MEXTOCYAAPCTBEHHbIA COBET NO CTAHOAPTU3ALIUU, METPONOMUU U CEPTUGUKALIUA
(MIC)

INTERSTATE COUNCIL FOR STANDARDIZATION, METROLOGY AND CERTIFICATION
(ISC)

MEXFOCYAAPCTBEHHBIM rocr
CTAHOAPT ISO 3890-1—
2013

MOJIOKO U MOJOYHbIE NMPOAYKTbI

OnpeneneHne oCTaTOYHOro coaepXxaHus
XJIOpOpraHMyecKux coeauHeHUn (necTuumMaoB)

YacTtb 1

O6LwKre NoNnoXeHust U METoAbl IKCTPAKLIUMU

(ISO 3890-1:2009/IDF 75-1:2009, IDT)

Uspanve ouumanbHoe

Mocksa
CranpapTunchopm
2016


http://www.mosexp.ru/proektnye_raboty.html

roCTISO 3890-1—2013

MpeanucnoBue

Llenun, OCHOBHbIe MPUHLMMLI U OCHOBHOW NOPSAAOK MPOBEAEeHUsi paboT No MEXroCyAapCTBEHHON CTaH-
naptusauun yctaHoeneHsl B FTOCT 1.0—2015 «MexxrocyaapcTeeHHasa cuctema craHgaptusaumm. OCHOBHbIE
nonoxeHusi» u NOCT 1.2—2015 «MexrocynapcreeHHas cuctema ctangaptusauuu. CtaHaapTbl Mexrocyaap-
CTBEHHbIE, MPABUMA N PEKOMEHZALMM N0 MEXTOCYAApPCTBEHHONW cTaHaapTu3auuu. MNpasuna paspaboTtku, npu-
HATUSA, OOHOBMEHUSA U OTMEHbI»

CBegeHus o ctaHaapTe

1 NOAIOTOBINEH Pecny6nukaHCKUM YHUTapHbIM npeanpuaTuem «benopycckuii rocyaapCTBeHHbIN
UHCTUTYT meTponorun» (BenMMM) Ha ocHOBE COBCTBEHHOIO NEpeBoAa Ha PYCCKUI A3bIK aHINOA3LIMHO BEp-
CUKU MEXOYHAPOAHOTro CTaHAapTa, YKasaHHOoro B NyHKTe 5

2 BHECEH lNocyaapcrBeHHbIM KOMUTETOM MO cTaHaapTusaumm Pecnybnuku Benapych

3 MPUHAT MexrocyaapCTBeHHbIM COBETOM MO CTaHAapTu3aummn, MeTponorum u ceptudpukauum (npo-
TOoKOM OT 14 HOsIGPs 2013 1. Ne 44-2013)

3a NpuHATUE NPOroriocoBan:

KpaTkoe HavMeHoBaHWe cTpaHbl Koa cTpaHbl no MK CokpalljeHHoe HauMeHoBaHMe HaLMOoHanNbHOro opraHa
no MK (UCO 3166) 004—97 (MCO 3166) 004—97 no ctaHAapTUsaLum
ApmMeHus AM MwuHakoHOMUKK Pecnybnukn ApmeHus
Benapycb BY loccTangapt Pecnybnukun Benapycb
Kupruaus KG KelprelactaHgapT
Mongosa MD Monposa-CtaHgapT
Poccus RU Pocctanpapt
TapxukucTaH TJ TapxukcTaHgapt

4 TMpukasom PegepanbHOro areHTCTBa N0 TEXHUYECKOMY PEryfIMPOBaHUIO U METPONOrMun oT 23 aBrycra
2016 r. Ne 935-cT mexxrocynapcTeeHHbIv ctaHgapt MOCT ISO 3890-1—2013 BBeAeH B AEUCTBUE B Ka4ecTBe
HauMoHanbHOro craHaapra Poccuiickon Peaepaumn ¢ 1 uions 2017 r.

5 Hacroawmin craHgapT uwaeHTUYeH MexayHapoaHomy crangapry ISO 3890-1:2009/IDF 75-1:2009
«Monoko 1 MonoYHbie NpoAyKTbl. OnpeaeneHne OCTaTOMHOIO COAEPXKAHUSA XITOPOPraHNYECKUX COEAMHEHUN
(nectuumnpoB). Yactb 1. Obwme nonoxxeHus u metoabl akcTpakyumn» («Milk and milk products — Determination
of residues of organochlorine compounds (pesticides) — Part 1: General considerations and extraction
methods», IDT).

MexxayHapoaHbii ctaHaapt paspaboraH nogkomuteTom SC 5 «MOonoko U MOMOYHbIEe NPOAYKTbI» TeXHU-
4ecKoro komutera no cranpgaprusauum ISO/TC 34 «MpoayKTbl NULLEBLIE CENbCKOX03ANCTBEHHbIE» MexayHa-
poaHou opraHm3aumu no cradgaprusauum (ISO) n MexxgyHapogHon monoyvHon deaepauuen (IDF).

OdunupmanbHble 3K3eMnnapbl MEXAYHAPOAHOIO CTaHAapTa, Ha OCHOBE KOTOPOro NMOArOTOBMEH HAaCTo-
AWUNA rOCYAapCTBEHHbIM CTAHAAPT, U MEXAYHAPOAHbIX CTaHAAPTOB, HA KOTOPbIE AaHbl CCbISIKU, UMEIOTCS B
degepanbHOM areHTCTBE N0 TEXHUYECKOMY PErynupoBaHUIO U METPONOTUU.

Mpy NnpUMEeHeHUn HacToSALLEero CTaHaapTa PEKOMEHAYETCS UCNONb30BaTbh BMECTO CCbINOYHbIX MEXyHa-
POAHLIX CTaHAAPTOB COOTBETCTBYIOLME MEXTOCYAAPCTBEHHbIE CTAHAAPTbI, CBEAEHUS O KOTOPbIX NPUBEAEHbI
B AONONHUTENbHOM NpunoxeHuu JA

6 BBEAEH BMNEPBbIE
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UHbopmayus 06 usMeHeHUsX K HacmosuweMmy cmaH0apmy ry6brukyemcs 8 exeeo00HOM UHOpPMaULUOH-
HOM yKkasamerne «HayuoranbHbie cmaH0apmbl», @ MeKem U3MEHEeHUU U rnornpasok — 8 eXXeMECAYHOM UH-
hopmayuoHHOM yKasamerne «HayuoHanbHbie cmaHdapmbiy». B criydae nepecmompa (3aMeHbl) unu OmmeHbl
Hacmosweao cmaHdapma coomsemcemeyiouiee yesedomeHue bydem onybrnuKkoeaHo 8 eXeMeCAYHOM UH-
¢hopmayuoHHOM yKadamerne «HayuoHanbHble cmaHOapmbiy. Coomeemcemeyrouwias uHgopmayus, yeedom-
JIeHUe U MeKcMbl pa3meujaromces makxe 8 UHEopMauuoHHOU cucmeme obujeao Mnosib308aHuss — Ha ou-
yuanbHom calime ®eldepasibHO20 a2eHmemea o MexHU4YEeCKOMy peaynuposaHuro U Memponoauu e cemu
UHmepHem (www.gost.ru)

© CraHgaptuHcopm, 2016

B Poccuiickon ®egepaumm HacCTOALWMA CTAHAAPT HE MOXET ObITb NONHOCTLIO UM YaCTUYHO BOCNPOU3-
BEEH, TUPaXXMPOBAH U PacnpoCTPaHEH B KaYeCTBe ouumansHOro usgaHua 6e3 paspelueHus egepansHoro
areHTCTBa N0 TEXHUYECKOMY PErynMpoBaHUIO U METPONOrUU
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BBepneHue

MexayHapoaHblii ctanaapt 1ISO 3890/IDF 75 cocToMT M3 crneayioLmx Yactei nog obLwmum 3arofioBKOM
«MOrnoko 1 MONoYHblEe MPOAYKThI. OnpeaeneHne oCTaTtoMHOr0 COAEMKAHUSA XITOPOPTraHUYECKUX COEANHEHUN
(nectuymaoB)»:

- yactb 1. O6LWMe NONOXKEeHNA U METOAbI SKCTPAKLNK;

- yacTb 2. MeToabl OYMCTKM IKCTPaKTa U NOATBEPXKAEHUE.
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M E X T T OGCVY.AAPGCTUBETHHTBbB H C TAHAAPT

MOJIOKO U MONIOYHbIE NMPOAYKTbI
OnpepereHne OCTaTOMHOro COAePXXaHUA XITOPOPraHMYeCKUX coeaUHEeHu (necTuumaoB)
Yactb 1
O6wme NONOXKEHUA U METOAbI IKCTPaKLIUN

Milk and milk products.
Determination of residues of organochlorine compounds (pesticides). Part 1:
General considerations and extraction methods

Dara BBeaeHua — 2017—07—01

NPEQAYNPEXXOEHVUE — MpumeHeHne HaCTOALLEro CTaHAapTa MOXET ObiTb CBA3AHO C UCMONb-
30BaHMEM OMacHbIX MaTepuanoB, onepauun u o6opyaosaHus. Hactoswuit ctraHaapT He onpeaenseT
BCe npoGrnembl 6e30MacHOCTU, CBA3aHHbIe C ero npuMeHeHueM. Monb3oBaTtenb JOMKEH YCTAaHOBUTL
caHUTapHO-TUrMeHU4YecKkue Tpe6oBaHUA U onpeaesniuTb NPUMEHEHUe Perynmpylolinx orpaHuyeHni oo
Hauara ux MCnosib30BaHUA.

1 O6nacTb npumMeHeHus

Hacroawumii crangapTt ycraHaBnuMeaeT obOLiMe NOMOXEHUA U METOAbI IKCTPaKUMM Ana onpegeneHus
OCTaTKOB XJTIOPOPraHN4YeCKnX NECTULMAOB B MOJSIOKE U MOFIOYHbIX NPOAYKTaX.

Metoabl npumensiotca ansa onpegenenuns o-MXU; B-MXUI; y-FXUT; anbaud/aunb-apuHa; renraxnopa
u rentaxnopanokcuaa; nsomepos OAOT, AAE, OOM; xnopaaHa u okcuxnopaaHna; aHapuHa. CneymnanbHble me-
TOAblI MPUMEHSAOTCA ANA onpeaeneHus 3-keToaHapuHa u NXb.

B npunoxeHun A npeacTtaBneH METOA KOHTPOSS NPOAYKTOB C BLICOKUM COAEpXXaHUEM >XuUpa.

PykoB0OACTBO NO NpOBEAEHUIO aHANM30B B NPUCYTCTBUM NONMUXIOPUPOBAHHBLIX Budenunos (MXB6) npu-
BEAEHO B NpUnoXxeHuu B.

2 HopMaTuBHbIE CCbITKU

B Hacrosilem cTaHAapTe MCNONb30BaHbl CCbIMKM Ha MEXroCyAapCTBEHHbIe CTaHAapTbl, KOTOPbLIE SB-
nsarca obs3arenbHbIMU. Ana 4aTMPOBaHHBIX CChINOK NPUMEHSIIOT TONbLKO yKasaHHOoe usgadue. [ins Hepatu-
POBaHHbIX CCbISIOK NPUMEHAIOT NnocneaHee usgaHue CCbINOYHOro craHaapra (BKMo4as BCe ero MU3MEHEHUs):

ISO 3890-2/IDF 75-2:2009 Milk and milk products. Determination of residues of organochlorine
compounds (pesticides). Part 2: Test methods for crude extract purification and confirmation. [Monoko u mo-
noyYHble NpoAyKTbl. OnpeaeneHne 0CTaTkoB XNOPOPraHMYECcKMX coeanHeHunin (nectuumuaos). Yacrb 2. Metoabl
OYMCTKM IKCTpaKTa u noaTeepxaeHune]

ISO 5725-1:1994 Accuracy (trueness and precision) of measurement methods and results. Part 1:
General principles and definitions [TO4HOCTb (NPaBUMLHOCTL U NPELU3NOHHOCTb) METOAOB U PE3YNbLTaTOB U3-
mepeHunin. Yactb 1. O6Lwme npuHUmMnbl U onpeaenequst]

ISO 5725-2:1994 Accuracy (trueness and precision) of measurement methods and results. Part 2: Basic
method for the determination of repeatability and reproducibility of a standard measurement method [To4HOCTb

U3paHue ocbuumanbHoe
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(NpaBWABLHOCTL M NPELM3MOHHOCTL) METOAOB U PEe3ynbTaTtoB namepeHuin. Yacte 2. OCHOBHOW METoA onpeae-
NeHusi NOBTOPSEMOCTM U BOCMPOU3BOAUMOCTU CTaHAAPTHOrO MeToAa M3MepPEHUs)

3 TepMuHbI 1 onpeneneHusi

B HacToAweM cTaHgapTe NPUMEHSAKT TEPMUH C COOTBETCTBYIOLLUMM ONpPeaeneHneM:
3.1 cogepxaHue xriopopraHnyeckux coeguHeHun (contents of organochlorine compounds): Macco-
Basa 40NA BELLECTB, onpeaensemMblX ¢ UCNofib30BaHUEM METO0B, YCTAHOBIIEHHbIX B HACTOALLEM CTaHAapTe.

MpuMevyaHue — BbipaxaeTcs B MUNIUrpaMMax Ha kKunorpamm, Nuéo B nepecyeTe Ha Xup, 6o B NepecyeTe
Ha NPOAYKT (41151 TPOAYKTOB C HU3KUM COAEPXKaHWeM Xupa).

4 CywHOCTb MeToaa

MpumevyaHune — [aHHbLIA METOA OCHOBaH Ha YeTbIpexXCTyrneH4YaToM npolecce; ABa 3Tana MoryT ObiTb 06b-
€A MHEHbI LIeNMMKOM UNK YacTU4HO.

OcTaToyHOe KONMMYeCTBO MECTULUAOB IKCTPArupylor u3 npodbl COOTBETCTBYIOLLUMU PACTBOPUTENSMU
Tak, 4TOObl NONYYUTL MaKCUMAarbHYIO 3D(EKTUBHOCTL IKCTPAKLMKU OCTAaTKOB U MUHUMMU3NPOBATL COIKCTPAK-
Uuto NObIX APYTrMX BELLECTB, KOTOPbIE MOFYT BHECTU NOMEXU B ONpeAEneHue.

Mewawme KOMMOHEHTbl yAansaloT M3 3KCTPaKTa, 4ToOblI NONYYUTL PacTBOP IKCTPArupoOBaHHOIO
ocTaTtka B pacTBOpUTENe, KOTOPbIA NOAXOAUT ANA KONUYECTBEHHON OLUEHKU BbiIOpaHHLIM METOAOM Ornpe-
aenexus.

CocTaB XnopopraHM4ecKMx CoeguHeHUn onpeaensiioT NOCPeaCTBOM rasoXXuAKOCTHON xpomarorpadum
(MKX) ¢ anekTpoHO3axBaTHbLIM AETEKTOPOM.

MAeHTUYHOCTb UCCreayembiX OCTaTKOB NeCTULMAOB MOATBEPXKAAIOT B crydasix ux oOHapyXeHus npu
NPEeBbILLIEHNN AOMYCTUMOIO YPOBHSI.

WHtepdepeHuus MXE u necTuumMaoB SBNSIETCS AaBHO U3BECTHOW Npo6nemoii B HaCaa04HbIX KONMOHKaX
U B MEHbLUEN CTEMEHU B KANWMMsAPHbIX KOMOHKax. B cnyyae OTHOCUTENBLHO BLICOKUX YPOBHEN COAEpPXaHMA
MXB nx pekoMeHayeTCAa onpeaensaTb B COOTBETCTBUM C [8].

MpumeHeHne pa3nuyHbIX METOA0B NpuBeAEHO B Tabnuue 1.

Ta6nuya 1—MNpUMeHeHre METOA0B OMPEAENEHUS PasNUYHbLIX COEAUHEHWA

lenTa- oar-b,
XnopaaH-
AnbapuH/ xrop, DOE-9, 5-keTo- )
- 2, - - ) - €
Metoa | a-mxure | p-rxura | -rxyre MnigpuH | rermaxniop- omw;u;:op Lo SHAPUH oHIPUH X6
kclple] {1 :} A n3omMmepbl

A + + + + + + + + - —
B + + + + + + + + - —
C + + + + + + + + — +
D + + + + + + + + - +
E + + + + + + + + - +
F + + + + + + + + + +
G + + + + + + + + + +
H + + + + + + + + - +

+ — MeTOoA MOXET ObITb MPUMEHEH;

— — MeTOo[ He MOXET BbITb MPUMEHEH.

a) MXUr =1,2,3,4,5,6-rekcaxnopLyKiorekcaH.

) AAT = 1,1,1-Tpuxno-2,2-au(4-x110podeHur) sTaH.

©) OOE = 1,1-8UxN0po-2,2-41(4-X110podEHUN) STUNEH.

d 000 = 1,1-Uxnopo-2,2-An(4-xropodeneH) staH.

€) "XB = rekcaxnop6eH3on.
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5 TpeboBaHusA kK peakTUBaM U MaTepuanam

5.1 OOwWMe nonoxeHus

[MpUMEHSIOT peakTuBbl TONbKO YCTAHOBNEHHOW aHanuTUYecKon KBanudukaumm, ecnu He yCTaHOBMEHO
WHOe, a TaKoKe AUCTUIIMPOBAHHYIO UMW AeMUHEpPanu3oBaHHYIO BOAY UMW BOAY SKBUBANEHTHOW CTENEHU Yu-
CTOThl. Mcnonb3yemble BOAY U pacTBOPUTENbL MOABEPralT NMOBTOPHOW MEPEroHKe U NPOBEPSIOT UX YUCTOTY
(cM. 5.2). YpoBeHb 3arpsi3HEHUs1 Ka)aoro MCnornb3yemMoro peaktuBa He JOImKeH NpeBbiwath npeaen obHa-
PY>XEHUS, YCTAHOBNEHHBIN B 14.4. OBLUMII YPOBEHb 3arpsA3HEeHNUs1 BCEX PeakTUBOB, UCNOMb3yeMbIX B METoAE,
OfHAKO, MOXET NPEeBbILLATb YKazaHHbIN nepeaen. AGCOpPOEHTbI 0UMLLAIOT U NEPUOANHECKN aKTUBUPYIOT B CO-
OTBETCTBUU C TPEOOBAHUSAMU PA3NUYHBIX aHANUTUYECKUX METOAO0B. KOHTPONUPYIOT UX YNCTOTY (CM. 5.2.5).

He ponyckaercs 3arpsssHeHWe BOAbl, PACTBOPUTENS, aACOpPOeHTa U T. . NNACTUKOBLIMU U PE3UHOBbI-
MU MaTepuanamu.

Bce ounLeHHbIe peakTuBbl, 84COPOEHTbI U T. . XPaHAT B CTEKNSHHOW NOCYAe C NPUTEPTbIMU CTEKNSH-
HbiMK nNpoBkamu unu npobkamu M3 nonuteTpadropatuneHa. MNocne OYUCTKU peakTUBLI HEMb3A OCTABNATbL
OTKpbITbIMU. B GOMbLUMHCTBE crny4aeB 3awmTy MOXET obecneunTtb anomuHuesas donbra, obpaboTaHHas
aLeToOHOM.

5.2 NpoBepka YUCTOTbI PeaKTUBOB

5.2.1 PacTBopurtenu

Pacteoputenu KOHLEHTPUPYIOT Ha KOIPMULIMEHT, NPUMEHSIEMbIN B UCNONb3yeMOM MeToae. YUncroty
nposepstoT metogoM KX (cm. 6.2). XpomatorpaMma He JOIKHA NOKa3biBaTh KaKyo-nMGo MeLaioLLyio npu-
MECb, KOHLIEHTPaLMS KOTOPOI MPEBbILLAET Npeaen 0OHAPY>KEHUS, YCTAHOBNEHHDLIV B 14.4. AUETOHUTPUN, Aun-
metundopmamuz (OMPA) n METUNEHXNOPUA IKCTPArMpyrloT UMM BbINAPUBALIOT B TEX e obbemax, KoTopble
MCMONb3YIOT B METOAE, U MONYYEHHbIW PacTBOP NPOBEPSIIOT METOAOM rasoBOW Xpomarorpaduun.

5.2.2 Boaa

SkcTparupytot 10 vacreii (no o6bvemy) Boabl ¢ 1 4acTbio (MO 0ObLEMY) H-TeKCaHa UM NETPONENHOro
achupa. OTaensaT opraHnyeckyo asy. KOHUEHTPUPYIOT HA KOSPDULMEHT, NPUMEHAEMBII B UCNONb3YeMOM
METOAE, U NPOBEPAIOT HA YMCTOTY meTogoM KX (cm. 6.2).

XpomaTorpaMma He AOMmKHa NokasbiBaTb Kakylo-nubo MeLLaoLLylo NPUMECh, KOHLEHTPaLUUsA KOTOpO
npeBbILIAET npeaen o6HapyXeHUs, yCTaHOBMEHHBIA B 14.4.

5.2.3 HeopraHuyeckue conu

Mocne O4YMCTKM B COOTBETCTBMU C TPEOOBAHMAMMW PA3NUUHLIX aHANMTUYECKUX METOA0B HeopraHuye-
CKue conu (Hampumep, Xnopua Hatpus) U niobble UHbIE UCNOSIb3yeMble BOAHbIE PACTBOPbI SKCTparMpytor
H-TeKcaHOM W neTponeriHbiM 3cpupom. B cooTBeTcTBUM C TPeBOBAHUAMM HACTOSLLIETO METOAA KOHLEHTPUPYIOT
U NPOBEPSIOT HA YNCTOTY METOAOM KX (cM. 6.2). XpoMmaTorpaMma He A0IpkHa NOKasbiBaTb Kakylo-nmbo me-
LLAIOLLYIO MPUMECH, KOHLEHTPpaLUs KOTOPOW NPeBbLILLAET npeaen 0OHapPy>XeHUs, yCTAHOBNEHHbIN B 14.4.

5.2.4 Bara, cTeknoBaTta U KBapueBOe BOJIOKHO

WUcnonb3ys annapat CokcneTa, AaHHbIe Marepuans! 3KCTparupyrotT H-rekCaHoM UM aLeTOHOM A0 TeX Nop,
NOKa OHN HE OYMCTATCA NONHOCTBLIO OT 3arpA3HSIOLLUX BELIECTB.

5.2.5 AacopGeHThI

KonuuectBo aacopGeHTa, noaxoAsLlero Ans UCNONb30BaHUSI B aHanNUTUYECKOM METOAE, SIOMUPYIOT,
MCMOMNb3yA COOTBETCTBYIOLWIA TUM M 0OLEM CMeCcU pacTBOpUTENEn. OMoaT KOHLIEHTPUPYIOT, KaK yka3aHo B
aHanMTU4YeCKOM MeToae, U NPOBEPSIOT Ha YucToTy Metogom KX (cMm. 6.2). XpomarorpammMa He AOJDkHa no-
Ka3blBaTb MELLAIOLLYIO NPUMECH, KOHLIEHTPAaLMSA KOTOPON NPEBLILLAET npeaen 06HapyXeHWs, yCTAHOBIEHHbIN
B 14.4. AKTUBHOCTb aACOPGEHTOB perynsipHO NPOBEPSAIOT.

5.2.6 CtaHaapTHble pacTBOPbI

[ns npurotoBneHus CTaHAapTHbLIX PACTBOPOB ANA aHanu3a OCTaTkoB NECTMUMAOB MCMONb3YIOT Belle-
CTBa U peakTuBbl C YNCTOTON He meHee 95 %.

Mpu xpaHeHun npu Temneparype muHyc 20 °C cTaHaapTHble pacTBOpPbl 0ObIMHO CTAbUMbHLI HA Npo-
TsokeHun 1—2 net. OCHOBHbIE PacTBOPbI KOHLIEHTpaLmeit 1 Mr/cM3, XpaHsLLMeca B XONOAUIbHUKE NpU TeM-
neparype okono 4 °C, 06bl4HO OCTaloTCsl CTabUNbHLIMU HA NPOTsKeHun 2—3 mec. Ceexme pasbaBneHHble
pacTBOpbI FOTOBAT €)XeAHEBHO.

NMpuMedaHne — WM3MeHeHUs1 06beMa, Bbi3BaHHbIE UCNApEHUEM PacTBOPUTENS, HaNpUMep Yepe3 OTBEPCTUA
MeXay CTEKIISIHHOW NPo6GKOW 1 roprioBUHOI KONGbI, MOrYT CTaTb UCTOYHUKOM MOTPELLHOCTMU.
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CTaHaapTHble pacTBOPbl XPaHAT B CTEKNSHHON nabopaTopHOii Nocyae B XONoAMNbHUKE U NPUHUMa-
0T BCE Mepbl NPEeAOCTOPOXHOCTU AN NPeaoTBpaLLeHUs BO3MOXHOIO 3arpsi3HeHMs NNacTUKOBLIMU MK
pe3vHOBbIMM MaTepuanamu. CTaHgapTHble pacTBOPbLI HE JOJMKHbI MOABEPraThbCa BO3AENCTBUIO NPAMOIO
CONTHEYHOro CBeTa UMW ynbTpachmoneToBOro N3NyYeHus B TedeHne NpoaoIhKUTENLHOMO BpeMeHu. MeTo-
[bl Macc-CNeKTPOMETPUU U Ta30XMAKOCTHON XpomaTorpadum MoryT 6biTb UCMONb30BaHbI A KOHTPONSA
YUCTOTbI AHANUTUYECKUX CTaHAApPTOB. OMNbIT MOKA3bIBAET, YTO OLUMGKM, AONYLLEHHBIE NPW MPUFOTOBINEHUN,
o6palleHnn N XpaHeHUn CTaHAApPTOB M CTaHAaPTHLIX PacTBOPOB, ABNSIOTCA OCHOBHbLIM UCTOYHUKOM MO-
rPELUHOCTHU.

6 TpeboBaHNA K 060PYAOBaAHUIO

6.1 O6uwme nonoxeHus

Ana aHanusa oCTaTto4yHOro cogepXaHus nNecTUUMAOB MCNOMb3YIOT TLUATENbHO OYMLLIEHHYIO CTEKMSAH-
Hyl0 nabopaTopHyl0 NOCyay. [ns O4MCTKM MOXHO MCMONb30BaTb rOPAYMIA PacTBOp XPOMOBONW cMecu. Ecnn
UCMONb3YIOT TaKOW pacTBOP, TO NOCNE OYUCTKW NMOCYAY ONONacKUBaKT AUCTUNNMPOBAHHOW BOAOW U ALLETOHOM
1 BbICYLLMBAIOT. HENOCpeACTBEHHO Nepea UCNoNb30BaHWeM NOCyAyY ONONAacKUBaOT pacTBOPUTENEM, KOTOPbIN
OyayT MCnonb30BaTh.

Ona xpaHeHus cTaHaapTHbIX PACTBOPOB B MOCYAE HE UCMONb3YIOT 0ObIYHbIE MACTUKOBLIE NPOOKM (Ha-
npumep, U3 NONMUBUHUNXIIOPMAA), TAK KAK OHW MOTYT NPUBECTU K 3arpsisHeHut0. Heobxoaumbl CTEKNSHHbIE
npobku nnu u3 nonuterpadropatuneHa (MTP3I). Tawke He UCNOMb3YIOT AENUTENbHbIE BOPOHKK C NNacTu-
KOBbIMW MPOOKaMU MU 3anOPHbIMU KpaHaMu. EMKOCTU AN MbITbst AOMKHbI ObITh CTEKNsIHHbIMU. OBbIYHbIE
npobku cneayeT 3aMEHUTb Ha CTEKNAHHbIE UNu n3 MNT3.

Ona 6onbLIMHCTBA METOAOB ONpeaeneHbl KOHKPETHbIE, cneumarnbHO 3roTOBNEHHbIE XpoMaTorpaduye-
CKMe KONMOHKMW, UMEIOLLME CTEKMNAHHbIE UNK 3aNOpPHbIE KpaHbl U3 MTO3. BepxHue 4acTu KONOHKKU AOMKHbI ObITb
OCHALLEHbl NPUTEPTLIMU COEAMHEHUSIMU, KOTOPbIE 0BECnevnBaioT NPUCOeANHEHNE pesepByapa ¢ pacTBopuTe-
neM unu aganrtepa gaeneHus. MIHorga nputeproe coeauHeHne nog npobkow MOXET ObITb UCMONb30BAHO ANS
obecneyeHuns BCackbiBaHUs, C MPUMEHEHNEM noaxoasLen konbel BloxHepa.

MoxxHO wucnonb3oBaTb ABa Tuna ucnaputenen pacresoputens. Bo-nepsbix, ucnaputens Kuderna-
Danish?) (unu akeuBaneHTHbIN) (cM. [13]), MCMONb3yeMblil C (PPAKLMOHHON KOFOHKOI unu 6e3 Hee u Harpe-
BaeMbIil C MOMOLLBIO BOAAHON 6aHn. Bo-BTOPLIX, pa3nUYHbIE TUMbl POTAUMOHHBLIX NAEHOYHbLIX ucnapuTenen,
oBecneunBalroLMX HArpeB 40 TeMnepaTtypbl NpudnuanTensHo 50 °C (MMeKLWMXCAa B Npogaxe), AN KOTOPbIX
HEOOX0AMM UCTOMHUMK BakyymMa, NpeanovTUTENbHO BOASHOW BaKyYMHbIA HACOC, KOTOPbIA MOXET ObITb Harpert
[0 Temneparypsl Bbilwe 50 °C. BnuaHue Tuna pacTBOPUTENS Ha MOTEPI0 NETYYMX NECTULMAOB AOMKHO pery-
NAPHO NPOBEPATLCA. [NA CHUXEHUA A0 MUHWMYyMA NOTEPb NECTULMAOB MOTYT ObiTb MCMONb30BaHLI NPONU-
TNEHTNNKOMb, H-yHAEKaH Unu rekcagekaH.

Mpu ncnonb30BaHUM roMOreHM3aTopoB HEOOX0AMMO NMPUHUMATL MepPbI MPOTUB 3arpsa3HeHns npobel. He-
06X0AMMO NPOBEPATL TOMOreHM3aTopPbl C HAXHUM NPUBOAOM Ha NPEAMET NOABMEHUS Teun. PasnuyHoro suaa
YNAOTHAOLLME NPOKNAAKM MOTYT CTaTb UCTOYHUKOM 3arpsa3HeHUs.

[N OKOHYaTEeNbHOro KOHLEHTPUPOBaHUA TPEOYIOTCA KOHYCOODpa3sHble NPOBUPKN BMECTUMOCTBLIO OKONO
15 cM3 cO LINMAPOBAHHBIMU COEANHEHUAMN pa3mepoM 14 MM (4TO cooTeTcTByeT AnuHe 80—90 MM). 3T0
MOryT 6bITb Mukpokononku Snyder!) [14]. YacTo pacTBopbl AOBOAAT 40 HEGOMLLUOTO KOHEYHOro 06bemMa My-
TeM ynapuBaHusi pacTBOPUTENS B NMOTOKE BO3Ayxa Wnu asota. [nsa 3Tou Lenu He A0nycKaeTcsl MCnonb3oBaTb
pe3uHoBble TpyOku unu Tpybkn us MNBX; Tpybkn u3 HennoHa unu us NTSS 06bMHO NpeacTaBnalT coboi
MEHbLLYIO ONAaCHOCTb 3arpA3HEHUS.

Mpu He0BX0AMMOCTU BBIMOSHAETCA NPOMbIBKA (PUMLTPOBANbLHON ByMarn pacTBOPUTENEM.

TpeObyioTca TaKke napoBble U BOAsIHbIE BaHM C COOTBETCTBYIOLLEN ONOPOW ANsi UCNOMb3yeMOW B HUX
annapartypbl.

Mpun HeoBxoaMMOCTH TPEBYIOTCA LEHTPUMDYTK, CNOCOOHLIE MPOBOANTL 0BPaBOTKY 3MyNnbCUnM 06 HLEMOM B
HECKOJNbKO COTEH KyBUUYECKUX CAHTUMETPOB, € 4acToTOl BpaweHusi ot 2000 go 4000 06/MuH.

) MNpumep nagenuit, umetowmxcst B npogaxe. [aHHas MHdOPMaLMs npuBefeHa AnsA yaobcTBa Monb3oBaTeneil
HacTosiLero cTaHaapTa.
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6.2 O6opynoBaHue Ans ra3oxuaKoOCTHOU xpoMarorpacgum

Crniegyer ncnonb3oBartb noaxoaswlyio cucrtemy KX, npeanoururensHO 060pyaoBaHHYIO OTAENbHLIMMI
HarpeBaloLLYMU 30HAMK AN MHXEKTOpa, AeTeKTopa U TepMocTaTa KOnoHku. B 6onblUuMHCTBE Cry4Yaes BBOJ,
HEenocpeACTBEHHO B KONMOHKY KX aaet npeumyliuectso. XoTs BbIGOp pasnuuHbIxX Yacten cuctembl MKX 3a-
BMCUT OT OMNbITA U KBaNuUKaLMmM dKCnepTa, HUxe NpuBeZieHbl PEKOMEHAALUN:

a) NOATBEPXKIEHO, YTO AETEKTOPbLI 3NEKTPOHHOrO 3axearta (3H, 83Ni) asnsiotrca nanbonee npeanouTy-
TeNbHbIMK NPU ONpPeaeneHnn XIopPopPraHMYeckux coeanHeHui. [leTektopbl HaCTpPauBaloT B COOTBETCTBUU C
MHCTPYKUMSAMU npoussoautens. lepnoamyeckn npoBepsioT OTKIOHEHUSA B YYBCTBUTENbLHOCTU nNpubopa, cee-
psis NMMHEWHOCTb KanMBpPOBOYHLIX KPUBLIX, UCNONb3ysl CTaHAAPTHLIE PAaCcTBOPLI NecTuuuaoB (cMm. 5.2.6). [le-
TekTopbl 3H He CNONB3YIOT, ECNK 3aAaHHaA TeMneparypa npeBbILLaeT 225 °C;

b) npeanoYTUTENbHBIMU SABNAIOTCA KONMOHKKM U3 KBApLEBOrO UNW M3 OOLIKHOBEHHOIO CTeKna AJfIMHOM
1,5—3 M 1 BHYTPEHHUM AnAMETPOM 2—6 MM;

C) MCNONb3ylOT COOTBETCTBYIOLLUME BCMOMOraTesNbHblE Marepuarnbl XOpOoLLero kayecrBa (XOpOLLO 3apeKo-
MeHa0Banu cebs Takue BCroMOraTenbHble Matepuansl, kak Gas Chrom Q1), Chromosorb W-HP™), Anachrom Q1)
C pasmepom yactuy, 60/80, 80/100 u 100/120 meww);

d) pasHoobpa3sue 4acTo NpUMeEHAEeMbIX HENOABMXKHBIX (Pa3 U CMeLLaHHbIX HeNOABWXHbIX ha3 3aBUCUT
OT KONMYECTBA M TUNA XJIOPOPraHN4eCKMX NeCTULUMAOB, BKMIOYAIOWMX, Hanpumep:

- yrnesogopog: Apiezon L1;

- meTuncunmukoHsl: DC-11"), DC-200"), OV-1Y), QC-101Y), SP-2100"), SE-30");

- meTundenuncunmkoHsl: OV-171), Ov-611), OV-25"), SP-22501, SE-521);

- TpuchTopnponunMeTuncunukoHsl: QF-11, OV-2101, SP-2401";

- heHMnUMaHONPONUAMETURCUAMKOHBI: OV-2251), XE-601).

AKKYpaTHO HaAHOCAT HENOABWXHbIE ha3bl HA TBEPAbIN HOCUTEND; COOTHOLLEHUE 3aBUCUT OT BbiGpaH-
HOM KOMOWHaUuKU «TBepAbli HOcUTENb — chasay. B nobGom cnyyae Ans HOBbLIX KOMOHOK 00a3aTenbHbIM
YCINOBMEM SIBMSIETCA KOHAULIMOHMPOBAHME B TEYEHUE HE MeHee 4eM 24 4 npu Temnepatype, Gnuskoun K
MaKkCUMansHO AONYCTUMOW ANSA AAHHOrO TUNAa HenoABUXHOW dhasbl. Mpu 3agaHHoON pabodven Temneparype
NpoBEePAIOT NX IPMEKTUBHOCTb U CENEKTUBHOCTb, UCMONbL3YSA CTAHAAPTHLIE CMECU XJI0POPraHN4EeCKUX Co-
€INHEHUN.

KanunnapHas rasoesas xpomartorpadus aBnsietcs BaXkHbIM MeTOAO0M € 6ornee BbICOKON BO3MOXHO-
CTblO pasfeneHns no cpaBHEHUIO C METOAO0M HacaA04HbIX KONMOHOK. KanunnspHelil MeTOA peKOMEeHAYyeTca
B CMy4ae Hanuyus CrnoXHbIX 9KCTpakToB. OaHAaKo crieayeT ObiTb OCTOPOXXHLIMU NPU UCMOSMb30BAHUK Ka-
NMUNNAPHBIX KOMOHOK C A4€3aKTUBMPOBAHHLIMU CTEKNSIHHBIMU CTEHKaMU, B MPOTUBHOM CIly4ae KOHTpOnupy-
eMble XMMUYECKNEe COEAUHEHUA HA YPOBHE NUKOrpaMmoB ByayT notepsiHbl u3-3a agcopbuum Ha nosepx-
HOCTM cTekna. Ons Toro yTo6bl 3T0ro n3bexarb, peKOMEHAYETCA UCMONb30BaTh KBAPLEBbIe KaNUNNApHbIe
KOMOHKM.

B kayecTBe HecyLuero rasa anst HacaJouHbIX KONMOHOK UCMONb3YIOT YUCTLIN Cyxoi asoT (Geckucnopoa-
HbIi, NPV UCNONb30BAHWK SIEKTPOHO3aXBATHOTO AETEKTOPA) UMM aproHO-METAHOBYIO CMECH (NPW UCMONb30-
BaHUKU UMNYMbLCHOMO 3MEKTPOHO3aXBaTHOMO AETEKTOpPA) CO CKOPOCTLIO MOTOKA B 3aBUCUMOCTKM OT pasmepa U
TUMNa UCMOMb3YEeMON KONOHKK. CKOPOCTb NMOTOKA KOHTPOMMUPYIOT B COOTBETCTBUM C XapakTepUCTUKAMMN KOSTOHKH
n getekropa. B uenom cneayet yb6eanTbCA, YTO CKOPOCTb NOTOKA ra3a KOHTPONMPYETCA Kak MOXHO TouHee (oT
1+ 0,5 0o £ 1,0 % oT BennunHbI NOTOKA). Ha BCEM NPOTAXKEHUN ra30BbIX SIMHUIA YyCTAHABNUBAIOT (PUNBTPLI C MO-
NeKynsApHbIMA CUTaMU M NEPUOANYECKM UX BOCCTAHABNMBAIOT. CneayeT yaoCcToBepUTLEA, YTo yernosus MKX
(T. €. ANWHA KOMOHKW, TUM HEMOABWXHON hasbl, UHXXEKTOP, AETEKTOp, TEMNepaTypa KOMOHKW, pacxoa rasa u
T. A.) NO3BOMAOT BLINOHUTL Pa3AEnNeHne BO3MOXHBIX NPUCYTCTBYIOLMX XNOPOPraHUYECKUX COEANHEHNIA KaK
MOXHO MOJIHee.

7 OT60p Npo6

BaxxHo, 4To6ObI B Nnabopatopuio Gbina HanpasneHa penpe3eHTaTuBHas npoba, koTopasi Ha caMoM aene
ABNAETCA NpeAcTaBUTESIbHON U KOTOpasi He Obina NoBpeXxgeHa unu u3MeHeHa BO BPEMS1 TPaHCMOPTUPOBAHUSA
U XpaHeHus.

Pekomenayembiit meToa ot6opa npob npuseneH B [1].

1) MpuMepsl NpoayKToB, UMetOLLMXCA B Npoaaxe. [aHHas uHdopMaLus npuseieHa Ans yaobcTea nonb3oBareneil
HacTosLLero cTaHaapTa.
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8 MoparoroBka nNpo6

8.1 Monoko

Temnepartypy npobbl goBoasar ao 35—40 °C, nogorpeBas ee npu HeoOBXOAUMOCTM Ha BOASHOW OaHe.
MpoGy nepemeLLnBaIOT TLWATENBLHO, HO MMIABHO, MHOTOKPATHO NepeBopaunsas OyTbiib ¢ Npobou, He Aonyckas
B36anTbiBaHUsI UMM BCTPsAXMBaHUA. 3aTteM npoby ObICTpO oxnaxaatoT npubnusutensHo ao 20 °C.

8.2 CryweHHOe MOMOKO 6e3 caxapa

EmkocTb ¢ npo6oii BCTpSAXMBAIOT U NnepeBopaynBalor. OTKpbIBAIOT EMKOCTb, MEASNEHHO NEepenuBaloT Npo-
6y B ApYryl0 €MKOCTb, CHAGXEHHYIO TEPMETUYHOM KPLILLKOW, U NepeMELUMBAIOT, MHOTOKPaTHO Nnepenueas u3
OAHON EMKOCTU B APYrylo, cneas, 4tobbl B Nnpoby nonaganu BeCb XXUP UMK Apyrue COCTaBnsAlowme, npunun-
LUMe K CTeHKaM M Kpasim nepBoi eMKoCTU. OKOHYaTENbLHO NPoBy NOMHOCTbLIO, HACKONbLKO BO3MOXHO, Nepenu-
BalOT BO BTOPYIO €MKOCTb. EMKOCTb 3aKpbIBaIOT.

B cnyyae ecnu npo6bl HAXOAATCA B FTEPMETUYHO 3aKPbITbIX KOHCEPBHBLIX BaHKax, TO Npu Heobxoau-
MOCTU, HE OTKpbIBasA, 40BOASAT ux A0 Temnepartypbl 40—60 °C, nogorpeBasi Ha BoasiHON GaHe. Kaxable
15 MUH. BaHKy JOCTalOT U BHEPrMYHO BCTPAXMBAIOT. Yepesd 2 4 GaHKy AOCTAIOT U AalOT OCTbLITb NPU KOM-
HaTHOW Temnepartype. MONHOCTLI0 CHUMAIOT KPbILLKY M TLUATENbHO NEPEMELLNBAIOT COAEPKUMOE MOXKON
UIK NonaTkon.

8.3 CryuweHHOe MOSIOKO C Caxapom

EMKOCTb OTKPBLIBAIOT M TLATENLHO NEPEMELLMBAIOT COAEPXKMMOE JTOXKOW Unu nonartkoi. PasHoobpas-
HbIMW BpaLLATEeNbHLIMU ABMKEHUAMU NEPEMELLMBAIOT BEPXHUE CNOU COAEPXKMMOro €MKOCTN C HUXKHUMM Co-
AMU N CO CRIOSIMU, HAaXOAALWMMUCSA B Yrnax eMKocTu. B npoby AomkHO nonactb BCE MOMOKO, HaNUnLWee Ha
CTEHKM 1 Kpas eMKOCTU. Mpoby NOAHOCTLIO NEPEHOCAT BO BTOPYIO €MKOCTb (OCHALLEHHYIO FePMETUYHOMN KPbILL-
Koin). EMKOCTb 3aKpbIBaloT.

B cnyyae ecnu npoGbl HAXOAATCA B rEPMETUYHO 3aKPbITbIX KOHCEPBHBIX 6aHkax, TO Npu HeobxoanMmo-
CTH, HE OTKPbIBAs, AOBOAAT UX A0 Temnepatypbl 30—40 °C, nogorpesasi Ha BOAAHON 6aHe. BaHKy OTKpbIBAIOT,
nepenuBaioT MOMOKO B JJOCTAaTOMHO 60rMbLUYIO NOCYAY, B KOTOPOI €r0 MOXHO TLaTeNnbHO nepemMeLuars. Mono-
KO MepeMeLLMBAIOT, NOKa BCSl Macca He CTaHET OAHOPOAHOMN.

B cnyyae ecnu npo6bl HaxoasTcs B rMOkux Ty6ax, To TyOy OTKpLIBAIOT M NEPEHOCHAT COAEPXKUMOE B
ApYrylo eMKoCTb. 3atem paspesatot Tyby, cockpebalor BeCb Matepuan, NPUIMUILLWIA K BHYTPEHHUM CTEHKaM, U
[06aBMAT €ro K CoAEPKUMOMY BaHKu.

8.4 Cyxoe monoko

TwaTtensHO nepemeLuMBaloT Npody NOBTOPAIOWMMUCA ABUXEHUAMU, BpaLlasi U NnepeBopaqmMBas eMm-
KOCTb. [Mpu HeoBxoaMMOCTU BCIO NPpOBY NEPEHOCAT B repMETUYHYIO €MKOCTb 0CTaTO4HOW BMECTUMOCTM.

8.5 Macno u MONOYHbIN XuUp

Mpoby noporpesaioT A0 Temnepatypbl 60 °C, NOKa Xup He pacnnasuTcs. [IeKaHTUPYIOT XUp Yepes npea-
BapuUTENbHO NPOrPETYI0 BOPOHKY C TAMMNOHOM U3 CTEKIMOBAThI.

8.6 Cbip

YKup 13 npobbl 0TAENAIOT, Kak onucaHo B ISO 3890-2.

8.7 [ipyrne MOnoYHble NPOoAyKTbl

Heobxoaumo obecnevnTb 0AHOPOAHOCTbL NPO6.

9 CywHOCTb MeToaa

9.1 OOwuMe nonoxeHusa

Mepea Ha4anoOM NPOBEAEHUA AHANM3OB OMEPaToPbl AOMKHbI 03HAKOMUTLCSA C NPUMEHSIEMbIM METO-
AoM. XomnocTble onpeferieHust NpoBOAAT A0 TEX NMOp, MOKa peakTUBbl He ByayT NPU3HaHbLI YA0BNETBOPUTENL-
HbIMU.

6
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Takum e 06pasom onpeaensiioT BENMUUHY U3BREYEHUs (recovery) Nnpyu KOHLUEHTPaLUsAX, COOTBETCTBYIO-
LLIMX MaKCUManbHO AOMYCTUMOMY YPOBHIO, MOKa OHW He ByayT KnaccuuuMpoBaHbl Kak YAOBNETBOPUTENbHBIE
(cm. pasgen 13). 3Ty xe npoueaypy 6e3 kakux-nubo uameHeHun cobnioaaloT NPy KaXkaoM aHanuse.

Ecnu HEBO3MOXXHO BbINMOMHUTL aHaNWU3bl B TE4EHUE OQHOTO AHSI, TO HEOOX0AMMO NpepBaTh UX HA HOYb,
COXPaHWUTb JKCTPAKT NpoObl B paCTBOPEHHOM Buae B GE3BOAHOM pacTBOpUTENE B XOPOLUO 3aKyrnOpPeHHOM
cocyae B xonoaunbHuke npu temneparype 0—5 °C. Henb3s npepbiBaTh 3KCTPAKLMIO, KOFIOHOYHYIO XpOMaTo-
rpacmio n T. A.

Wcnonb3oBaHue Apyrux, 0onee COBPEMEHHbIX UMW HOBLIX TEXHONOIWIA, NPUBOASLLMX K TAKUM XE Mnun
Aaxe nyqwum pesynsratam, 0053aTenbHO A0IMKHO GbiTb 060CHOBAHO.

9.2 3KcTpaKuma

B3aselwunBaloT onpeaeneHHoe KONUYecTBO NPobbl B Lenbix rpammax (£ 1 % ot macchl). Mepen akcTpak-
Liuen 3aMOPOXXEHHOMY MaTepuany AaloT OTTasATh, Tak Kak B Clly4ae ¢ HEKOTOpbIMU 3aMOPOXEHHbIMKU 06pa3s-
LaMn MOryT BOSHMKHYTb NpobnemMbl npu akcTpakuuu. Kaxxabin nepmoa romoreHu3aummu AOSMKEH ANUTLCA He
MeHee 2 MUH.

9.3 Ouucrtka

PasgeneHne npoBoAST B AENUTENbHON BOPOHKE B TEYEHME HE MEHee 2 MUH. KaXAoe, 3HepruyHo
BCTPAXMBAsA M MHOTAA CHWXAas AaBfieHne, OTKPbLIBAA 3anopHbI KpaH Npu nepeBepHyToW BOpoHke. Ecnu
9HEepruyHoe BCTPsIXMBaHUE NPUBOAUT K BOSHMKHOBEHMIO CTOMKUX IMYNbCUI, TO PEKOMEHAYETCA aKKypaTHOE
ANUTENBHOE BCTPSIXMBAHUE. SMYNbCUM MOTYT BbiTb paspyLueHbl 4o6aBneHnem 1—2 cM3 HaCbILLEHHOTO pac-
TBOpa XJlopuAa HaTpUs UM pacTeopa cynbdara HaTpus, HarpeBaHMeM Noja CTpyen ropsden sogbl nub6o
ueHTpudyrnposaHuem (cMm. pasgen 6). Npu pasaeneHuu cnoes nNOOYI0 YaCTb 3MYNbIMPOBAHHOIMO CroOA
OCTaBMAIOT C YaCTblO, KOTOPAs AOMKHA ObITb NOBTOPHO dKCTparupoBaHa unu otépoweHa. CKoOpoCTb 3Miou-
poBaHus yepes xpomaTtorpaduyeckme KOnoHkU 06bIMHO yKa3biBaeTCsa, HO, Kak NPaBuno, OHa AOMKHA ObiTb
B AnanasoHe oT 1 4o 5 cM3/MuH.

Ha aaHHoW cTaaumn npoueaypbl PEKOMEHAYETC 406aBUTL M3BECTHOE KOMMYECTBO NETYYero NeHTaxnop-
Gensona (unu 1,7-gubpomrenTtaHa) U MeHee neTy4ero BHYTPEHHEero craHgapta (Hanpumep, 1,2,3,4-TeTpa-
XnopHacdpTanuHa unu nsogpuHa). NeHtaxnopOeH30n NPUMEHSAIOT B KAYECTBE MHAMKATOPAa BO3MOXHbIX NOTEPb
necTMUMAOB Ha CTaaun ynapuBaHUA nyTemM CpaBHEHUS €ro BbICOTbI NMKa (Mnowagm) ¢ BbICOTON nuka (nno-
LWaabio) MEHEE NETY4Yero BHyTPEHHEro CTaHAapTa, KOTOPbI MOXET ObITb UCNONb30BaH AN uaeHTUduKaLum
(OTHOCMTENBHOTO BPEMEHM YAEPHMBAHUSY) U B LIENAX onpeaeneHusl Konmyecrsa.

He cnepyetr gonyckatb MOSIHOE ucrnapeHWe PacTBOPOB OPraHMYECKUX pacTBOpPUTENEi, ecrnu 310 He
NpeaycMOTPEHO 3apaHee.

10 NMoaroroBKa K UCMNbITaHUAM

B rasoBblii xpomartorpad (cM. 6.2) BBoAAT noaxoaawmin o6kem pacrsopa (ot 1,0 go 10 mm3), B 3aBu-
CMMOCTM OT YMCTOTbI SKCTPAKTOB, MOSYYEHHBIX B COOTBETCTBUU C UCMONMb3YEMbIM AHANUTUYECKUM METOAOM.
MonyyeHHas xpomartorpamMma AOMmKHA NO3BONATL YCTAHOBUTL Kak NPMpOoAY, Tak M NPMONU3NTENbHYIO KOHLIEH-
Tpauuio COeaNHEHWI, NPEeACTaBMNEHHbIX B 9KCTPaKTax.

11 KonnuectBeHHOE onpenerieHue

Ecnu B xope npeaBapUTENLHOIO KOHTPOMA BLIACHAETCA, YTO OCTATOMHOE COAEpXaHMe npubnuxaercs
UM NPEBLILIAET AONYCTUMBIA YPOBEHL, TO pe3ynsrarbl NPOBEPSAIOT, UCNONL3ysi 0AHY (M 6onee) AONONHUTENb-
Hyto [KX-KONoHKY C apyroit NONAPHOCTLIO. Ecnn pesynbrartel, NONYYeHHbIE C NOMOLLbLIO 3TON KOFNOHKW, NOA-
TBEPXKAAIOT NPeBbILLIEHME, TO He0OX0AUMO UCCNEA0BaTh eLLe He MeHEee ABYX HOBbIX 9KCTPaKTOB.

[na KONMYeCTBEHHOIO OnpeaeneHns roToBAT ABa CTAHAAPTHLIX pacTeBopa (cM. 5.2.6) onpeaenaembix
XIOpOpraHM4eckux coeiuHeHnin (cm. pasgen 10) B pacTeopuTene, MCnonb3yemMom Npu NPUroTOBNEHNN KOHEM-
HOro 9KCTpakTa, 0ObIMHO 3TO NETPONENHbIN IPUP UNKU H-TeKCAH. X KOHLIEHTpaLUMK AOMKHbI BKMIOYaTb BO3-
MOXHYIO KOHLIEHTPALMIO, OKMAAEMYI0 B KOHEYHOM JKCTpakTe (CM. pasaen 10). 3aTem B rasoBblil xpomaTorpad
(cm. 6.2) BBOAAT paBHble 00BbEMbI MONYyYEHHbIX KOHEYHbIX 9KCTPAKTOB M ABa CTaHAAPTHLIX pacTBopa. BaxHo,
yToObI MEepes BBOAOM M MOCHE BBOAA B XpoMaTtorpad) O4ULLEHHBIX NOPLUMI SKCTpaKTa ANA UCTbLITAHUA cneao-
Bano BBEAEHUE ABYX CTAHAAPTHbLIX pacTBOPOB. M3MepAIoT BLICOTLI NUKA UK NNOLWaan nuka.
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Pesynerarthl, Nony4eHHble ANs ABYX BBOAOB O4HOFO U TOTO XK€ CTaHAAPTHOIO pacTeopa, AOIKHbLI UMETb
pacxoxaeHue He Gonee 5 %. LienecoobpasHo nobaBneHue BHYTpeHHero ctaHaapta (cm. 9.3).

12 NoaTBepxparoWwme TeCTbl

MeToauKkn NoATBEMKAEHUSA UAEHTUYHOCTU UCCREeAYEMbIX XNIOPOPraHUYECKUX COeAUHEHUIN NCNONb3YIOT
B T€X Cny4asx, Koraa okasblBaeTcsl, 4TO MakcumarnbHO Aonyctumblin yposeHb (MRL) Obin npesbieH. MeTtoabl,
onucaHHble B ISO 3890-2/IDF 75, ponyckalot onpeaernieHme 0CTaTto4yHOro CoAepkaHus N0 BPEMEHU YA emKu-
BaHMA XMMUYECKUX COeMHEeHNI Ha KonoHkax MHKX. CneayeT ucnonb3oBaTb HE MEHee ABYX KOMOHOK C pas-
HOM MONAPHOCTBLIO. [OMONMHMTENLHO LIenecoobpa3Ho UCNONbL30BATbL METOALI KAanNUMMSPHOW Xpomarorpacuum,
TOHKOCIMOMHOW xpomartorpaduu (TCX), macc-cnekTpomeTpum, koddduumuenta pasaenenus, NKX-npoaykros
OKWUCMEeHWUs 1 Apyrux NpoaykToB npespaiueHunsa. Cum. Tawke ISO 3890-2/IDF 75-2.

13 O6paboTka pe3ynsratoB

13.1 BbluucneHue pesynsraTtoB

KoHueHTpaumio xnopopraHnyeckux COeamHeHMi B Npobe BbIMUCAAIOT U3 COOTHOLLIEHMS MIoLaaen Xpo-
marorpaMm oBpasLa u BHYTPEHHEro ctaHaapTa unu cepun craHaaproB. KoHUEHTpaumio BbipaXkaloT B nepe-
cyeTe Ha HaBecky nNnbo Ha xump (cM. 13.2.1) B COOTBETCTBUM C METOAUKON, NPOAYKTOM U BENUYUHOW HABECKM.
BbIxoa u3Bne4eHHOro BeLecTBa AomkeH ObiTb He MeHee 80 %, B NPOTUBHOM Crny4yae pe3ynsrarbl He NMPUHU-
MatoT BO BHUMAHHUE.

13.2 NpeacTaBneHne n BbipaxeHUe pesynsratos

13.2.1 Kak npasuno, cogepxaHue XnopopraHu4eckoro NecTuumMaa B MONMOYHbIX NPOAYKTaX BblpaXaeTcs
B nepecyeTte Ha »up. Ons MOMOYHbIX NPOAYKTOB C HU3KMM COAEPXaHUEM XMpa Nnyuylle BblpaXaTb pesynbrarbl
B MepecyeTe Ha HaBecky obpas3sua, Tak Kak Coaep KaHne Xupa B HEXMPHbIX MOMOYHbIX NPOAYKTax 3aBUCUT OT
MeToAa M3BneveHns xxupa (CM. NpunoxeHue A).

13.2.2 PekomeHAYeTCA onpeaensTb coaepXaHue Xupa COOTBETCTBYIOWMM MeToaoM (CM. bubnuorpa-
dui0) M NPeacTaBnATb €ro B NPOTOKONE BMECTE C pe3ynsrataMmu COAEMKaHNA XNOPOPraHM4eckux nectuuu-
noB. Kpome TOro, ykasbiBaloT CoaepKaHue XnopopraHuyeckux necTuLmuaoB (B MUKPOrpaMmax Ha Kunorpamm
Xupa npoagykta nubo B MMKpOrpaMmax Ha KUiorpamm npoaykra).

MpumMmevyaHue — YaobHeIM BapuaHTOM SBRSETCA 2-NPOLIEHTHOE coAepXKaHue xupa (no Macce).

13.2.3 B cny4ae ecnu HM 0AHO NOSYYEHHOE 3HAYEHUE OCTATOYHOIO CoAEpPXaHWUsA He NpUbNUXKAeTca u He
NpeBbILLIAET AOMYCTUMOrO YPOBHS, TO B NPOTOKON BHOCAT 3HAYEHUE, BbISIBFIEHHOE NPW €AUHUYHOM ONpeaeneHnn.

13.2.4 B cny4asix ecnu ogHo (unu 6onee) 3Ha4YeHUe 0CTaTOYHOrO COAEPXKAHNA AOCTUTHET UM NPEBLICUT
AONYCTUMBIN YPOBEHL, NOCTYNAIOT cneayiowmumM obpasom:

a) yCTaHaBMUBAIOT CpeaHee 3HaYeHMe KOHLIeHTPpaLMM U AnanasoH AN KaXaoro XnNopopraHn4ecKkoro co-
eanHeHns. CpeaHee 3HaYeHNe KOHUEHTpauuMu Npu onpeaeneHuy nNpoLeHTa U3BnevYeHun XnopopraHu4eckux
COEAUHEHUI HE KOPPEKTUPYIOT;

b) yctaHaBNMBAaIOT cpeaHee 3HAYEHUE NMPOLEHTA M3BIIEYEHUs U npeaen oOHapYXeHUS Ans Kaxaoro
3HA4YMMOro XropOPraHN4YECKOro COeANHEHUS;

C) NpuBOAAT NoAPOOHYI0 MHpOPMaLMIO O NOBTOPSEMOCTM, NMOMYYEHHOW HA OCHOBAHMW AUANAa3oHa pas-
HOCTW MexXay pesynbrataMmu, NonyvyeHHbIMU B nlabopatopun B pesynbrate aHanusa o6pasuyos ¢ go6askamu
noao6HOro npoaykra unu 06pasLoB, KOHTAMUHUPOBAHHLIX €CTECTBEHHLIM MYTEM,;

d) npuBoaAaT noapoGHyI0 MHOPMALUIO O BOCNIPOU3BOAUMOCTHU, MONYYEHHOW, KaK NPaBuno, Npu cpeaHen
KOHLIEHTPALMU, M3MEPEHHON B 9KCTPanNoNMpOBaHHON BbIDOPKE M3 AAHHbIX, NPUBEAEHHbIX B 13.2.2.

14 MNMpeun3nOHHOCTb

14.1 OueHka Npenu3InOHHOCTHU

MpeLusMoHHOCTbL OLUEHUBAIOT AHANUTUYECKUM METOJIOM B COOTBETCTBUM C TpeGoBaHuamu I1ISO 5725-1
u ISO 5725-2. Hekotopble o6wme KpuTepumn, OCHOBaHHbIE Ha OnbiTe, NpuBeaeHbl B 14.2 n 14.3 B kayecTse
PYKOBOACTBA A1 AHANUTUKOB.
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14.2 NosTOpPAEMOCTL

Kaxxgasi nabopaTopusi 4O/MKHa NepUOANYECKU YCTAHABNUBATL CBOKO COOCTBEHHYIO MOBTOPAEMOCTb
nocpeacTBOM aHanu3a npo6, B KOTOpble ObliM BBEAEHbl COOTBETCTBYIOLLME XJIOPOPraHUYECKue coeau-
HEHWSA, UM UCMOMb3ysA NPOOLI C ECTECTBEHHON KOHTAMWUHALMEN, KOHLEHTPaUUN KOTOPbIX GNM3Ku K Mak-
CUMAanbHO AOMNYCTUMbIM YPOBHAM. Takue npobbl AOMKHbI ObITh M3 TOrO ke MPOAYyKTa, YTO U HABECKU, U
N0MHbI BbITh NPeAcTaBneHsbl Kak 06blYHble BbIGOPKK, €CMU 9TO BO3MOXHO, 6e3 kakux-nubo ykasaHui Ha
UX 0COBEHHOCTH.

PacxoxaeHne Mexay MakCuMarbHbIM U MUHUMAMbHbLIM Pe3ynsTataMu Tpex onpeaeneHnin AoMmKHO ObiTb
MEHbLUE 3Ha4YeHWI, NPUBEAEHHbIX B Tabnuue 2. NMpoMEXyTOYHbIE 3HaYeHUA ONpeaensaioT nHTepnonsaymen no
rpaduky ¢ norapumuyeckum maclrabom Ha obenx ocsix.

Tabnuya 2 — lNoBTOpAeMOCTb

YpoBEeHb OCTATOUYHOMO COAEPXKaHNA, MI/KT PacxoxgeHrue, Mr/kr
0,01 0,005
0,1 0,025
1 0,125
MpumedaHune — B gaHHOM npumepe ypoBeHb ocTaTodHoro copgepxaHus 0,01 mr/kr sensetca 6rnmskum K
npeaeny obHapyXeHns.

14.3 BocnpousBoguMocCTb

Mcnonb3ytot Tabnuuy 3, KOTOpas OCHOBaHa Ha 3KCNEepPUMEHTAarnNbHbIX AaHHbIX. OnpeaensaoT NpoMeXxy-
TOYHbIE 3HAYEHNSI MHTEepNonsAUMeii no rpacduky ¢ norapudMuyeckum macuTabom Ha oBenx ocsax.

Tabnwuya 3 — BocnponasognuMocTb

YpoBeHb 0CTAaTOYHOIO COAePXaHWA, MI/KT PacxoxaeHue, Mr/kr
0,01 0,01
0.1 0,05
1 0,25
MpumedaHne — B AaHHOM Npumepe ypoBeHb ocTaTodHoro cogepkanus 0,01 mr/kr asnsetcs Bnuakum Kk
npeaeny obHapyXeHns.

14.4 NMpepen o6HapyxeHUA

TeopeTuyeckn npeaen oGHaApPYXEHWUs B NPOAYKTE OMPEAEnsioT Kak KOHLEHTPALMIO XNOpOpraHNYeckux
COEAMHEHWIT B MUKPOrpaMMaXx Ha Kunorpamm, kotopas GyLeT COOTBETCTBOBATL HA XpOMaTorpamMme 9KCTpaKkTa
BbILLIEYNOMSIHYTOrO MPOAYKTA HUXKHEMY U3MEPSIEMOMY MUKY BbICOTHI A, BLIMMCASIEMOMY N0 (hopMyre:

h=hgy +2Wg,,

rae hgy — CpeaHee YMCneHHoe 3Ha4YeHNe BbICOThI NMKa XOMoCToN NPobbl, paccHMTaHHoM oT 6a30B0Oi NIMHUK
[ANsi COOTBETCTBYIOLLETO BPEMEHU YAEPKUBAHUS;
Wz — uMcneHHoe sHadYeHne cpefHen amninTyasl POHOBOTO LyMa XONI0CTOM NPoBkl NpM COOTBETCTBY!O-
uiem BpemeHu yaepxusanus (Wgq MoxeT GbiTh OnpeseneHo rpadpueckn Kak cpeaHee sHauYeHue
(HOHOBOrO LLYMA B XONOCTON Npooe).

Mpenen o6HapyXeHUs 3aBUCUT OT CTENMEHU OUNCTKM cyBeTparta u yenosuit MKX (B 4acTHOCTH, TMNa u
TeMnepartypbl KONOHKUW, ra3a-HOCUTENS U YYBCTBUTENLHOCTN AeTeKTopa). Tak Kak 3TU yCNoBUst HE MOTYT ObiTb
TOYHO onpeaeneHsbl, npeaen obHapyXeHusi 40MKeH ObITb YCTAHOBIEH ANS KaXaou Npoueaypbl U B KaXoi na-
6oparopun. OBLWENPUHATO, YTO Npeaen 0bHapyXeHUsi OCTaTOMHOIO COAEPKaHUSA NECTULMAOB JOIDKEH COCTaB-
natb meHee 10 % OT MakcMManbHO AONYCTMMOrO NpeAena ero 0CTarto4Horo cogaepxanus. Ecnu makcumansHo

9
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AONyCTUMBI Npeaen 0CTaTo4HOro coaepxxanua paseH 0,05 mr/kr unu mexee, To npegen o6HapyxeHusi B 20 %
OT 3TOr0 3HaYeHWs 06OCHOBAH, UCKIIOYAA CNyYaun, KOrAa MakCUMAarnbHbI Npeaen 0CTaToMHONO COAEPKAHUS
YCTaHOBIIEH HA YPOBHE OGHapy>eHUst unmn 6nm3ko K Hemy.

15 MNporokon ucnbiTaHUn

[poTOKON UCNbITAHNI AOSDKEH BKITIOYATb:

a) BCIO MH(popmaLmio, HeOOXOAUMYIO AN NONHOW uaeHTUdUKaLMn Npobbl;

b) npumeHsieMbln meToa oTGopa Npo6, eCnu OH U3BECTEH;

C) UCMNOMb3yeMbIA METOA NPOBEPKU CO CCbINKOW HA HACTOSAILMI CTaHAapT,

d) nobble MOMEHTBI, He YKa3aHHble B HACTOsILLEM CTaHAApTe UM paccMmaTpuBaeMble Kak HeobasaTenb-
Hble, BMECTE C AeTansiMmu, KOTOPble MOTYT NOBMUATL HA MOSyYEHHbIE pe3ynbTaThl;

€) BHECEHHbIE MOMpPaBKU, €CNK B XONocToin npo6e Gbino nony4eHo 3HaveHue Gonee 2,5 mr;

f) nonyyeHHbIli(ble) pe3ynbTat(bl) UCNbITAHWIA; AaHHbIE NO NOBTOPAEMOCTH, ECIIU OHW BbINOIHAMNMUCH; KO-
HEYHLIN pesynbraT UCMLITAHWUN.

10
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lMpunoxexnue A
(cnpaBouHoe)

N3BneyeHune Xxupa u Xs0poOpraHUYECKUX COeAMHEHNI U onpeaesieHne coaepXaHus Xupa

A.1 O6wue nonoxeHus

XnopopraHudeckne CoefIMHEHUA CBA3aHbl C XXUPOBON (pasoil N ANA NPOAYKTOB C BBICOKUM COAEPXKaHUEM Xupa
(6onee 2 % no macce) 06bIMHO BhipaXatoTcs B MUKporpaMmax Ha Kurorpamm xupa. B Takux cnyqasx HeT HeobxogMmocTu
onpefenaTh cofepxaHne Xupa B npobe, HO HaJl0 U3MEPUTL COAlePXKaHNe OCTaTKOB XNOPOPraHUYECKUX COeUHEHWIA B U3-
BECTHOW Macce usBneveHHoro xupa. Ecnu konnyecTso xupa B npobe HeBenuko (MeHee 2 % No Macce), TO cogepXaHue
XNOPOpraHNYeckux NeCTULMAOB NPEACTaBNAIOT B NepecyeTe Ha HaBeCkKy, a 3aTeM ONpeAensaloT NPOLEHTHOE coaepxaHue
Xupa B HaBecke.

A.2 OnpeneneHue coaepxaHuna xupa

MpoBogAT onpepaenexune xupa B npobax ¢ HU3KUM cofepkaHueM xupa (MeHee 2 % no Macce) N6o B COOTBETCTBUU
CO CTaHJapTOM, KOTOPbIA pacnpocTpaHAaeTes Ha faHHbIA NPOAYKT (cM. Gubnuorpaduio), NM60 B COOTBETCTBUM C METOAOM,
KOTOpbIA faeT conocTaBiMble pesynesraThl.

MeTog aKkcTpauyun CokcneTa He NOAXOAUT AJA U3MEPEHUS Xupa B CYXOM Monoke. MHCTpyMeHTanbHble MeTOAbI
aHanu3a ¢ norroLleHnem B MHdpakpacHoi obnacTu Bce LUMpe NPUMEHSIOT ANA MOMIOKa U MOMOYHLIX NPOAYKTOB, U OHU
MOryT GbITb UCMOMb30BaHbl ANA U3MEPEHUSA cojepXaHuA Xupa B o6pasuax ¢ HU3KUM coaepXKaHueM xupa.

A.3 M3BneueHmne xupa u X1opopraHMYecKkMx coeAnHeHUI

K MeTofaM aKCTpaKkLmMu OTHOCATCS:

a) aKkcTpakyusa Cokeneta Ans HEXUAKUX MOMOYHLIX NPOAYKTOB;

b) KornoHoYHasa aKcTpakuus ANA BCEX MOMOYHbIX MPOLYKTOB;

c) metog akcTpakuyum AOAC (meToa, paspaboTaHHblii AMepukaHCKUM 06LLecTBOM XMMUKOB-aHaIMTUKOB) ANt MO-
1oKa 1 KUAKUX NPOAYKTOB.

NPEAYNPEXAEHWE — He aonyckaetcs nonHoe ucnapeHue pacTBOpPOB OPraHMYeCcKUX pacTBopuTenen, Tak
KaK 3TO MOXET MPUBECTHU K NOTEpe XNOPOPraHUYECKUX CoeaUuHEeHUN.

A.4 PeaKTuBbl

MPUMEHSIOT peaKkTuBLI TONMLKO YCTAHOBMEHHON aHanuTUYeCKoi kKBannduKkaLum, ecnm He YCTaHOBNEHO UHOe, a Tak-
XKe AUCTUNNUPOBAHHYIO MU AeMUHEPanU30BaHHYI0 BOAY UK BOAY 3KBMBASIEHTHOW CTEMEHMW YUCTOTHI.

A.4.1 Celite 545").

Mepen npuMeHeHWeM HarpeBatoT npu Temnepatype 600 °C B TeyeHUe 4 4. XpaHAT B repMETUYHOM COCyAe.

A.4.2 Cynbdat HaTpus Be3sogHblin (Na,SO,).

Mepen npuMeHeHWeM HarpeBatoT npu Temnepatype 600 °C B Te4eHUe 6 4 U 3aTEM OXNaXAAIoT B SKCUKaTope.

A.4.3 Mopckoii necok, NPoMBIThIA KucroToit (Hanpumep, Merck Ne 77121).

Mepen npuMeHeHWeM HarpeBatoT npu Temnepatype 600 °C B Te4eHUe 5 4 U 3aTeM OXNaxAaloT B SKCUKaTope.

A.4.4 lMeTponeiiHbiii achup ¢ TeMmnepaTypol kuneHus ot 40 go 60 °C.

Mepen NpUMeHeHWEM BbIAepPXWUBAKOT Haj rpaHynamu rugpokcuaa HaTpus U AUCTUNTIUPYIOT.

A.4.5 Metaron (CH;OH) unu staHon (CH,CH,OH).

A.4.6 dustunosslit apup (C,H5;0C,H;) Ges nepekucu.

Mepen npuMeHeHWeM nofdBepratoT NOBTOPHOW NeperoHKe.

A.4.7 H-rekcaH [CH3(CH,)4CH5].

Mepen NpuMeHeHWeM NofBepratoT NOBTOPHOW NeperoHKe Haj rpaHyrnamu ruipokcuaa HaTpus.

A.4.8 AuyetoH (CH5COCH,).

Mepen NpyMeHeHWeM NofBepratoT NOBTOPHOW NEePEroHKe Haj CTEKNSHHLIMU LLapUKaMu.

A.4.9 Okcanart Hatpus (Na,C,0,) unu okcanar kanus (K,C,0,).

A.5 O6opyaoBaHue

MpumeHaeTcsa obbi4Hoe nabopaTopHoe 060pyAOBaHNe, a TakkKe YkasaHHOe HUXE.
A.5.1 CywnnbHbIN WKad, no3sonstoWwuii nogaepxusats Temnepatypy (102 +2) n (250 + 25) °C.

) Mpumep NoaXoAsLWMX NPOAYKTOB, MMetOLMXCA B npoaaxe. [laHHas uHgopMauus npuseaeHa Ans yaobcTea
norib3oBaTeneit HacTosLLero cTaHaapTa.
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A.5.2 LleHTpudpyra B3pbiBo6e30NacHOro TUna, ocHalleHHas CTEKINSAHHLIMU Npobupkamn BMecTUMocTb0 200—300 cm3u
crnocobHas BpawaTtkes ¢ Yactoton 2000—4000 06/MuH.

A.5.3 SkcTpakumoHHbIn annapaT CokecneTa, B KOTOPLIA BXOASAT:

a) KpyrriofioHHasi kon6a BMeCTUMOCTbIo0 500 cm3;

b) aKkcTpaKLMOHHan Kamepa BMECTUMOCTbI0 okono 200 cm3;

C) NapyunanbHbIil KoHgEeHcaTop;

d) MICTOMHUK HarpeBa (HanpuMmep, HarpeBaTerib C KOXYXOM).

A.5.4 MNecok, MacrsiHaa unu naposas 6aHsi MoLyHocThio 400 BT

A.5.5 BannoH, cogepxXalyuit Cyxoi UHEPTHLIN ras, 06opyaoBaHHbIN LUIMUHAPUYECKUM YCTPONCTBOM € NPOKNazaKon
n3 MTP2.

A.5.6 MNunetku.

A.5.7 Becsl, nossonsiowue B3pewmnsaTtb ¢ TouHocTbio 0,001 r B gnanasoHe 0,01—1000 .

A.5.8 PoTopHIit ucnapuTens ¢ UcnapuTenbHEIMM Konbami BMecTUMocThio 500 e,

A.5.9 YcTpoicTBO ANA U3MenbB4EHUs NPOAYKTOB NUTaAHUSA XUBOTHOIO NMPOUCXOXAEHUA (HanpuMep, cMecuTenb, MUK-
cep, WapoBasi MenbHULa).

A.5.10 OKCTpaKUWOHHasA KOOHKa, COCTOsILLasi U3 CTEKNsIHHOW TpyOku BHYTpeHHUM auameTpoM 12 MM n obuieit
AnuHol 300 MM U UMetoLas KanunnapHoe BLIXOAHOE YCTPOWCTBO U BEPXHIOK YacTb ANIMHOK 100 MM 1 BHYTPEHHUM gua-
mMeTpoM (50 * 1) Mm.

A.5.11 Yacosble cTekna guametpom 100 mm.

A.5.12 CTynKa ¢ NeCTUKOM.

A.5.13 lNogpupoBaHHasa 6ymara ansa ounsTpoBaHus guaMeTpomM okono 300 MM, NPOMbITasi pacTBOpUTENEM.

A.5.14 3KcTpaKyMoHHbIE rUnb3bl (HeobA3aTensHo).

Mepen skcTparmpoBaHuem obpabaTbiBaloT pacTBOPUTENEM U NOMELLAIOT B CTEKIISIHHYIO KaMepy MO reKCaHOM.

MpuMmevyaHue — Vcrnonb3oBaHUe SKCTPAKLMOHHBLIX MIIb3 MOXET NPUBOAMUTL K NOSIBIIEHUIO NPUMeceli B 3KC-
TpakTe o6pasua (MHTepdEepPeHLMOHHEIM NKaM B ra3oBoi XpoMaTorpamMmMe).

A.5.15 BaTa u cTeknoBaTa, XMMUYECKN YNCTLIE.

Mepesn NPUMEHEHUEM BKCTparupyroT aLeToHOM/rekcaHOM U XpaHsAT B konbe ¢ rekcaHoM.
A.5.16 CTeknsAHHbIE BOPOHKN C KOPOTKOW M ASTMHHOW HUXHER YacTblo.

A.5.17 denutenbHble BOPOHKM.

A.5.18 CTeKnsiHHbIE LUAPWKKN U CTEKMAHHbBIE Mariovku, NPoMbIThIE B pacTBOpUTENe.
A.5.19 CTakaHbl pa3nuyHbIX pasmepos.

A.5.20 MepHble konbbl.

A.5.21 Ckanbnenu v NUHLETHI.

A.5.22 BopocTpyiiHbIi Hacoc.

A.6 MeTtoabl aKCTpakuuu

A.6.1 dkcTpakuusa Cokenera

KpyrnoaoHHyto konBy BMecTuMocTho 500 cm3 (A.5.3), coaepxallyto NsSTh CTEKMAHHBIX LWapukos (A.5.18), Harpesa-
t0T B cylunnbHoM wkady (A.5.1) o Temnepatypbl 102 °C B TedeHune 30 MuH. OxnaxaatoT 4O KOMHATHOW TemnepaTypbl U
B3BelUMBaloT. MNpouenypy CyLLUKV NOBTOPSIOT, NOKa He Nony4YaT NOCTOAHHY0 Maccy, HanpuMep, Korfa fjBa nocrnefosarens-
HbIX B3BELUMBaHUs pasnuyatotes He Bonee yem Ha 0,01 .

Mpoby B3BelUMBatOT NPAMO Ha YacoBoM cTekne (A.5.11). Cbip HeobxoanMo XopoLlo naMens4uTb. MNpoby nomeryatot
B cTynky (A.5.12) n xopoLuo nepeTuparT co cMeckto necka (A.4.3) 1 cynbdarta Hatpus (A.4.2) (1 : 1 no macce) go nony-
YeHUS «CyXoroy» mopoLuka. Takke MOoXHO ucnonb3osaTb Celite 545 (A.4.1). Tpebyemoe KonuyecTBO cynbdara HaTpus
(A.4.2) n necka (A.4.3) 3aBUCUT OT Konm4ecTBa NPoAYyKTa U cogepxaHus B HeM Bogbl. CMeCb KONUYECTBEHHO NEPEHOCAT
Ha dunsTpoBanbHyto Gymary (A.5.13).

CTynKy, NecTUK N YacoBble CTeKna NpoTuparoT BaTHbIM TaMmnoHoM (A.5.15), CMOYeHHbLIM NeTponeiHsIM 3ahUpom
(A.4.4). Baty Takke knagyT Ha dunsTpoBanbsHyto ymary (A.5.13), KOTopyto NoMeLLatoT B kamepy akcTpakTopa CokcneTa.

3aTtem Bo B3BelUeHHyto konby (A.5.3) nomelyatoT Npoby U NPOBOAAT IKCTparupoBaHue B TeveHue 6 4 (A.5.3) ¢
250 cM neTponeitHoro acupa (A.4.4). PacTBOpUTENb YAANAKT ¢ NOMOLLbK POTOPHOro ucnapuTens (A.5.8) npu TeMne-
patype okono 50 °C npu NoHWXeHHOM AaBfieHWH, UCMonb3ysa BOAOCTPYIHLIA Hacoc (A.5.22), 3aTem Konby B3BELUMBALOT.
HaHHyto npoLeaypy NOBTOPSAIOT, NOKa He ByAeT Nony4YeHa NocToaHHaa Macea, T. €. Koraa fjBa nocnefosaTenbHbIX B3BELLM-
BaHWsA pasnuyatotcs He Bonee yeM Ha 0,01 .

A.6.2 KonoHo4Has aKcTpakuusa

B cTynke (A.5.12) nnu waposoii MenbHULE (A.5.9) onpeseneHHoe Konu4ecTBO Npobbl TLWATEIEHO NEPETUPALOT CO
cMecbto necka (A.4.3) n cynbdbata HaTpus (A.4.2) (1 : 1 no macce) [0 NONYyYEHUA «CyXoroy» nopoLuka. Mpu akeTpakumu
CYXOro Moroka nepej nepeMeLuMBaHmeM ero oCTOPOXHO BoccTaHasnmaatoT (9 : 1 no Macce) ¢ AUCTUNNMPOBaHHOW BOgON.
[MepeHoCcAT 3Ty CMecb B 3KCTPaKLMOHHYHO KONOHKY (A.5.10), npeasapuTensHO HanonHeHHy HeGOoMbLUMM KONUYEeCTBOM
cteknoBarhl (A.5.15) n cynedatom HaTpus cnoeM 2 cM (A.4.2). SntompytoT Cyxyto KONOHKY cMechkio H-rekcaHa (A.4.7) un

12



rocT ISO 3890-1—2013

aueToHa (A.4.8) (2: 1 no o6beMy). KonnyecTso pacTBOpUTENSA 3aBUCUT OT Macchl M NpMpoALl obpasLia. Intoat, cobpaHHbIii
3a HOYb, MOMeLLakT Bo BpaLyatoLmuiicsa ncnaputens (A.5.8), kak onncaHo B A.6.1.

A.6.3 OKcTpakuMoHHbIN MeTopg AOAC

A.6.3.1 B TeyeHune 1 MuH. BeTpsixubatoT 100 cm3 Monoka ¢ 100 cm3 meTaHona (A.4.5) n 1 okcanara HaTpus (A.4.9)
B 4eMn1TeNbHOM BOpoHKe BMeCTUMOCTLIo 500 cm3 (A.5.17). JobasnstoT 50 cm3 anaTunosoro adupa (A.4.6) 1 BCTPAXMUBAKT
elye B TedeHe 1 MUH. TTOBTOPSIOT NpoLieaypy ¢ 50 cm> netponeitHoro adupa (A.4.4).

A.6.3.2 B ka4ecTBe ansrepHaTuBbl KONUYECTBO MPobbl U peakTUBOB MOXET ObiTb YMEHLLUEHO BABOE OT NepBoHa-
yarnkHoro obbema gobasnernem 50 cm3 (1 : 1 no obbemy) cmecn AuaTUNOBOro acupa (A.4.6) N neTponeitHoro acpupa
(A.4.4). B aTom criyyae cMecb CneayeT SHEPrMYHO NepeMelunBaTh B Te4eHne 2 MUH. [anee noctynat cnejyowmm o6-
pasom.

A.6.3.3 Mocne pasaenenus a3 LeHTpUDYrupoBaHueM B TedeHne 5 MUH. nNpu YacTtote BpaweHus 1500 o6/MuH
OpraHUYeckyto thasy NEPEHOCST B APYTYIO AAENUTENbHYIO BOPOHKY (A.5.17) 1 ABax /bl 3KCTparupytot cMechio 50 cm3 anatu-
nosoro agupa (A.4.6) n netponeiiHoro acpupa (A.4.4) (1: 1 no o6vemy). NpomMeiBatoT 06benHeHHbIe hasbl pacTBOpUTENs
Boaoi o6bemom 400 cm3 1 BoaHBIN croit oTEpackiBaloT. BeicylLMBAIOT pacTBOpUTENM Hap cyrbdaToM HaTpusa (A.4.2) u
BbINapuBaloT J0 NOCTOSHHON Macchl BO B3BELLEHHOMN Komnbe, Ucnonb3ya poTopHblil ucnaputens (A.5.8).

A.6.4 JKkcTpakuua ana mMacna

O6pasely HarpesaloT o TemnepaTypbl 50 °C 1 gekaHTUPYIOT Yepes cyxol Tennblid unsTp. MacnsaHbIA xup pactBo-
PAOT B COOTBETCTBYIOLWEM pacTBopuTene.
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Mpunoxexnune B
(cnpaBouHoe)

AHanus B NpucyTCTBMU NONUXNOPUPOBAHHbIX OuceHMNoB

B.1 O6wue nonoxeHus

OcrtaTkn nonuxnopuposaHHbIx 6udeHnnos (MXB) (cMecn U30MepoB, MOMy4YeHHBLIX OT XopupoBaHusi GudeHuna)
4acTo HaxoAAT B MuLle, B OCHOBHOM B MULLEBbLIX NPOAYKTaX XUBOTHOMO NMPOUCXOXAEHUS, a TakKe B HEKOTOPLIX BUAax
ynakoBo4YHoro matepuwana. MeTogbl akcTpakumu, pasgenenus MNMXB n XOMN umetot GonbLuoe cxoacTBo. Ha xpomaTtorpam-
Me, nosnyyYeHHoi ¢ noMoubsto X, nukn NXB MoryT Hanaratbecs Ha NUKK onpegeneHHbiX XNopopraHnYeckux NecTuymaHbIX
coepunHeHnin (ocoBeHHO aTo KacaeTcsa coefuHeHWA rpynnel AAT), 4To fenaeT ux onpeaeneHne AoCTaTouHO 3aTpyaHUTENb-
HbIM. B Ka4ecTBe npuMepa: B Criydae CunbHO XnopupoBaHHbIX BudeHunos cogepxanue 1 Mr/kr MNXB MOXeT UMUTWMpoOBaTb
ypoBeHb ocTaTouHoro cogepxanuns 0,1 mr/kr n,m-40T.

B.2 PasgeneHne nonuxnopupoBaHHbIX BUHEHNIIOB U XNOPOPraHMYECKUX NeCTULMAOB NOCPeaCTBOM
KONIOHOYHOI XpomaTorpacuu unu NpMroToBreHMeM Npou3BOAHbIX

Bbino paspaboTaHo HECKONbko MeToAoB oTAeneHus MXB oT xnopopraHUYeckux NeCTULMAOB: C NMOMOLLBIO CUMU-
karens, unu FlorisilD, unu okeuga antoMUHKUA/aKTUBMPOBaHHOMO YIS, UMK TonbKo gpesecHoro yrns. MXB otgensioT ot
XnopopraHn4eckux NecTULMA0B NOCPEACTBOM MCMNONB30BaHNS pacTBOPUTENER, UMEIOLWUX pa3nnyHyto nonsapHocTe. MNXB
3MIOMPYIOT NEPBLIMU, 3aTEM 3THOUPYIOT XJIopopraHnyeckue nectuunasl 6ornee nonspHeiM pactBoputenem. OTgeneHve ot
n,m-00E vHoraa npobnematnyHo. Cnefbl MOMAPHBIX PacTBOPUTENER UMW UBMEHEHUSI B aKTWBHOCTU CUnUKarens MoryTt
npuBeCTU K coantompoBaHuto Yacth n,m’-A0E smecTte ¢ [XB.

MXB v anbApuH aNOUPYIOT NEpBLIMU U3 CUMMKareneBon KOMOHKW NETPOoneiHbIM 3hrpoM, 3aTeM SMoUpYIOT Apyrne
XrnopopraHudeckne necTULWAbl CMeckio pacTBOPUTENEN, COCTOsLLEH U3 aleToHnTpunalrekcaHa/ guxsiopmerana (1 : 90 : 80
no obbemy).

B cnyvasix, korga Hanuuue n,m’-A0E BbI3biBaeT TPYAHOCTU B KONMHYECTBEHHOM OMpPEeAENeHUn, OTAENeHUe 3Toro
OOT-meTabonuTa MOXeT 6bITb JOCTUrHYTO NOCPEACTBOM MOMyYEHUA ero npoussogHoro. Tpuokecug xpomMa (CrO,) B ne-
LSIHOI ykcycHol kuecnoTe okuenset n,n’-40E Ao n,n'-auxnopbeHsoderoHa. MXB ocTaeTca NpakTUHECKU HE 3aTPOHYTHIM.
OKcTpakT obpabarbiBatoT CrMPTOBLIM PacTBOPOM LLENouu, nepea TeM Kak OKUCNEHWEe aHTUAPUAOM XPOMOBOW KUCMOTHI
MOXET noATBepAnUTL Hanuune n,n-AA0T 8 npucytcteumn NMXBE. B aaHHoi npoueaype n,n’-A0T nepBbiM NnpeobpasyeTtcs Lie-
noubto B n,n’-A0E, KoTopbli 3aTeM okucnAeTcs B N, -AUXN0pGEH30PEHOH.

KanunnspHas KoroHoYHas razoBas Xxpomatorpadus MoXeT n3basuTb OT HEOBXOAUMOCTYU pasfeneHns ¢ NOMOLLbIO
KONOHOYHO XpoMaTorpacun U ynyyLuTs onpeaeneHne Konu4ecTsa XNopopraHndeckux NectTulyuaos B npucyTeTeun MXB.

) Mpumep npopykTa, UMelowerocst B Npoaaxe. JaHHas UHGOPMALMA NpuBeeHa ANA yao6CTBa NMonb3osaTeneil
HacTosILLero craHaapTa.
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Mpunoxenue OA

(cnpaBouHoe)

CBefeHUs 0 COOTBETCTBUM CCbINTOUYHbIX MeXAayHapoOHbIX CTaHOAPTOB

Tabnunya OA1

MEXrocyaapCcTBeHHbIM CTaHAapTam

O6o3Ha4yeHne ccblnoyHoro CTeneHb O6o3Ha4YeHne 1 HaMMeHoBaHWe
MeXAyHapo4HOro cTaHaapTta COOTBeTCTBUA COOTBETCTBYIOLLEro MexrocyaapcTtBeHHoOro ctaHgapra
ISO 3890-2/IDF 75-2:2009 IDT MOCT ISO 3890-2—2013 «MoMnoko n MonoYHble NMpOAYKTHI.
OnpeAeneHne 0CTaToOMHOrO cogepXaHnusa XNopopra-HUYeckunx
coefMHeHnA (necTuumaos). Yactb 2. MeTofbl OYUCTKU SKC-
TpakTa u nogTBepXaeHune»
ISO 5725-1:1994 IDT MOCT NCO 5725-1—2003* « TOMHOCTb (MPaBuUrbHOCTL 1 MNpe-
LIU3MOHHOCTL) METOAOB U PesynsTaTtoB MaMepeHun. Yacts 1.
O6Lumne NpUHLUMMLl U onpeaeneHusa»
ISO 5725-2:1994 IDT MOCT NCO 5725-2—2003** « TOMHOCTL (NPaBUNBHOCTL U MNpe-

LIU3MOHHOCTL) METOA0B WU pe3ynsraToB U3MepeHunin. YacTtb 2.
OcHoBHOW MeTof onpefeneHns NoBTOPSIEMOCTU U BOCNPOU3-
BOJJMMOCTUW CTaHRAPTHOrO MeTo/la U3MepEHUii»

BETCTBUA CTaHAapToOB!

- IDT — ngeHTuYHbIe cTaHAapThI.

* B Poccwiickoin Geaepauun aeiictayet FOCT P 5725-1—2002.
* B Poccuiickoit Pefepauyun aeiictyet FOCT P 5725-2—2002.

MpuMedvaHUe — B HacTosLeil TabnuLe UCNONL30OBAHO cheaytoLee YCNOBHOE 0603HaUYeHNe CTENEHU COOT-
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Bubnuorpadus
[11 1SO 707/IDF 50 Milk and milk products — Guidance on sampling (Monoko n Mono4Hble NpoaykTel. Pykosoa-
cTBO Mo oT6opy npob)
[2] 1SO 1211/IDF 1 Milk — Determination of fat content — Gravimetric method (Reference method) [Monoko.
OnpegeneHue cogepxaHus xupa. paBumeTpudecknii MeToq (KOHTPONbHLIA MeToA)]
[3] 18O 1736/IDF 9 Dried milk and dried milk products — Determination of fat content — Gravimetric method

(Reference method) [Monoko cyxoe u cyxue MonodHble NpoaykTel. OnpeaeneHue copep-
KaHus xupa. MpaBUMETpUYECKNiA METOZ] (KOHTPONbHLIA MeToA )]

[4] 1SO 1737/IDF 13 Evaporated milk and sweetened condensed milk — Determination of fat content — Gravi-
metric method (Reference method) [Monoko cryweHHoe cTepunn3oBaHHoe 1 CryleHHoe Mo-
noko ¢ caxapoM. OnpefieneHne coaepXaHua xupa. [paBUMETPUHECKNA MeTos (KOHTPOrb-
HbI MeTog)]

[5] 1SO 1854/IDF 59 Whey cheese — Determination of fat content — Gravimetric method (Reference method)
[Chip cbiBOpOTOYHO-aNLOYyMUHHLIA. OnpefeneHue coaepaHnua coipa. [paBUMETpUYECKUii
MeTog (KOHTPOSbHbIA MeTOA )]

[6] 18O 2450/IDF 16 Cream — Determination of fat content — Gravimetric method (Reference method) [CrinBku.
OnpepeneHune coaepxaHus xupa. [paBUMeTpUYECKUii METOA (KOHTPONBHLIN MeToa )]
[7] 1SO 7208/IDF 22 Skimmed milk, whey and buttermilk — Determination of fat content — Gravimetric method

(Reference method) [Monoko obeaxupeHHoe, ceiBopoTka U MaxTa. Onpeaenenne cogepxa-
HUS xupa. [paBUMETpUYecKknini MeTos, (KOHTPONbHbLINA MeToA)]

[8] SO 8260/IDF 130 Milk and milk products — Determination of organochlorine pesticides and polychlorobiphe-
nyls — Method using capillary gas-liquid chromatography with electron-capture detection
(Monoko 1 monoYHble nNpoaykTel. OnpeaenexHne cofepxaHus XnNopoopraHUYeckux coeau-
HeHWI necTUUMaoB U nonuxnopbudeHunos. MeTog ¢ NPUMEHEHNEM KanUNAPHOW rasoxua-
KOCTHOW XpomaTorpadmn ¢ AeTEKTUPOBaHNEM NO 3axBaTy AeKTPOHOB)

[9] 1SO 8262-1/IDF 124-1  Milk products and milk-based foods — Determination of fat content by the Weibull-Berntrop
gravimetric method (Reference method) — Part 1: Infant foods [[poaykTbl MONOYHbIE U
NPoAYKThI NULLEBLIE Ha OCHOBE Moroka. OnpefeneHne coaepXaHus Xupa rpaBuMeTpude-
CKMM MeTogoM Beiibynna — BepHTpona (KoHTporbHbIi MeTog). YacTb 1. MpoaykTsl AeTckoro
MUTaHWA)

[10] ISO 8262-2/IDF 124-2 Milk products and milk-based foods — Determination of fat content by the Weibull-Berntrop
gravimetric method (Reference method) — Part 2: Edible ices and ice-mixes [[poayKTbl Mo-
NoYHbIe M NPOZYKThI NULLEBLIE Ha ocHOBE Moroka. OnpeaeneHne coaepXaHus Xupa rpasu-
MeTpUYeckuM MeTog Belibynna — BeHTpona (KOHTponbHbIN MeTog). YacTb 2. MopoxeHoe
¥ CMecH L MOPOXEHOro]

[11] 1SO 8262-3/IDF 124-3 Milk products and milk-based foods — Determination of fat content by the Weibull-Berntrop
gravimetric method (Reference method) — Part 3: Special cases [[poayKTbl MONOYHbIE
¥ NPOAYKTHI NULLEBLIE Ha OCHOBe Mofoka. OnpefeneHne copepXaHus Xupa rpaBUMeTpu-
Yeckum MeTofoM Belibynna — BeHTpona (KOHTponbHbI MeTog). YacTb 3. CneyunanbHble
cnyyau]

[12] 1SO 8381/IDF 123 Milk-based infant foods — Determination of fat content — Gravimetric method (Reference
method) [MpoAyKTHI ETCKOro NMMTaHWA Ha ocHoBe Monoka. OnpeaeneHne coaepxaHus xupa.
MpaBuMeTpUYECKUil MeToa (KOHTpOnbHLIA MeToa)]

[13] Gunther F.A, Blinn R.C., Kolbezen M.J., Barkley J.H., Harris W.D., Simon H.S. Microestimation of 2-(p-tert-butylphe-
noxy)isopropyl-2-chloroethyl sulfite residues. Anal. Chem. 1951, 23, pp. 1835—1842 [Onpeaenenune cofepxaHus
MUKpOKoMnu4ecTB 2-(napaTpeT-6yTUNndgeHoKCM)M30Nponun 2-xnopo-aTun cynbouT]

[14] Burke J.A., Mills PA., Bostwick D.C. Experiments with the evaporation of solutions of chlorinated pesticides. J. AO
AC 1968, 49, p. 999—1003 (SkcnepuMeHTarbHble UCMbITaHNA NyTeM BbiNapuBaHWUA pacTBopa XNopcogepXalyux ne-
cTMynaos)
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