHA A, pora = 1 MKI/MI.

1 mn ucxopHoro pacteopa (4.18) unu anuKBOTHYIO NOPLMIO, SKBUBaNEHTHyl0 100 MKr oxpaTokcuHa A,
BbINapUBAIOT AOCYyXa B NOTOKe a3ora u pa3baensior o 100 mn nopswxkHoli cason (4.14).
PacTBOp XpaHAT B XONOAUNLHUKE NpU Temnepatype 4 °C, nepuoauyecku npoBepsisi ero CTabunbHOCTb.
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4.20 KannbpoBoyHble pacTBOPbI OXpaToKkcUHa A

OtmepuBatoT nunetkoit 1; 2,5; 4 n 5 mn craHgapTHOro pacTteopa oxpaTtokcuHa A (4.19) B MepHylo konby
BMecTUMocTbo 100 mn (5.12) u pa3GaBnsioT 40 METKM NofBuxHOI casoii (4.14). KonuuectBo oxpaTtokcuHa A
B KanMBpOBOYHbIX pacTBOpax LOSPKHO HaxoauThes B auanasoHe ot 0,2 oo 1,0 Hr Ha 20 Mk BBOAUMOTo o6bema.

4.21 PactBop rmnoxnoputa Hatpus, p(NaOCI) = 4 r/100 mn.

5 Annapartypa u o6opyaoBaHue

WenonbayloT cTaHaapTHoe nabopatopHoe obopyaoBaHue, a Takke crnepyulee:

5.1 NabopaTopHasa MenbHuULUa, obecneunBaloLLas UaMesbYeHue o pa3MepoB YacTul 1 Mm.

5.2 PoTopHbI ucnapurtens ¢ BOAsiHON GaHel, TeMnepaTypy KOTOPOW MOXHO perynuposath B gvana-
3oHe ot 20 °C pgo 50 °C.

5.3 MexaHu4eckui BCTpAXuMBaTenb

5.4 CnexTpomeTp, o6ecneunBaiowmii uamepeHue npu privHe BonHel ot 300 fo 370 HM € LWMPUHOIA
CMeKTpanbLHOW Nosockl He bonee YeM 12 HM.

5.5 KeapueBbie KIOBeTbl C TOJILMHON MOrMoWaLwWwero cnos 1 cM 1 HesHauUTesIbHbIM MOrNOWEeHUemM
B Anana3soHe AnuvHbl BonHbl oT 300 go 370 Hm.

5.6 LleHTpudpyxHbIe Npo6upku BMECTUMOCTBIO 250 M, NNacTUKOBLIE, M3rOTOBIEHHbIS U3 NONMATUNEHA
BbICOKO# NMIOTHOCTH, C Pe3bGOBLIMU KPbILLKAMM.

5.7 Oxnaxpaowan ueHTpudyra ¢ ueHTpobexHoi cunoint He meHee 3500g B HUXKHEN YacTU LEeHTpu-
yxHbIX Npobupok (5.6).

5.8 KonoHkn ana TBepaoca3HOiN IKCTpaKuum, Hanpumep konoHka SEP-PAK® " ¢ kaptpupxem,
3arnonHEHHbIM CUIUKarenem ogHOPa3oBoOro UCTNONbL30BAHMS.

Mocre OTKPLITUA NakeTa KOMOHKY BbiAEPXKMBAKOT npu Temnepartype 105 °C B TeueHue 2 4 U XpaHaT
C aKTMBUPOBAaHHBIM CUNMKareneM ¢ UHOMKaTopoM BIAXHOCTWU. Mepen ucnonb3oBaHUEM NPOMBLIBAIOT €ro
10 mn Tonyona (4.6). Mpouenypy NPoOBOAAT B KaXKOO HOBOMU mapTuu. B cnyuyae ucnonb30BaHUS KOMOHOK
SEP-PAK kapTpuxu K HIM UMEIOT Crieayiolmne XapakTrepucTUKu:

— BMECTUMOCTbL MPONUIIEHOBOWN TPYOKU: 3 mni;

— CpPepHsiA Macca HanonHUTens: 690 mr;
—~ paamep nop: 12,5 Hm;
— pasmep vacTu: ot 55 no 105 mkm.

5.9 KoHTeitHepbI AnA pacTBOpUTENnen, HanpUMep LINPULbLI BMECTUMOCTbIO 50 mn.

5.10 MpyweBuaHbIe KONGLI BMECTUMOCTLIO 50 M1, C NPUTEPTOi NPOGKOIA.

5.11 [lenutennHan BOpOHKa BMECTUMOCTbIO 50 M.

5.12 Mephnasn kon6a sBmectumocTthio 100 mn.

5.13 Mem6paHHbIn (PMNLTP ONA BOOHLIX PAcTBOPOB, U3TOTOBMIEHHbIW U3 nonuTeTpachTOpaTUIEHa,
avameTpom 4 mm U paamepom nop 0,45 Mkm.

5.14 Cuto paamepom oteepcTus He Gonee 1 Mm.

5.15 Buanbi ¢ 3aXMMHbIMU UNK Pe3b6OBLIMU KPbILLIKAMMK.

5.16 Mukpownpuy BMeCTUMOCTbLIO 500 Mirn.

5.17 Annaparypa ana B3XX, cocroswas us:

5.17.1 Bbicokoa(pPexTMBHOro XMAKOCTHOro xpomarorpada, pesepByapa ANA IMIOEHTa, HACOCa,
cucTemMbl BBoga nNpob, hnyopecLeHTHOro AeTekTopa C YCTPOMCTBOM peryniMpoBaHusa AnuHbLI BOSHbI U o6pa-
60TKOM AAHHBIX, HANPUMEP UHTEIPATOPOM C NIIOTTEPOM.

5.17.2 AHannTMuecKOW pazaenuTennHoM konoHkm ana BAXX ¢ o6pawenHon dason, Cqg, HANpUMEP
Lichrospher® 100 RP 18 2, KOTOpasi obecneumBaeT yOOBNETBOPUTENbHYIO CMOCODHOCTL OTAENeHus nuka
oXpaToKcuHa A OT BCEX ApYrUX NUKOB U UMEET CIeyHLME XapaKTepPUCTUKM:

— pnuHa: 250 mm;

— BHYTPEeHHUW guameTp: 4 mm;

— pa3mep cpepuyeckux YacTuy: 5 Mkm.

MpumeuaHue — MOXHO Taioke MCNONb30BATh KOJIOHKM MeHbLUEero pasMepa (Hanpumep, KONMOHKW AnmHoi ot 120
8o 150 mm).

) SEP-PAK® sBnsetcs npuMepom npogykTa, uMeloLlerocsi B npogaxe. MHdopmauua npusegeHa ans yao6erea
nonb3oBatenei HaCTOALLEro CTaHAapTa U He ABNAETCH pekriaMoii ykasaHHOro NpoayKTa.
Lichrospher® 100 RP 18 aBnsierca npuMepom nNpoaykTa, uMetoLleroca B npogaxe. MHgpopMauua npusegeHa ans
ynobcTea nonb3oBatenei HacToALLEro CTaHaapTa M He SBMSIETCA peKnamoi ykasaHHOro NpogykTa.
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5.17.3 NpeaxonoHku, C,s, ¢ XapakTepucTUKamu:
— pvHa: 40 mm;

— BHYTPEeHHU AuameTp: 4 Mm;

— pa3mep cpepuyeckux yactul: 5 Mkm.

6 MeTtoguka

6.1 O6Wwume nonoxeHun

OnpepeneHne SOIDKHO BbINOSHATLCA 3a OAUH pabounit aeHb. Mpu Heo6XOAUMOCTH NPOAOIMKEHNA UCTbI-
TaHWUsA Nnocrie OKoOHYaHus paboyero AHsA UCNONbL3YIOT ABTOMATUYECKMIA [O3aTOop.

6.2 MogroToBKa aHanNM3MpyeMbIX Npo6

AHanuaupyemble npoGbl M3MENbYAIOT ¢ NOMOLLLIO NabopaTopHO MenbHULb! (5.1), NONHOCTLIO Nponyc-
KatoT yepe3 cuto (5.14) u TWAaTeNbLHO NepeMeLLUBaIoT.
MpumeyaHue — UamenbyeHune He TpebyeTca ANA NWEHUYHON MYKW C MaKCUMarnbHLIM pa3MepoM YacTuibl 250 MKM.

6.3 dkcTpakuma oxpaTokcuHa A m3 npodbl

20 r npoGbl (mMg), NOArOTOBNEHHON B COOTBETCTBUM C 6.2, B3BELUMBAIOT C TOYHOCTLIO A0 0,1 I U nome-
WaloT B LUeHTpudyxHyto npobupky (5.6). Ecnu maccoBas gons oxpatokcuHa A npesbiwiaet 0,5 mkr/kr, noBTo-
PSIOT aHaru3, UCNonb3ys HaBecky maccoin 10 r, uTo6bl usbexatb pucka HenonHoro uasnevexus. MNocnepo-
BaTenbHo Aobaensiot 30 Mn pacTBopa consHow kucnoTsl (4.3), 50 mn pacreopa xnopupa martus (4.4), nepe-
MELLUBAIOT CTEKISHHOIN nanoukoii u pobaensot 100 mn Tonyona (4.6) (V4).

Mony4yeHHylo CyCrneH3uio BCTPSXUBAIOT B TeueHue 60 MUH u ueHTpudyrmpyioT. Bpems ueHTpudympo-
BaHUS 3aBUCUT OT XapakTepucTuk ueHTpudyru. [na npefoTBpalieHus notepu Tonyorna MCNonb3yercs
oxnaxgaroLuas LueHTpudyra.

OtbuparoTt 50 mn (anuMkBoTHas Nopumus Tonyona V,) C BEPXHEro Cnos TONyona v 3aiMBaloT B KOJIOHKY
AnsA TBepaodasHoM SKCTPaKUMK, NOAroTOBIIEHHYHO B COOTBETCTBUM C 5.8, npucoeanHeHHyo K wnpuuy (5.9),
UCMONb3yeMOMY B KaYeCcTBe pesepByapa Afis pacTBopuUTens.

MpumeyaHue 1 — KONOHKY He criegyeT neperpyxarb.

KonoHky npombiBatoT ABa pa3a 10 mn H-rexcaHa (4.7), aoea pasa 10 mn cmecu pacteoputenei Il (4.12) n
opvH pa3 5 mn Tonyona. NpoMbIBOYHbIE XMAKOCTU OTOpackIBaloT.

JnoupyIOT OXpPaTOKCUH A ABYMS nopuusiMu no 15 mn cmecu pacreopurteneid i (4.13) B rpyuesugHyio
konby (5.10) BmectmocTbio 50 M. OCTOPOXHO, He npesbiwas Temnepatypy 40 °C, BoinapusaloT amoar
B YCOBUSX NOHWKEHHOTO AaBNEHUs [O COCTOSHUA CyXoCTU. MonyyeHHbIN ocTaTok cMewwmBaiot ¢ 1 mn (V)
noaBWXHOMN ¢hasbl (4.14) B myLueBuaHoOl konbe u UnbTpyoT Yepes MemGpaHHbIiA hunbtp (5.13) B BUany (5.15)
(pacTBop aHanuaupyemoii npoosbi).

MpumeyaHve 2 — BnOUMPOBaHUE OXPATOKCMHA A 1 nocneayolive aTtanbi METOAUKY, ONUCAHHLIE B JaHHOM pasgene,

MOrYT 3aBMCETb OT TUNa UCMONb3yeMbiX KOSIOHOK Ans TBepaodasHoi akcTpakuun. O6bem anioMposaHus criegyeT

NpOBEPUTbL HA COOTBETCTBUE TUMY UCMONb3YEeMOA KOMOHKK.

MpumeyaHve 3 — Paamep u/unu popma konbbl MOXET OTPULIATENBHO CKA3aThCA HA CTENEHU U3BIEYEHUs.

6.4 Pa6oume ycnoeua BIXKX

Mpu wncnonb3oBaHUM KOMOHKM cornacHo 5.17.2 U nogswkHOM ¢ha3bl cornacHo 4.14 cnepylowme
HacTPONKU SBMSAIOTCA ONTUMaNbHBIMU:

— CKOPOCTb NOTOKa: 1 MN/MUH;

— cbrnyopecLieHTHOe AeTeKTUPOBaHue: AfiMHa BONHLI Bo36yxaeHuss — 330 HM, AnuHa BOMHLI SMUCCUMN —
460 HMm;

— BBOAUMBIA 06bem: 20 mkn (Va).

6.5 KanubpoBouHbIi rpacdmk

B Hauane aHanuaa U Kaxablil pas, Koraa U3MeHSIOTCA YCIoBUSI Xpomarorpadum, roTOBAT KanuGpOBOUHBLIiA
rpachuk.

BBoasT He MeHee YeTbipex KanMbpoBOYHbIX PACTBOPOB C Pa3HbiMU KOHLIEHTpauusamu (cMm. 4.20).

Ha rpacdvk HaHOCHAT 3HaueHus cnyopecueHUMU KanubpOBOYHBIX PacTBOpOB OxpaTokcuHa A (4.20)
B 3aBUCMMOCTU OT MacCOBbIX KOHLIEHTPaLUil OXpaTOKCUHA A B HAHOTPaMMax.

O6ecrieunBaloT BbINOMHEHWE NPoBEpKU NUHeHOCTH [10].
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6.6 UneHmdpukauun

MpeHTMULMPYIOT OXpaToKCHH A, CpaBHMBas BpEMS YOEPXKMBAHUA Npobbl C BpEMEHEM yAepXUBaHUs
CTaHAApTHOrO BeLLeCTBa.

WHorga moxeT notpeboBaThbcA MASHTU(ULMPOBATL MUK OXPaTOKCMHA A NOCPEACTBOM OQHOBPEMEHHOTO
BBE[eHUA pacTBOpa aHanuampyemoii npobbl U CTaHAAPTHOIO pacTBopa.

6.7 Onpenenenne

Cpa3y npoBogsT xpomatorpacduyeckuii aHanua npobbl. Utobbl BbINOMHUTL aHANU3 METOAOM BHELLHEro
CTaHAapTa, MHTErpUpYIOT MIoLWaab NUKa UNK ONpeaensiioT BLICOTY NMUKA U CPABHUBAIOT pe3ynbTaTbl C COOT-
BETCTBYIOLMMU 3HAYSHUSIMU [N1F CTAHAAPTHOMO BelEecTBa ¢ Orkadluein nnowanblo/BLICOTON NUKa UNU
ucnonb3ayloT KanubpoBouHblid rpacduk. B cnyyae ucnonb3oBaHus kanubpoBouHOro rpacduka Heobxogumo
NPUrOTOBUTL AONONHUTENbHbIE PaCTBOPbI C KOHLIEHTPaLUsMU B Npefenax JIMHeHOro AuanasoHa.

BeopAT paBHble 06bEMbI pacTBOpa aHanu3upyemoii Npobkl U CTaHRAPTHOIO pacTBopa, UCNOSL3YeMOoro
onsa kanubpoBoYHOrO rpacmka.

Mo kanubpoBouHOMY rpachuky OnpepaensioT Maccy oxparTokcuHa A (my), Hr, COOTBETCTBYIOLWYIO (hiyo-
pecueHuun pacTBopa aHanu3upyemoit npodsi.

Ecnu konuuecTBo oxpaTokcuHa A B pacTBOpe aHanuaupyemMoi npobbl HAXOOUTCA 3a Npepenamu guana-
30Ha 3HaYeHUi KanNMBpOBOYHOIO rpacuka, yBENnMUMBalOT BBOAUMBIA 0GbeM pacTBopa aHanuaupyemoi npoGbl
unu pa3baensioT ero.

6.8 NoaTeepxaenne

Ecnu HeobxoauMo, NnoATBEpXAA0T OTCYTCTBUE NUKA, COOTBETCTBYIOLLETO BPEMEHU YAEPKUBAHUSA OXpa-
TOKCUHa A, HarMyuem HOBOrO NNKA, COOTBETCTBYIOLLETO BPEMEHU YAEPXKUBaAHUS CTaHAAPTaA CIOXHOTO MEeTU-
JIOBOrO achupa OXpaTokcuHa A, cneayowmum obpasom.

500 MKn aKcTpakTa, NPUroTOBMEHHOro cornacHo 6.3, MOMELLAIOT B rPyLLIEBUAHYIO KONy U BbINapUBalOT
[0 COCTOSIHUS CyXOCTU B pOTOPHOM ucnaputene (5.2). CmelumBaloT Nofy4YeHHbIA 0CTaToK ¢ 1 MN gUxXnopme-
TaHa (4.8) u pobasnsioT 2 mn TpexcTopuctoro 6opa B pacteope metaHona (4.16).

MnoTHO 3akpbisaloT KoNBy U HarpesaloT Ha BogsHoI HaHe npu Temnepatype ot 50 °C no 60 °C B TeueHne
15 muH. Mocne oxnaxageHus NepenuBaloT pacTBop B AENUTENbHYI BOPOHKY BMECTUMOCTLIO 50 mn, copep-
xauwyo 30 mn Bogpl, B3GanTeIBalOT Tpu pasa ¢ 10 mn guxnopmeraHa, kaxgbli pa3 B TeveHue 30 c. Coegu-
HAIOT opraHuyeckue basbl BO BTOPON AENUTENbHOW BOPOHKE BMeCTUMOCTbIO 50 mn, goGaensiot 20 mn BoAb!
ONs NPOMbIBKUA U BCTPSIXUBAKOT B TeueHue 30 c.

Hanee chunbTpyloT guxnopmeTaHoByio hasy Yepea cynbeat Hatpusi (4.1) B rpylueBugHyio konby, Bbina-
pvBaloT 4O COCTOSIHMS CyXOCTU, cmelumBaioT ¢ 500 mMkn noaewxHON dasbl (4.14) u NpoBOAAT Xpomartorpa-
chmueckoe pasgeneHue npu ycrnoBusix, ONUcaHHbIX B 6.4. 3aBeplueHne gepuBaTu3aL MOXHO NPOBEpPUTh
no xpomarorpammam. pu MOMOLLM HACTOSALWEA METOOUKU MPOBEPSIIOT MacCcoBble JONM OXpaToKCuHa A
He MeHee 0,4 MKr/kr.

CooTBeTCTBYIOLLMIA CTaHAAPTHbIA pacTeop (4.19) fgomkeH 6biTh 06paboTaH oTaensHO, YTo6bl NPOBEPUTL
BPEMs yAEepPXXUBAHUS CIIOXKHOIO METUNOBOro 3chupa OXpaToOKCUHA A U 3aBepLUeHUe JepyUBaTU3aLum.

7 Boiuucnenue

BbumcnsioT maccoByio JOMO OXpaTokeuHa A Wora, MKI/KT, No coopmyne (2) (MeTop BHELHero ctaHgapTa)
Worp = A X @)
V, xV, xm,
roe V4 — o6beM pacTBopUTens, UCMONb3yeMoro Ans 3KCTpakuum (6.2), mn (B gaHHoM cnyyvae 100 mn);
V, — o6bem ueHTpuchyrarta (anMkBoTHas Nopuus Tonyosna), mi (B gaHHoM criyqae 50 mn);
V3 — NonHbiih 06bemM pacTeopa aHanuaupyemoii npo6bl, Mn (B AaHHOM cnyyae 1 mn);
V, — BBegeHHbIn 06beM, mn;
m;— macca oxpaToKkcuHa A, COOTBETCTBYIOLLAS W3MEpEeHHOW MIOLAaan NMMKa UMK BbICOThI MUKA,
onpegerieHHo No KanMbpoOBOYHOMY rpacpuKy, Hr;
my— Macca HaBecku, I.
PesynbTatbl perMCTpUpYIOT B COOTBETCTBUM C MPUHATLIMUA NPaBUiaMu, OKPYITIsSs UX 4O ABYX 3HAKOB nocrie
3anATON.
B cnyyae ocywecteneHus kakux-nmbo geictenii Bo nabexaHue pucka HEMosHOroO U3BeYeHus Heobxo-
OMMO UX yKaabiBaTb.
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8 TOYHOCTbL pe3ynbLTaToB UCTLITAHUN

8.1 O6wme nonoxeHun

B npunoxeHun A npuBegeHa nogpobHan nHpopmMaumua MexnabopaTopHbIX UCTbITaHMWIA NPELM3UOHHOCTH
MeToga cornacHo [1]. 3HaueHus, nonyyeHHbIe B X0Ae MexnabopaTopHbIX UCTILITAHUIA, HE crnefyeT UCMOSb-
30BaTb OJ15 AUaNa30HOB KOHLIEHTPALMA U MaTpyLl, OTAIMYAIOLIMXCS OT NPUBEAEHHBIX B MPUIIOXKEHUH A.

8.2 NosTOpReMoOCTbL

AGconioTHan pasHOCTbL MexXay ABYMSI OTAENbHLIMU pe3ynbTaTtaMyu UCTIbITaHWiA, KOTopbie Obinu NONyYeHb!
Ha MOEHTUYHOM UCTIbITaTeNIbHOM Marepuarie O4HUM U TEM Xe ONepaTopoM Ha OJHOM U TOM e o6opyaoBaHum
B TeYeHUe KOPOTKOrO NPOMEXYTKa BPEMEHU, He JOJPKHa NpeBbILLaTh npefien NoBTopsieMocTu r Gonee yem
B 5 % cnyuaes.
3HaueHus 4ns MykKu U3 LIENIbHOTO 3epHa:
x = 0,41 MKr/kr; r= 0,18 mkr/kr;
} = 1’23 MKr/Kr, r= 0,70 MKI/KT.

8.3 Bocnpou3BoaMMoOCTb

ABCconoTHas pasHOCTb Mexay ABYMS OTAENbHbIMU pe3ynbTaTamu UCTILITaHUMA, NOTyYEHHbIMU Ha MAEeH-
TUYHOM UCTIbITAaTENBHOM MaTepuane AByMmsi nabopatopusiMu, He JorkHa NpeBbIlaTh Npeaes BOCNpoU3Bo-
aumoctn R 6onee yem B 5 % cnyyaes.

3HaueHus ons Myku U3 LIeSIbHOrO 3epHa:

x = 0,41 mkr/kr; R = 0,30 mkr/kr;

x = 1,23 mkr/kr; R =1,10 mxr/kr.

9 MpOTOKON UCNbITAHUM

MpoTOKON UCNBITaHWS OMKEH COQEPXKaTh clieaylolme aHHbIe:

— BCI0 MHbopmaumio, Heobxoaumyio ans ugeHTucukauum npobsi;

— CCbIIKYy Ha HaCTOSILMIA CTaHAapT;

— pesynbTaThl UCNBITAHUA U €AUHULbI, B KOTOPbIX BLIPAXAIOTCA pesynbTarTbi;

— [aty u metoauky oréopa npob (ecnu uasecrHa);

— paty nony4yeHuns npobb;

— [paTy NPOBEAEHUA UCTILITAHUS;

— BCe 0COGEHHOCTH, KOTOpbIe ObiNU YCTaHOBNEHbI B XOAE NPOBEAEHUS UCTIbITaHUS;

— BCe onepauuu, He YCTaHOBNEHHbIE B METOAE WM paccMaTpyUBaeMble Kak AOMNoSIHUTENbHbIe, KOTOpbIe
MOTYT NOBAUATL HA Pe3ynbTaThbl.
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MNMpeun3noHHbIe gaHHblIe

NaHHble, yKkasaHHble HKe, 6bUn nonyyeHbl B Xoae MexJuiabopaTopHbIX UCTbITaHuiA no [1], NpoBOAUMBIX
Ha MNLeHUYHO MyKe U3 LienbHoro 3epHa MHctutyTom Makca MetreHkodepa MuHucTepcTea 3gpaBoOXpaHeHus,

oTaen nuwesoin xumuu, bepnuH, Nepmanus, [5], [6].
Tabnuuya A.1

M U3 LlenbHoro Myka us uenbHoro
Mpo6a ve 3epHa Y 3epHa

Fop mexnabopaTopHOro ucnbiTaHus 1993 1991
Konuuecteo naboparopuii 13 13
Konuuectso npo6 1 1
KonuuectBo nabopatopuii, OCTaBLUMXCSI MOCHIe BblYUTAHUA

BbiGpocos 13 13
Konuuecteo BbIGpocos 0 0
Konuyecteo nony4eHHbIX pesynbTaTtoB 65 65
CpegHee 3HaueHue Y, mkr/kr 0,407 1,227
CraHpapTHOe OTKIOHEeHUe NOBTOPAEMOCTH S;, MKI/KI 0,062 0,248
OTHOCUTENbHOE CTaHOApPTHOE OTKIIOHEHME MNOBTOPSEMOCTU

RSDy, % 15,32 20,21
Mpegen NnoBTOPAEMOCTH 1, MKI/KT 0,176 0,702
CraHpgapTHOe OTKITOHEHWe BOCMPOU3BOAUMOCTH Sr, MKI/KM 0,105 0,388
OTHOCUTENbHOE CTaH4APTHOE OTKIIOHEHWE BOCMPOM3BOAMMO-

¢t RSDRr, % 25,80 31,62
Mpegen Bocnpon3BoguMocT R MKI/Kr 0,298 1,097
CreneHb uaBneveHus, % 90 +15 80 +15
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