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Mpeancnosue

Llenn v npuHumunel ctaHgapTusauumn B Poccuiickon ®efepaunm yctaHosneHsl ®egepanbHbiM 3akOHOM
oT 27 nekabpsi 2002 r. Ne 184-93 «O TexXHUYeCKoM perynmpoBaHimny, a npasuna npuMeHeHnst HaunoHanbHbIX
ctangapToB Poccuiickonn ®egepaumn — FOCT P 1.0—2004 «CtanpapTtusaumns 8 Poccuiickon degepaumn.
OCHOBHbIE MOMOXeHUsI»

CBepeHUsA o cTaHaapTe

1 NMOArOTOBNEH MNocyaapcTBeHHbIM 06pasoBaTenbHbBIM y4pexaeHeM BeicLierc npoceccuoHanbHo-
ro o6pasoBaHuna «MOCKOBCKUIA rocyAapCTBEHHbIN YHUBEPCUTET NULLEBLIX NPoU3BoAcTB» MUHUCTepcTBa 06pa-
3oBaHust Poccuirckoir  Pepepaummn (FOY BIMO MIYMM) wn Ceprues-MNMocagckum  dunuanom ery
«Menpgeneesckuin LICM» (UcnbiTaTensHblR LeHTP)

2 BHECEH TexHu4eckumM komuteToMm no ctaHgapTtusaunm TK 093 «MpoaykTel nepepaboTkn dpykTo.,
oBoOLLei 1 rpuboB» 1 MocyaapcTBeHHEIM 06pa3oBaTenbHBIM yUpexaeHUeM BbicLiero npodeccuoHansHoro 06-
pasoBaHna «MOCKOBCKUIA rocy4apCTBEHHBIA YHUBEPCUTET NULLEBLIX NPon3BoACcTB» MuHUcTepcTBa 06pasosa-
HusA Poccuinckon ®egepaupm (TOY BMO MIYMAM)

3 YTBEPXOEH W BBEJEH B IEMCTBMWE Mpukazom ®PenepansHOro areHTCTsa No TeXHU4eckomy pe-
rynMpoBaHuto 1 metponorin oT 18 gekabps 2008 r. Ne 567-ct

4 B HacToslleM cTaHaapTe y4TeHbl OCHOBHbIE HOPMATUBHbBIE NOMOXEeHNS CreayroLLnX MexayHapoaHbIX
(pervoHanbHbIX) cTaHAapTOB:

- CODEX-STAN  247—2005 «EguHblin  cTtanpapT Ha  pyKTOBbIE COKM W HEKTapbl»
(CODEX-STAN 247—2005 «Codex general standard for fruit juices and nectars») B 4yacTu Tpe6oBaHuii k o6ec-
NeyYeHnto kauecTsa, NoaAMHHOCTU, HeoBXoANMMOro cocTasa U MeTOA0B OLEHKWU NokasaTenei CoKoB U HekTa-
poB;

- CAC/GL 56—2005 «[MpoaykTbl nuLieBble. PykoBoasLime ykasaHusi Mo NpUMEHEHUIO MeToAa XpoMaTo-
Macc-CreKkTpoMeTPUM AN naeHTUdUKaLMmn, NoaTBEPKAEHUS U KONMMYECTBEHHOIO onpeaeneHusl OCTaTouHbIX
konuyects nectuumgos» (CAC/GL 56—2005 «Guidelines on the use of mass spectrometry (MS) for
identification, confirmation and quantative determination of residues») B 4acTu 061X MeTOOONIOTMYECKUX TPE-
6oBaHuiA K 060pyaoBaHMIO AN XpoMaToMacc-CrnekTpoMeTprmn 1 crnocobam geTtekumn

5 BBE[EH BIMNEPBbIE

UHbopmayusi 06 usaMeHeHUsIX K Hacmosilemy cmaHOapmy rybriukyemcsi 8 exe200H0 u3fasaeMoM UH-
ghopMayUOHHOM yKka3amerne «HayuoHanbHble cmaHdapmbl», @ MeKcm U3MeHeHUl U rornpasoK — 8 exeMme-
CSIYHO u3dasaeMbix UHGhoOpMaUUOHHbIX yKkazamensix «HauuoHansHble cmaHdapmel». B cniydae nepecmompa
(3aMeHbi) unu ommeHsl Hacmosileao cmaHdapma coomseemcemeyrowjee yeedomiieHue 6ydem ornybrukosaHo
8 eXXeMeCsIYHO uzdasaeMoM UHhopMayLOHHOM ykazamene «HauuoHansHeie cmaHdapmely. Coomeemcemay-
rowjas uHghopmayusi, yeedomMrieHue U mekcmsi pa3Mewaromces makxe 8 UHghopmMayuoHHol cucmeme obye2o
ronb308aHusi — Ha oghuyuanbHoM calime PedepanibHO20 azeHmMcmea o MexXHUYECKOMY peayriuposaHuro U
Memporioauu 8 cemu YIHmepHem

© CraHgaptuHdopm, 2009

HacToAwuin ctaHaapT He MoXeT BbITb MOMTHOCTLIO UM YacTUYHO BOCNPOM3BEdEH, TUPaXMpoBaH 1 pac-
NpocTpaHeH B Ka4yecTse odmumansHoro usaaHus 6es paspelueHust degeparnsHOro areHTCTBa Mo TeXHUYEeCKo-
MY PerynupoBaHuio 1 MeTpororum
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HAUUMWOHANBbHBLIA CTAHJBAPT POCCUNCKOWN GEREPALMUMNU

COKU U COKOBAA NPOAYKLNA
WOEHTU®UKALIUA

OnpeaeneHue apoMmaTrob6pasyoWMx cCOeAUHEHUA MEeTOA0M
XpoMaToMacc-CnekKTpomMeTpumn

Juices and juice products. Identification. Determination of aromatic substances and volatile flavour
components by gas chromatographic-mass spectrometric method

Dara BBegeHna — 2010—01—01

1 O6nacTb NpUMeHeHUs

HacToswumia ctaHaapT pacnpocTpaHsieTcs Ha COKM M COKOBYHO MPOAYKLIMIO Y YyCTaHaBNMBaET MeToA onpeae-
neHust apomarobpasyolnX CoeauHEHUI C MPUMEHEHNEM Ta3OKMAKOCTHON XPOMaTOMacC-CNeKTpoMeTprumn Ha
pasgensowmx KOMoHKax ¢ axmpanbHbIMU U XUpanbHbIMI CTalMOHapHBIMK daszamu Unu kombuHaumen axu-
panbHbIX 1 XMpasnbHbIX ¢as.

MaccoBble KOHLeHTpaL apomMaTobpasyolmx BeLLEeCTB BblpaxatoT B MKT/aM3 (ur/am3) unu mr/ams, unu
MKI/KF (Lr/KT), WA MI/KT UccrieqoBaHHOrO NULLEBOro NpoaykTa.

2 HopmatuBHbIe CCbINKU

B HacTosiLieM cTaHgapTe MCnonb3oBaHbl HOPMaTUBHbBIE CCbIMKU Ha criegytolume cTaHaapThl:

FOCT P 8.563—96 locyaapcTBeHHas cucTeMa obecneveHunst eQnHCTBa M3MepeHuin. MeToauku BeInos-
HEHUS1 N3MepPEHNin

FOCT P NCO 5725-2—2002 To4HOCTb (MPpaBUmbHOCTL U NPELN3UOHHOCTL) METOA0B U PesyrkTaToB Us-
MepeHuid. YacTb 2. OCHOBHOW MeToA onpeaeneHns MOBTOPSIEMOCTH U BOCMPOM3BOANMOCTU CTaHAAPTHOIO Me-
ToAa U3MepeHun

[OCT P NCO 5725-6—2002 TouHOCTb (NPaBUibHOCTb Y MPEUN3UOHHOCTb) METOA0B 1 pPesyNbTaToB U3-
MepeHui. HacTtb 6. Mcnonb3oBaHue 3Ha4YeHUn TOYHOCTU Ha MpakTuke

FOCT P UICO/M3K 17025—2006 O6wue TpeboBaHUS K KOMMETEHTHOCTM UCTbITaTeNbHbIX U Kannbpo-
BOYHbIX fTlabopatopuii

[OCT P 51398—99 KoHcepBbl. Coku1, HeKTapbl 1 cokocoaepallme HanuTki. TepMuHbl U onpegeneHns

FOCT 12.1.005—88 Cuctema cTtaHgapToB GesonacHoctu Tpyaa. Oblume caHUTapHO—TUIMEHNYECKUE
TpeboBaHusa k Bo3ayxy paboyelt 30HbI

FOCT 12.1.007—76 Cwuctema cTaHgapToB be3onacHocTu Tpyada. BpeaHble BewecTsa. Knaccudukauus
n o6wme TpeboBaHMA Ge30MacHOCTH

FOCT 12.1.010—76 Cwuctema ctaHgapToB 6e3zonacHocTu Tpyaa. BapbiBobeszonacHocTb. O6wme Tpebo-
BaHWA

FOCT 12.1.018—93 Cucrema craHgapToB 6esonacHocTu Tpyaa. MNoxaposapbiBobe3onacHoCTb cTatu-
Yyeckoro anekTpuyectsa. O6wwme TpeboBaHus

FOCT 12.1.019—79 Cuctema craHgapToB 6e3onacHocTu Tpyda. AnekTtpobesonacHocTb. Obwue Tpe-
60BaHMA 1 HOMEHKNaTypa BUAOB 3aLlUThI

FOCT 1770—74 TMocyaa mepHas nabopaTopHasi cTeknsHHast. LiMnuHapel, MeH3ypku, konbbl, Npobupku.
O6Lwume TexHNYeckne ycrnoBus

FOCT 3652—69 PeakTubl. Kucnota nMMoHHasi MoHoruapar v 6e3sogHas. TexHuieckne ycriosust

FOCT 4166—76 PeakTnBbl. HaTpui cepHokncnbli. TexHu4Yeckne ycrnosus

FOCT 5833—75 Peaktusbl. Caxaposa. TexHu4eckue ycrnosusi

FOCT 9968—86 MeTurneH XnopucTblin TEXHUYECKUN. TeXHNYeckne ycrnosuns

U3paHve opmumansHoe
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FOCT 14198—78 LluknorekcaH TexHu4ecknin. TexHnyeckune ycnosus

FOCT 24104—2001 Bechkl naGopatopHble. ObLWMe TexHu4eckue TpebosaHus

MOCT 25336—82 Mocyna v obopyaoBaHue nabopaTopHble CTeKNAHHbIE. TUMbl, OCHOBHbLIE NapaMeTpbl U
pasmMepbl

MOCT 26313—84 MpoaykTbl nepepaboTki NOA0B U 0BOLUE. MNpasuna Npuemkn, MeTofbl oTbopa Npod

FOCT 26671—85 MpoaykTbl NepepaboTku NOAOB U OBOLLEN, KOHCEPBLI MACHLIE U MACO-pacTUTelb-
Hble. MoarotoBka nNpob ansa nabopaTopHbIX aHanM3oB

MprmedaHune—Tlpy NONb30BaHMN HACTOSILLUM CTaHAAPTOM LienecoobpasHo NpoBEpUTL OeVCTBIUE CCbIMOY-
HbIX CTaHOapTOB B WMHGOPMAaUMOHHOW cucTeMe obLiero nonb3oBaHWsi — Ha oduumansHoM canTte degepanbHOro
areHTCTBa Mo TEXHWYECKOMY PeryrivpoBaHuio U MeTPONorMm B ceTu VIHTepHeT nnm no exerogHo nagasaeMomy nHgopma-
LUMOHHOMY yKaszaTtento «HauuoHanbHble cTangapTbi», KOTOPbIV ONYGNMKOBaH NO COCTOSHMIO Ha 1 IHBaPSA TEKyLWero roaa, u
Mo COOTBETCTBYIOLWMM €XEeMECAYHO M3aaBaeMbliM MHOPMALMOHHBLIM yKasaTensm, ony6rMKoBaHHbIM B TEKyLWeM rogy.
Ecnv ccbinoYHbIli cTaHaapT 3amMeHeH (M3MeHeH), TO Npu NoNb30BaHWM HacTOAWMM CTaH4APTOM criegyeTt pyKoBOACTBO-
BaTbCs 3aMEHSIOLWMM (M3MEHEHHbIM) CTaHaapToM. Ecnv cebinoyHbIi cTaHaapT oTMeHeH 6e3 3aMeHbl, TO NoNoXeHve, B Ko-
TOPOM AaHa CCbifika Ha Hero, NMPUMeHsIETCS B 4acTu, He 3aTparvBatowwen 3Ty CCbInKy.

3 TepMuHbI, onpeaeneHnsi, 0603Ha4YEHUA U COKPaLLEHUs

3.1 B HacTosileM cTaHAapTe NpUMeHeHbl TEPMUHBI MO HOPMAaTUBHBIM NpaBoBbIM akTam Poccuitckon de-
aepauuun, FOCT P 51398, a Takke cneaylowmnin TEpMUH C COOTBETCTBYIOLLNM OnpeaeneHnem:

3.1.1 cTeneHb NOBTOPHOro HaxoxaeHus: [ons M3MepeHHOro KONU4ecTBa BeLecTBa Mo OTHOLLEHUIO
K ero BHeCEHHOMY KOMM4YecTBY, B NpoLeHTax.

3.2 B HacTosileM cTaH4apTe NPUMEHEeHbI criedytolmne cokpalleHs U 0b6o3HaueHus:

SDE — cnoco6 HenpepbiBHOW COBMELLEHHOW AUCTUITISILAM — 3KCTpakuuM apoMarobpasylolmx Be-
LLEeCTB BOASHBLIM Napom;

SPE — tBepaodasHan akcTpakums apomatobpasyiomx BeLecTs;

(R) n (S) — n3omepbl — 3HaHTMOMEPbI XUparbHbIX apoMaTobpasyrowmx sellecTs, %;

MIM — peXmum MOHUTOPUHIa MOHOB;

SIM — pexunm 0gMHOYHBIX NOHOB;

MKX-MC — rasoxuakocTHast XpoMaToMacc-CrneKTPoOMeTpus;

MK-MKX — MynbTUKOMOHOYHBIE CUCTEMBI Fa30KUAKOCTHOW XpomaTorpaduu;

m/z — COOTHOLLEHWE NokasaTenei Macchl U 3apaaa;

B3XXX — BbicokoathhekTUBHas XKMAKOCTHAA XpomaTtorpaduns.

4 CywHocTb MeToaa

ApomaToBpasytome BellecTsa NU30OAUMPYIOT U3 NULLEBOro Npoaykta cnocoboM HenpepbiBHOW COBME-
LEHHON ANCTUNNALMU-IKCTPaKLmM BoasHelM napoM (SDE). Ob6oralweHne apoMaTobpasylowmx BeLecTs ocy-
LLECTBMAAT NyTeM KOHLEHTPUPOBaHWsl aKCTpakrTa B KOMoHke Burpo (Vigreux) npu ycrnoBuw, 4TO BbIXOA
3KCTpaKTa yAoBMneTBOpseT TpeboBaHMAM CXOAUMOCTHU.

[ocTtoBepHasn naeHTUdUKauma nnmn knaccmukaumst apomaTobpasyolumx BeLWeCTs OCyLLECTBIISIETCA UC-
kroumTensHo B xoge MKX-MC Ha ocHoBe BpeMeHW yaepKuBaHUsi, MOMHbIX Macc-CnekTpos Unu cneuudrUHbIX
dparmeHToB Macce (MIM, SIM) ctaHgapTHeIX BewecTB. KonnuecteernHoe onpeaenerue B MKX-MC ocywectens-
tOT Ha OCHOBE BHYTPEHHWX CTaHAapTOB NOCPeACTBOM MacC-CNeKTpoB UNn cneLmgmyHblX hparMeHToB Macc.

UaeHTndunkaumsa apomatobpasyownx BEWECTB MOXET ObiTb OCYLLECTBIEHA Ha axuparbHOW KONMOHKe
He3aBMCUMMO OT XUparnbHOro uccrnegosaHus. PekomeHayetcs nepen onpeagerneHMeM COOTHOLUEHWUIA 3HaHTUO-
MepOoB MpoBOAUTbL aHanM3 COOTBETCTBYOLLUX KOMNOHeHTOB MeTogom MHKX-MC.

OnpeaeneHne COOTHOLLEHWIA 3HAaHTUOMEPOB BO3MOXHO B pamKax 04HOro Xpomarorpadnuieckoro pasae-
NeHus Ha aHaHTUOCeNeKTUBHON chase 6e3 NpeaBapuTensHOro hpakLMOHNPOBaHUSA KOMIOHEHTOB.

Ecnu oueHKka Macc-CcrekTpoB He NO3BOSAET NONY4YUTb 4OCTOBEPHbLIX pe3ynbTaToB, Hanpumep, No npuyn-
He HanoXeHWs NUKOB, TO Heobxoaumo NpeaBapuTENbHOE pazaenieHne KOMMOHEHTOB MOCPeACTBOM XUOAKOC-
THOW XpomaTtorpachmm ¢ noAroToBkoW Npobbl MeTogoMm TBepaodasHol akcTpakumm (KX ¢ SPE), wnnu
OBYXMEpPHON rasoxngKkocTHOM XpomaTtorpadun, Unu 4onorHUTENbHOE pasaeneHne Ha BTOPOMN KONMOHKe ¢ Apy-
ro NONSAPHOCTLIO.

5 Xumuyeckue peakTuBbI, CTaHAAPTHbIE BeLecTBa U pacTBOpPbI

Ecnu HeT ocoBbIX yKasaHWUi, NPUMEHSIIOT XUMUYeCcKMe peakTUBbl Kateropuu 4.4.a. MNMpumersiemas soaa
A0MmKHa BbITb AEUOHN30BAHHON UMW ANCTUNNMPOBAHHOIA.

2
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5.1 PacTBOpuUTEnu ANs aKCTpakyum

Ons npoBegeHUs aKCTpaKLumM apoMaTobpasyolmx BeLWeCcTB NCMOoSb3YIoT crieaylolmne pacTBopuTenu:

- anatunosbl acoup no [1];

- n-neHTaH no [2];

- unknorekcaH no NOCT 14198 u [3];

- XIlopucThI MeTuneH no FOCT 9968 u [4].

Opyrue pactBopUTENN MOTYT BbITb MCMNOMb30BaHbI TOMLKO NOCIe NOATBEePXXAeHUs Heo6XoANMBIX KCTpa-
TUPYHOLLMX CBOMCTB. B paMkax nepnogmnyecknx KOHTPOsbHbIX onpeaeneHnii HeobxoaMmMo OCyLLECTBMATL Mpo-
BEPKy OTCYTCTBMWS 3arpsisHATENEN, CnocobHbIX OKasaTb BNMAHWE Ha peaynbraTt uccnegosanust. Mpu Hanuymm
3arpasHUTEnen pacTBopuUTeNU NoaBepraoT O4UCTKE.

5.2 XuMuYeckue peaKkTUBbI

Ons uenei onpegeneHnsi NpUMEHsIIOT criedyoLne peakTussbl:

- cepHokucnbli 6e3BogHbIn HaTpuia no MTOCT 4166 n [5];

- abcontoTHbIN aTaHon no [6], [7] v [8];

- abcontoTHLIM MeTaHon no [9] u [10];

- NIUMOHHY0 kucroTy no MOCT 3652 v [11];

- caxapoasy no MOCT 5833.

5.3 CtaHpapTHble BelllecTBa U BHYTpPeHHUEe cTaHAapThbl

Ons ngeHTUUKaLMK, onpegeneHns KOHLEHTPaUMA U1 COOTHOLLEHUST M30MEPOB UCTIONb3YIOT BELLECTBa B
BUAe paLeMUYecKuxX coeguHeHWUn 1 cTaHgapTHble BELLECTBa C U3BECTHLIMU COOTHOLUEHUSAAMN 3HaHTUOMEPOB, KO-
Topble npeacTaeneHbl B Tabnuue 1. B kayecTBe BHYTPEHHUX CTaHAAPTOB UCMOMb3YIOT XMMUYECKA CTabunbHble
BelLlecTBa M3BECTHOM CTeMeHU ouncTkn. Xummudeckasl CTPYKTypa U usnyeckne CBOMUCTBa (Temnepartypa kune-
HUWS1, MONAPHOCTb) AOMKHbI MO BO3MOXHOCTU COBMadaTh C COOTBETCTBYIOLLMMU XapakTepucTUKamMmmn uccreayemblx
apomMarobpasyloLumx seLecTs. [na geTeKTMpoBaHUA Macc-CreKTPOB UK onpeaeneHnUa KOHUEHTPaLMWA B Kadec-
TBE BHYTPEHHUX CTaHOapToB MOryT GbiTh MCMOMb30BaHbLI U3OTOMOMEPHbIE aHanuTLl, MapkupoBaHHble 2H unu
13C. CoOTBETCTBEHHO MPU OTFOHKE MOXET GbiTb UCMOb30BaHO HECKOMLKO BHYTPEHHWUX CTaHaapToB. B Tabnuue 1
npuBeaeHbl NPOBEPEHHbIE BHYTPEHHME cTaHaapThl.

Tab6nwnua 1— CTaHgapTHbie BELLECTBa U BHYTPEHHWE CTaHA4apThl ANS MCNONb30BaHUS B onpeaeneHnm
KOHLIEHTPaLMI N COOTHOLIEHUI SHAHTUOMEPOB XUparbHbIX apoMaTobpasytoLLmX BELeCTB

HaumeHoBaHWe cTaHOapTHOro BeLLeCTBa UMK BHYTPEHHEro ctaHaapra Homep CAS™

ApomaTtobpa3syolliee BeLecTBO:

y-dekanakToH 706-14-9
y-YHAeKanakToH 104-67-6
v-JoaekanakToH 2305-05-7
o-MoHoH 127-41-3
BHyTpeHHue cTaHaapThbI:
AmunoBbIi 3up NPONMOHOBOW KMCNOThI 624-54-4
AMUNOBBLIA 3DUP BanepuaHoBON KNCMOTbI 2173-56-0
MeTnnosbii VP NenaproHoBoOW KUCNOTbI 1731-84-6
MeTunoBbIn 3¢oMp MUPUCTUHOBOW KUCIOTbI 124-10-7
MeTunoBbIn 3¢mp NanbMUTUHOBOW KUCMOTbI 112-39-0
&[lekanakToH 5579-78-2
2-[enTanakToH 110-43-0

" O6oaHaueHve CAS siensieTcst ab6pesmaTypoii ot Chemical Abstract Service. CAS npepcTaensieT co6oii mMexayHa-
pOaHbIN CTAHAAPT Ast ONUCaHNS HA3BaHWIN 1 CBOWCTB XMMMUYECKUX BelecTB. CornacHo 4aHHOMY CTaHOapTy KaXgoMy us-
BECTHOMY XMMW4ECKOMY BELLECTBY, B T.4. U30MepPamM XMMN4ECKUX BELLLECTB, NPUCBanBaeTCs YHMKalbHbI HOMEpP, KOTOPbIN
COCTOUT M3 Tpex undpoBbIix rpynn. Mepeas rpynna MoxeT cogepxaTb A0 Cemu Yncen, BTopas — Ao AByx yucern. Homepa
CAS koaupyroTCsl Tak Ha3blBaeMOW «MPOBEPOYHON CYMMOI», KOTOPasi COAEPXKUTCS B TpeTbel uudposoii rpynne. C 1965rT.
Mo HacTosiwee Bpems B cucteme CAS-HOMEPOB 3apervcTpupoBaHo okorno 30 MunnuoHoB BewecTB. [ins paboTel ¢ cucte-
mon CAS-HOMEpPORB CyLLECTBYIOT NnaTtHble n BecnnartHble 6a3bl 4aHHbIX, HEKOTOPbIE N3 KOTOPbIX AOCTYMHbI B ceTh UHTep-
HeT.
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5.4 PacTBopbl CTaHAAPTHLIX BeLLEeCTB U BHYTPeHHUX CTaHAapToB. FpagyMpoBOYHbIe pacTBOPbI

[nsi NpUroToBNEeHNA pacTBOPOB CTaHAaPTHbLIX BeLeCcTB UCNONb3yT MeTaHON unu ataHon. Bee pacTso-
pbl CTaHAAPTHBLIX BELWECTB criefyeT XpaHuTb oxraxaeHHbIMU Npu Temnepatype 2 °C — 4 °C n 6e3 goctyna
cBeTa. Y4uUTbIBas, YTO B YKa3aHHbIX YCIOBUAX PacTBOPbI CTaHAAPTHLIX BELECTB UMEIOT OrpaHU4eHHbIA CPOK
XpaHeHus, nepnoguyeckn HeobxoamMMo NPOBEPSITb UX CTABUNBbHOCTDL.

5.4.1 TpuroToBneHue pacTBOPOB CTaHAAPTHLIX BellecTB, pa36aBNeHU U rpafyupoBOYHbIX pac-
TBOpoB

5.4.1.1 MNpuroToBneHWe pacTBOPOB CTaHAAPTHbLIX BewecTB (MacCOBOW KOHLEHTpauun OKono
¢ = 1000 mr/gm3)

C nomolLLbio aBTOMaTyeckoro gosatopa B MepHol konbe BmectuMocTeio 100 cm3 6epyT anukeoTy Uc-
criegyemoro apomartobpasyoLlero sellecTsa (CTaHAAPTHOro BellecTBa) B OTAENbHOCTU UK B CMECU C APYTU-
MK apomMaTobpasylowmmy BelecTBamu B konudectse okono 0,100 cm3 unu 100 Mr ¢ TouHocTblo ao 0,1 Mr.
O6bem pacTeopa B konbe gosogaT npu temnepatype 20 °C 4o MeTk aGCONOTHBIM 3TAHOMOM.

5.4.1.2 MpuroToBneHne pas3baBneHnii pacTBOPOB CTaAHAAPTHLIX BELLECTB (MAacCOBOW KOHLEHTpauun
okono ¢ = 100 mr/am®)

W3 pacTeopa cTaHAapTHOrO BellecTBa ¢ MOMOLLbIO abCOoNTHOro 3TaHona roToBAT pasbasneHns cooTee-
TCTBYIOLLMX MaCCOBbIX KOHLEHTpaLuiA, HanpumMep, pasbaeneHue B cooTHoweHun 1:10 ana nony4yeHUa pactso-
pa MacCoBOW KOHLEeHTpaLumn okono 100 mr/am3. Mpu Heo6XoAUMOCTU FOTOBAT 0AHO COBMecTHoe pas6asneHune
OTAEMbHbIX PACTBOPOB CTAHAAPTHLIX BELLECTB Af1s MOYYEHUs1 COOTBETCTBYIOWEN obLwen KOHLeHTpauun.

5.4.1.3 MpuroToBrneHne pacTBopa BHYTPEHHEro cTaHdapTa (MaccoBOW KOHLEHTpauuu OKOMo
¢ = 1000 mr/am3)

B MepHyto konby BMecTuMocThio 100 cM3 MoMeLLatoT HaBecKy KaXaoro BHyTpeHHero ctaHaapta (cM. 5.3)
B KonmyecTBe okono 0,100 cm3 unm 100 Mr ¢ TouHocTbio 0,1 Mr 1 AoBoAAT 06beM pacTBopa A0 METKU Npu Tem-
nepatype 20 °C abCcontoTHLIM 3TaHOMOM.

5.4.2 lMpurotoBneHue rpagyMpoBOYHbIX PacTBOpPOB

[ns BHyTprnabopaTopHOro NOATBEPKAEHNSA XapaKTePUCTUK KOMIMHECTBEHHOTO ONpeaeneHuns, a Taike ana
oLeHKM adhdPeKTUBHOCTM pasaeneHnsl 3HaHTMOMEPOB apoMaTobpasyoLLMX BELLECTB B COKax W XXMOKOW COKOBOW
NpoAYKUMM NCNOSbL3YIOT UCCeAoBaTeNbCKUn Matepuarn co cxoxen matpuuein. Matpuua He AomkHa coaepxaTtb UC-
cnegyemble apomatobpasyolme BellecTsa. B kavyecTBe ansrepHaTMBHOM MaTpuLbl MOXKET GbiTb MCNOMb3oBaHa
WCKYCCTBEHHasi MogernbHas CUCTEMa, KOTOPYIO FOTOBSIT B COOTBETCTBUAM CO CIIEAYOLLIMMU YCITOBUSIMUAL

- MogenbHas cuctema «Cok»: 4 I IUMOHHOM KucnoTel M 60 I caxaposbl pacTeopsoT B 1000 cM3 Boawl.

MpuMeyaHue— PekomeHdyeTcsi NPOBOANTL KanuOpOBKY C UCMONb30BAHUEM MAaCCOBbIX KOHUEHTpauun ans
Kakaoro apoMarobpasyolero BelecTea, cocTasnsiowmx ¢ =0, 10, 20, 50, 100 n 200 mkr/am® nnu Mr/kr.

BepyT anuksoTy (Hasecky) 250,0 cm3 (250 r) MoaenbHO cUCTeMb UM NpeaBapuUTerIbHO MCCNEAoBaHHOM
meTodoMm MHKX-MC npo6bl, koTopas He CoOepKUT apomaTobpasyollMX BeLlecTB, ¢ TOYHOCTbo Ao 0,1 cms
(0,1 r). B mogenbHyto cucTeMy ¢ MOMOLLLIO @aBTOMaTUYecKoro gosatopa Win MukpoLunpuua gobasnsawT pac-
TBOpP CTaHAAPTHOro BeLlecTBa U BHYTPEHHEero cTaHaapTa cornacHo Tabnuue 2.

Tab6nuua 2—Mpumep NPUrOTOBNEHUSA KannBPOBOYHbLIX NPO6 NyTeM BBeAEHUs1 PAaCTBOPOB CTaHAAPTHbLIX BELWECTB
B MaTpuLy Npobbl

Konuyectso apomartobpasytowero
BellecTea npu npumMmeHeHUn
pa3s6aBneHHOro pacteopa
CTaHgapTHoro BellecTea, MKkr/am®

Konuuectso apomatoGpasytoLero
BewecTsa I'Ipl/l I'IpI/IMeHeHI/II/I
pacteopa no 5.4.1.2, mkr/am®

O6bem pacteopa, fobaensiemoro k 250,0 cm3(r)
anuKkBoThI (HaBecku), cm3

PactBopa unu pasbaeneHHOro pacTBopa
CTaHZapTHOrO BELLecTBa:

0,025 100 10*
0,050 200 20~
0,100 400 40
0,150 600 60
0,200 800 80

PactBopa BHYTPeHHero cTanjapTa
(c = 1000 mr/gm™):

0,050 200 —
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Oxonyaxue mabnuypi 2

Konuyectso Konuuectso apomartobpaaytowiero
O6bem pacteopa, gobasnsiemoro k 250,0 cm3(r) apomatobpasyloLero BeLecTsa BeLlecTsa NPU NPUMEHEHUN
anukeoThI (HaBecku), cm3 npu NpUMeHeHUn pacTeopa no pa3basneHHoro pacrsopa
5.4.1.2, mkr/om3 CTaHAapTHOTO BELWEeCTBa, MKr/am?
0,025 — 100

* Mpu HeobxoaumocTH.

MpuMeyaHune—IpuBeaeHHbIN pacyeT KONMHECTBA pacTBopa CTaHAAPTHOrO BewecTBa unu pa3baBneHHoro
pacTBopa CTaHAapTHOTO BelecTBa B 250,0 cM® () anuKeoTbl (HaBeckKn) NO3BONAET NONY4UTL B MaTpulie Npobbl KOHUEH-
Tpaumm apomaTtobpasyowmx Bewects ot 10 go 800 MK/ am®.

5.4.2.1 Basuchas rpagyvpoBka

[ns npo6 cokos, HEKTapOB, MOPCOB U COKOCOAEPXALLMX HANUTKOB NPOBOAAT rpadyupoBKy B UHTEpBane
MaccoBbIX KOoHUEeHTpauuii ot 0 Ao 80 mkr/am3 (Touku nsmeperus, Hanpumep, 0, 20, 40, 60 1 80 mkr/am3) B Tpex
MOBTOPHOCTSIX.

[ns npob cokoB, HEKTAPOB, MOPCOB U COKOCOAEPKALUMX HAMUTKOB C APKO BbIPAXKEHHLIMU NPU3HAKaMK
NCKYCCTBEHHOW apomaTnsaummn Uin HatyparnbHOro apomartndeckoro npoduns:

- NPOBOAAT rPaAyMpPOBKY B UHTepBarie KoHUeHTpauuii ot 100 go 600 mkr/am3 (TOUKA U3MEpeHUs, Hanpu-
mep, 100, 200, 400, 600 mkr/am3) B Tpex NOBTOPHOCTSAX;

- onpeaensaoT rpaHnLy (Npeaen) CXoaumocTn AnA 3KCTPaKuun;

- onpeaenaAwT rpaHuuy (npeaen) cxogumMocTtn Ana MKX-MC aHanusa (MHorokpatHas UHbeKUUA oTAeNb-
HbIX NPO6);

- naeHTucurkaumo Boibpocos npoeoaat no MOCT P UCO 5725-2;

- NS 3HAYEHUI HWKHETO MHTepBara u3MepeHnin (< 10 Mkr/am3, ecn Heo6XoAUMO) ONPeaensIoT rpaHULY
(npenen) vyscteuTenbHocTH (cm. 10.1.1);

- noaTBEPXAAaloT NMMHENHOCTL onpeaeneHua (cM. 9.3.2).

6 CpeacTtBa nsMepeHUn n o6opyaoBaHue

6.1 O6wenabopaTopHoe o6opyaoBaHue

Mpu npoBegeHUN aHannaa UCMOb3yHoT:

Beckl nabopatopHble o6wero HazHadeHns no FOCT 24104 ¢ npegenom gonyckaemMoi abconoTHON no-
rpeLHOCTN 0QHOKpaTHOro BaeLlumnsarms + 0,1 Mr.

KanubpoBaHHble aBTOMaTnYeckne 003aTopbl C MNOAXCAALMM UHTEpBarioM 403UMPOoBaHUS U U3BECTHOWM
TOYHOCTbIO AO3MPOBAHUS.

MukpoLnpuubl (415 JO3UPOBAHNS).

Kon6el MepHble no FOCT 1770 smectumocTbio 50 1 100 cm3,

BaHto BogsHyto, NpurogHyto Ansa noggepxaHusi temnepatypbl ot 30 °C go 90 °C BKAOYUTENBLHO.

[onyckaeTtcsa UCMoNb30BaHWe ApYrnx CPeacTB N3MEPEHUIA C METPOSOTMYECKUMU XapakTepUCcTUKamMm v na-
B6opaTopHoro 060pyaoBaHUs C TEXHUHECKUMI XapakTepuUcTMKamn, He YCTyNatoLwmMMmn NepeuncneHHbIM BhilLe.

6.2 O6opynoBaHUe ANA 3KCTPaKLUU U KOHLEHTPUPOBaHUA apomaTo6pa3sylowmx BellecTB

6.2.1 O6opyaoBaHue U BcnomoraTenbHble cpeacTBa ANA 3KCTpakuum cnoco6om SDE

Ob6opynoBaHue ANs NPOBeAeHUs HerpepbiBHON COBMELLEHHOW AUCTUNNAUMU-aKCTpakumm no Ju-
keHc-H1KepCoHy ¢ KpyrnodoHHbIMK konBamu ans npobbl 7 o6bemom 500 cm3 n pacteoputens 7 o6beMoM
250 cm?® (cxema o6opyaoBaHnAa NpuseaeHa Ha pucyHke 5.1 npunoxeHus B)Y.

" Insl npoBeieHNst akeTpakLmm crnoco6om SDE MOryT GbiTe MCNONB30BAHb! FOTOBbLIE KOMNNEKTLI ANNAPATYPbI, UMe-
lowmecst B Npogaxe, Hanpumep, kKomniekT o6opyaosaHusi komnanum «Normag GmbH» (Fepmanus), Homep no karanory
SAA 02043 00. YkasaHHbIn BapuaHT 060pygoBaHmns SBNSIETCH peKOMeHAyeMbIM A4ns NpuMmeHeHns. 3ta nHdopmaums npu-
BeJeHa Ans CBeAeHUs NoNb3oBaTenel HACTOSILLEro CTaHAapTa U He 03Ha4aeT, YTo CTaHAapT YCTaHaBNUBaeT ob6sA3aTernb-
HOe NpUMEHeHWe 3TOro BapyaHTa 060pyaoBaHms.

NS KOHUEHTPUPOBAHUSI MOTYT GbiTb MCMONb30BaHbI KOJIOHKW, UMEIOWMECH B NPOAAXe, Hanpumep KoroHku Burpo
(Vigreux) komnanum «Normag GmbH» (Fepmanusi), Homep no katanory LSG 08035 02 (co wnucdamm 14/23) unn LSG
08008 21 (co wnudamun 29/32). Yka3aHHbIA BapuaHT o0b60opyIoBaHNA ABNAETCA peKoMeHAYEeMbIM AN NPUMeHeHus. Jta
uHpopMaLms NpvBedeHa ANsi CBeAEHUs NMoSib30BaTerneil HaCTOSAWEro CTaHaapTa U He O3HaYaeT, YTO CTaHJapT yCTaHaB-
nuBaet o06s3aTenbHOE NPUMEHEHUE 3TOro BapuaHTa o6opyaoBaHus.
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HarpeBaTtenb 4ns KpyrnoAoHHoR konbbl Ans npobel 1 (MowHocTe HarpesaTtens 300 BT).

Mar>xeTbl TedrioHOBbIE, 32KUMbI AN LWAMGOB, CUNMKOHOBBIN NMEHOracuTernb, KaMEeLKN ANA KUNSAYEHUs!.

Melwwanka marHuTHas (TONbKO B Ka4ecTBe anbTepHATUBbLI AN npedoTepalleHusi neHoobpasosaHus).

BaHs BoasiHas, npyrogHas aAns nogaepxaHust Temnepartypbl B uHTepsane ot 30 °C go 90 °C eknoun-
TeNbHO.

[onyckaeTcs Ucnonb3oBaHne Apyrux CpeAcTB U3MEPEHUA C MEeTPOSIOrM4eCKUMN XapakTepucTukamm,
MaTepuanos 1 nabopaTtopHOro 0b6opyaAoBaHUs C TEXHUYECKAMMW XapaKTepUCcTUKaMu, He YCTynaLwmumn nepe-
YNCMEHHBIM BhILLE.

6.2.2 OGopynoBaHue ANA KOHLEHTPUPOBaHMA apoMaTobpasylolmMx BewecTs

KonoHka Burpo (Vigreux) anuHoin okono 30 cM Anst KOHLEHTPUPOBaHUS XXUAKMX cpef, coaepXaLlmx opra-
HUYECKNIN pacTBOpUTENb (MPUMEP KOHCTPYKTUBHOIO UCMONMHEHUs! KoroHku Burpo (Vigreux) npuBeaeH Ha pu-
cyHke B.2 npunoxenus b).

MepexoaHWK 1 BOASIHOW XONOOUITBHUK.

BaHa BoasaHas, npurogHas Anga noggepxaHust Temnepartypel B uHTepsane ot 30 °C go 90 °C sknrovu-
TenbHo.

TepmocTaT ana obecneyeHnsa oxnaxaeHus.

Kon6a tuna O no MOCT 25336.

KameLuku 4ns KMNSYeHUst UM MarHATHbIE Nanoyky Ans MeLlanku.

[onyckaeTca UCMONb3oBaHUe APYrUX CPeACTB U3MEPEHUA C MeTPOSIorMYeckUMn XapakTepucTukamu,
mMaTepuanos 1 nabopaTtopHOro 0bopyaA0BaHUs C TEXHUYECKUMU XapaKTepucTUKamMu, He yCTynaloLwmumn nepe-
YUCIIEHHBIM BhILLE.

6.3 lasoxupakocTHana xpomarorpacdua u Macc-cnekTpomeTpus

6.3.1 Cucrema NKX-MC

[ns npoBegeHWs aHanusa MOXeT ObITb UCMONb30BaHa cUCTeMa Ansi COBMELLEHHOW ra3oXUOKOCTHOM
Xpomarorpadun 1 Macc-cnekTpoMmeTpum Niobo Moaenu U N3roToBUTENs aHanMTUuIeckoro obopyaoBaHus, co-
cTosiLLas ua:

- rasoXXnaKoCTHOro XxpoMaTtorpada ¢ BBoAoM Npobbl ¢ pazaeneHneM notoka u 6e3 pasgeneHus noToka;

- KanunnsipHbIX KOMOHOK;

- Macc-CMekTPOMETPUYECKOro AeTeKTopa;

- YCTPOWCTBA YNpaBeHUA KONOHKaMU (pekoMeHayeTcs).

6.3.2 Paspgensolme KONMOHKU

MpuHLMNMansLHO BO3MOXHO NPoBeaAeHWe aHanusa Ans uaeHtudukaumm, onpeaerneHms KOHLeHTpauui n
COOTHOLLUEHUS SHAaHTUOMEPOB Ha OAHON XMPanbHOW KoroHKe. B kauecTBe anbTepHaTvMBbI onpegeneHne KoH-
LeHTpauuin MoXeT BbiTb MPOBEAEHO Ha axnpanbHON KOMOHKE.

6.3.2.1 Pasgensiowme KONOHKA ANA naeHTUUKauum U KoNM4eCcTBEHHOro onpeaeneHns

Ons onpeaeneHus y -nakTOHOB U o-MOHOHA UCMONBL3YIOT pasaensioLme KOMOHKN AnnHol 25 — 50 M ¢ no-
NAPHOI U CpeaHeNoNsAPHON CTauMoHapHbIMUK ha3aMu. XopoLlo sapekomeHaoBanu cebs crnegyolime KOMMep-
yeckue matepuansl 451 KONOHOK:

- heHuNcunokcaHoBble asbl, cogepxawme 5 % cdeHnna;

- MOMU3TUINEHOBBIE UK NONMUNPONUNeHrnukoneskle daskl, Hanpumep «Carbowax 20 M»1).

6.3.2.2 Paszgensowme KOMOHKN ANA onpeaeneHus 3HaHTUOMepoB

[ns pasgenexHns s3HaHTUOMepoB HeobxoaumMo obecneunTb pasgensiioLLyro cnocobHOCTb curHana, pas-
Hyto R, >1,5 (pasgeneruve 6asncHoii nHun cm. 10.2.1). Heobxoaumo NpuHUMaTh BO BHUMaHUe, YTo He Kaxkaast
pasaensoLlas KoNoHKa NoaxoanuT ANA aHannsa xupasnbHbiX apoMaTobpasylowmx Bewects. [1ns aTol uenm xo-
poLlo 3apekoMeHaoBanu cebst npexae Bcero XuMmmniecku moamduLmMpoBaHHble -LUUKNoAeKCTpUHoBbIE hasbl,
KOTOpble MnpeanaralTcs B npodaxe Nog KOMMEpPYECKUMUM HauMeHOBaHusiMK, Hanpumep, «B-DEX»",
«Cyclodex»"), «Cydex»?), «Chiraldex»"), «Lipodex»" unu «BGB»1). insa npeasapuTensHOro pasaeneHus B
MYynbTUKOMOHOUHOM KX UcnonbayroT axupaneHele pasgensiowme dasbl cnaboi n cpeaHein NoMAPHOCTU.

7 O160p Npo6
7.1 O160p Npo6 — no MOCT 26313, noarotoeka npob6 — no MOCT 26671.

" YkasaHHble MaTtepuarb! A5l KONOHOK ABNAOTCA PEKOMEHAYEMbIMM 1151 MPUMEHEHUs. 3Ta nHpopMaLuuns gaHa ans
CBeAeHUs NONb30BaTenei HacTOALEro CTaHAaPTa U He 03HaYaeT, YTO CTaHAapT ycTaHaBnMeaeT ob6s3aTenbHoe NpuMeHe-
HVe 3TUX MaTepuanos.

6
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8 MNpoBeaeHne onpeaeneHus

8.1 OGoralleHue U BbigeneHne apomaTobpasyroLlmx BeLecTB 3KCTpaKkLuMen u guctTunnaumen

B cnoco6e akcTpakumm SDE oboralleHne aHanMToB MaTpuULbl A0MMKHO NPOUCXOANTL B TEHYEHNE NOCTOSIH-
HOro 1 NoATBEPXKAEHHOro BpeMeHHOro UHTepBana. MNpn 3ToM cTeneHb NOBTOPHOro HaxoxaeHus (cm. 3.1.1) kak
aHanuToB, TaK 1 BHYTPEHHUX CTaHAapTOB AOMKHa cocTaBnATb He MeHee 70 %.

8.1.1 3kcTpakuua cnoco6om SDE

Cnocob SDE npuMeHsitoT Anst NpoBeAeHUs1 SKCTPaKLUUM XXUAKUX, TBepAbIX UM NOMNyTBEpAbIX, a Takke
Xnpocodepxalmx npoob.

8.1.1.1 PacTBopuTenu

Insa oboraweHns 1 BbigeneHusi apomatobpasytowmx BellecTs cnocoboMm SDE Mcnonb3yloT cnedyowme
pacTBOpUTENU UNN CMEeCU pacTBopUTENEn:

- CMecb NeHTaHa U AU3TUNOoBOro adupa (COoTHOLLEHNe 0bbeMHbIX gonen 1:1);

- n-neHTaH.

Mepen NpUMeHeHNEM OpPYrux pacTBOPUTENEN, KOTOpbIE He NPedycMOTPEeHbl HACTOALMM METOAOM, pe-
KOMeHAyeTCsi NPOBEPUTb UX NPUroAHOCTb ANSA NPUMEHEHWUST C UCMIONb3yeMOon annapaTypoi Ans SKCTpaKkuum
cnocobom SDE, a Takke Ans nccriegyemoro npoaykta v aHanuTos.

8.1.1.2 Hasecku npob

[ns npoBeaeHWs TeKyLUMX onpeaeneHnin NCnonb3yoT HaBeckun Npob Maccou:

- COKOB, HEKTapOB, MOPCOB, COKOocoAepKaLMX HanuTkoB — 200 — 300 r;

- Mope, MAKOTU, KIeToK (LencoB) LnTpycoBbIX dpykTros — 200 — 300 r;

- KOHLLEHTPUPOBAHHON NPOAYKLMN: COKOB, Mope, HekTapoB, MopcoB — 50 — 200 r;

- KOHLEHTPUPOBaHHbLIX apomMaTobpasyoLMX BeLecTB, BblAeNEHHbIX U3 (hPYKTOB UMW OBOLLEA (MK UX
COKOB) 1 MPUMEHAEMBbIX B NPOU3BOACTBE BOCCTAHOBMEHHbIX COKOB, HEKTApOB, MOPCOB W COKOCOAEPXaLLMX Ha-
nutkoB no FOCT P 51398 — 1 r;

- apoMaTusaTopos — 1.

8.1.1.3 lpoeegeHne akcTpakunn

OkcTpakuuio cnocobom SDE ocyllecTBNSAOT cornacHo criefylowen nocrnefoBaTensHOCTU onepaui
(obo3HaveHuUs YacTelh obopyaoBaHUa — cM. pucyHok 6.1 npunoxenus B):

- npoBy cMelwmBatoT B KonGe 7 ¢ 200 cm® Boabl;

- PV HeOBXOAMMOCTIN COAEPKNMOE NEPEMELLMBAIOT C MOMOLLbH MarHUTHOM MeLUarku;

- N3MepsAIoT 3HaveHne pH, kKoTopoe AOMKHO HaxoaMTbea B MHTepBane oT Ao 6;

- 006aBNSAOT BHYTPEHHUIA CTaHAapT;

- CYCTEeMY BOASIHOro oxnaxKAeHs NoAKoYatoT K BNyckHoMy wwtyuepy 4 (pucyHok b.1 npunoxenus B) 3a
30 MUWH Ao Havana aKcTpakuum;

- B KonBy ANsa pacTeopuTens 7 BMECTUMOCTbIo 250 cM3 BHOCAT okono 80 cM3 pacTBOpUTENs M HECKOMNBKO
KaMeLLIKOB.

MpumevaHwns

1 Mepen Ha4yanom SKCTpaKUMm Heobxoaumo y6eanTbCs B TOM, UTO cenapupytowasn U-o6pasHas Tpybka 2 annapary-
pbl Ha ABe TpeTu 3anonHeHa Bogo. BHUMAHMUE! 3anonuenne U-o6pasHoii TpyOKkM 2 OCYWECTBASIOT Yepes3 HaMomHu-
TEMbHBIA WTyLep 5, KOTOPLIV B NPOLEecCe SKCTPaKLMM JOIKEH OCTaBaTbCH OMKPLIMbLIM AnsA obecneveHns: BO3ayLLIHON
BEHTUNALMM annapaTtypbl;

- konGbl ¢ Npoboii 1 1 pacTBOpPUTENEM 7 3aKPENIAIOT Ha annapaTtype ¢ NOMOLLbIO 3aXMMOB Ans WwnndoB (npu Heo6-
XOAUMOCTM YMNOTHSAOT, UCMONb3Ys TEIIOHOBLIE MAHXETbI);

- BKINOYaloT BoAsHYyto 6aH1o (ans konbbl ¢ pacTBopuTeneM 7), konboHarpesarens (Ans konbel ¢ npoGon 1) v npoBe-
psitoT paboTy cUCTEMbI OXNaXaeHUs;

- TemnepaTypa BoasiHOW 6aHu gormkHa GbiTb yecTaHoBneHa Ha ypoeHe 50 °C B CBA3M C TeM, YTO TOYKa KUMNeHWs pac-
TBOpUTENS cocTaensieT okono 35 °C.

2 B Havane akcTpakumu Heobxoaumo ybeamTbesi, YTO pacTBOpMTENb 3akunaeT paHblue npobbl, Takum obpazom
npegoTBpaLlaeTca NPOHMKaHWe BOASHOIrO Nnapa Yepes BXOA 3KCTPAKLMOHHOW YacTu annapaTtypbl B BOCXOAsLLYO TPYOKy
pactBopuTens;

- nocne 3akunaHwsa Npobbl B annapaType noaaepKuBatoT NOCTOsIHHbIE YCNOBUS SKCTPaKLuK;

- 06LWwasn NpoACIKUTENBHOCTb SKCTPaKLMKU COCTABNAET 2 Y.

8.2 KoHueHTpuUpoBaHue 3KCTpakTa
KoHUeHTpUpoBaHMe 3KcTpakTa NPOBOAAT COrfacHo criegyolen nocneaoBaTenbHOCTI onepauni:
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- 9KCTPaKT, nonyyeHHbIlh cnoco6om SDE (cMm. 8.1.1), cMewmBatoT ¢ 1 — 5 r 6€3B0AHOrC CePHOKUCNOro
HaTpus;

- copgepkmmoe konbbl MHOroKpaTHO NepeMeLlMBaloT, 3aTeM pUNLTPYIOT Yepes ByMakHbIA cknagYaThblil
UNbTP, Ha KOTOPOM HaXOAUTCS CEPHOKUCTIbIA HAaTPUA, AoBaBNsSieMbIA Ha KOHYMKE WNaTensa AN yaaneHus us-
BbITOYHON BOAbI («BLICYLUMBAHNE SKCTPaKTay);

- K «BbICYLLIEHHOMY 3KCTpaKTy» A0BaBMSAOT HECKOMNLKO KaMeLLKOB AMs KUNSYeHUs (UM MarHUTHYo na-
NOYKY NS NepeMeLlnBaHns );

- C NomMoLbio konoHkn Burpo (Vigreux) B obpaTHOM NOTOKe KOHLEHTPUPYIOT SKCTpakT Ao obbema
0,5 — 1,0 cm® (koHUEHTPUPOBaHWe NPoBOAAT Npu Temnepatype 35 °C);

- 4N yBenM4eHus YyBCTBUTENbHOCTU onpedenerus B konbe tuna O npoBoasaT AONOMHUTENBHOE KOH-
LieHTpupoBaHue Ao o6bema He Gonee 0,25 cMm3, npy 3TOM criegyeT NPUHUMATL BO BHUMaHMWE, YTO MPK BLICOKON
CTeneHn KOHLEHTPUPOBaHMS BO3HNKAET ONacHOCTb NoTepu NeTy4nx KOMMOHEHTOB UMK UX aacopbLmns Ha cTek-
NSAHHOWM NOBEPXHOCTW annaparypbl;

- KOHLEHTPUPOBAaHHBIN 3KCTPaKT UccneayoT ¢ nomoLlbio MNKX-MC HenocpeacTBeHHO nocrie UX nonyye-
HKS1.

MpumevaHwns

1 CreneHb KOHUEHTPVPOBaHWs Ao obbema meHee 0,25 CM3,qocmraeTc;| TOMBLKO MPU YacTUYHOM 0GpaTHOM NOTOKE C
NpUMeHeHneMm oTAeNbHOro o6opyaoBaHus. [py 3TOM NPOLLECC KOHLEHTPUPOBaHWS AOMKEH NPOBOANTLCS UCKIIOHMUTENBHO
[0 NOATBEPXKAEHHOTO MUHMMAarbHOro o6bema, B NPOTMBHOM Clyvae BO3MOXHbI HEBOCMOMHUMbIE NOTEPU aHanmTa.

2 OKCTpaKTbl C BbICOKOW CTENeHbIo KOHLEHTpMpOoBaHusi 0bnagaroT orpaHuYeHHON CTabnnbHOCTbIO, MOSTOMY aHanma
3KCTpaKTa NPoBOAAT HEMOCPEACTBEHHO NOCME ero KOHLUEHTPMPOBaHMsA. YacTb 3KCTpakTa aAnsi NpoBeAeHUsi MOBTOPHbIX UC-
crefoBaHui MOXeT ObITh pa3baBneHa N-nNeHTaHOM 1 3aMOPOXEHa.

8.3 MKX-MC aHanus

8.3.1 YcnoBusa aHanusa

MamepeHus BEINOMHAT Npu cnegyowmnx paboumx napameTpax:

[na axupanbHon pasgensowen KONOHKNU:

- 5 % theHUNCUNMKOHOBas KOMoHKa ANnHon 25 m (Hanpumep, «DB 5» ¢ BHyTpeHHUM gnameTpom 0,25 mm
1 TonwwuHow dasel df = 0,25 MKkm);

- ras-HoCUTEb rennii;

- Temnepatypa uHbekuumn 250 °C;

- TemrepatypHasi nporpamma 60 °C, 5 °C/muH go 250 °C;

- BBog 6es pasaeneHns NOToka okono 1 MK aKCTpakTa, KOHLeHTpuposaHHoro ao 0,5 cm3;

- CKOPOCTb NoToka 1 cm/c.

Ona xupanbHon pasgensaowen KONOHKK:

- HanpuMep, konoHka «Lipodex E»!) gnuHoit 25 m;

- ras-HocuTenb renvun;

- TemnepatypHasa nporpamma 130 °C, 2 MuH nsotepmudecku, 2 °C/muH go 160 °C, 3 °C/mun go 220 °C;

- BB0o4 6e3 pasgeneHns NoToka okono 1 MKN aKCTpaKTa, KOHUEeHTpuposaHHoro Ao 0,5 cm3;

- CKOpOCTb NoToka 1 cm/c.

[na macc-cnekTpoMeTpU4eckon AeTeKLMN:

- pernctpauusa cnekTpoe B MHTepsane m/z o1 33 go 250 B pexxnme NOSIHOTO CKAHUPOBaHWUA/OBLLEro NOH-
HOro TOKa;

- pernctpauma cneumdudHbIX Mace (cMm. Tabnuuy 3) ANs NOBbILWEHWA YyBCTBUTENbHOCTU aHanusa B cny-
Yyae onpeaeneHna KoHUueHTpauuin meHee 100 mkr/am3 npo6bl B pexkume MIM unu SIM.

Mpumep pesynbTaTa pasgeneHua npuseaeH Ha pucyHke B.1 npunoxexus B.

8.3.2 UpenTudukayua apomarobpasylowux BeLecTs

Apomatobpasylowme BewecTa B kanubpoBoYHbIX Npobax u uccnegyemolx npobax, B KOTOpble BHeCe-
Ho(bl) M3BecTHoe(ble) konMyecTBo(a) BHyTPeHHero(Mx) ctaHaapTa(os), nocne ux BbliAenNeHUs NocpeacTsoM
BblLLENpuUBeAeHHbIX cnocoboB akcTpakuun uccneaytot metogom MHKX-MC. B akcTpakTe apomaTobpasyrowmx
BeLLecTB, NONy4eHHOM U3 uccneayemon Npoobhl, B NepByto ovepeab NPOBOAST OLEHKY BbIxoAa onpeaensieMblxX
apomMaTobpasyolmx BeLWecTB B MHTEPBanax BpeMeHu yaepXXnusaHus, Kotopele Habnoganuce B aHanuse kKa-

" YkazaHHas konoHka koMnaHum «Machery & Nagel» siBnsietcs pekomeHayemoi Ans npumeHeHus. 31a nHdopma-
LUMs faHa Ans cBeAeHUn NoSb3oBaTeNiel HACTOsILLero cTaHgapTa U He 03HayaeT, YTo CTaHAapT ycTaHaenueaet o6a3a-
TenbHoe NPUMEHEHNE 3TON KOMNOHKN.

8
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nMbpoBoYHoW Npobbl. [ns AocToBepHON uaeHTUdUKauMu cregyeT UCMONb3oBaTb OTHOCUTENbHOE Bpemsi
yaep>KuBaHUA (B pacyeTe Ha BHYTPEHHWI CTaHAapT) U Macc-cnekTpbl Npob U pacTBOPOB cTaHAAPTHLIX Be-
LIEeCTB, M3MEePEHHbIe B peXume NOSHOro ckaHnposaHus. Nameperue B pexxume MIM nnu SIM nossonseT nosbI-
CUTb YyBCTBUTENBLHOCTL onpeAeneHus. Mpu 3ToM HeobxoanuMo y6eauTbes, YTO UCMoNb3yeMble dparmeHThbl
Macc O4HO3HA4YHO U UCKITIOYNUTENBHO COOTHOCATCH C COOTBETCTBYIOWMMI apoMaTobpasyoLMMmn BeLLECTBaMU.
Kpome Toro, nto6oe HanoxeHne nMkos AOSMKHO BbITb UCKITIOYEHO.

8.3.3 PacueT KOHUEeHTpauun

PacueT kOHUEeHTpauuii NpoBoAAT HA OCHOBE MeToAa BHYTPEHHUX CTaHAAPTOB Yepes nrowagp curHana
COOTBETCTBYIOLMX NMNKOB, MOJTyYEHHbIX HA XpoMaTorpaMMe pexxuma NOSIHOro CKaHWPOBAHUA UMK Ha COOTBe-
TCTBYIOLLMX XpOMaTorpaMmmax cneunduyHbiX MOHOB (cM. Tabnuuy 3). B pexxumax oguHouHbIX oHoB (SIM) unn
MOHUTOPUHra noHos (MIM) Heo6xoaNMO KOHTPONMPOBATL COBMadeHWe curHana ¢ aHanuToM, HarnpuMmep, ny-
TEeM NPOBEpPKN MACCOBBIX COOTHOLIEHUA PasfMYHbIX creumduiHbIX MoHoB. MNnowaam Nukos onpeaensemMblx
apoMaTobpasyolmx BeLeCTB pacCcyUTBIBAOT Ha OCHOBE COOTBETCTBYOLUMX NIoWagen NMKoB BHYTPEHHUX
CTaHAapTOB U KOPPEKTUPYIOLLIUX haKTOPOB.

Tabnwuuya 3 — Axnanus apomatoSpasyowmx sewecte metogom MKX-MC B pexumax SIM (MIM): cneumdnyHbie
MOHbI ANS nAeHTUMKAUNN U KONUYECTBEHHOTO onpeaeneHns

HanmeHoBaHue apomaTobpasyioLLero BeLecTsa unu miz
BHYTPEHHero cranaapra
ApomaTtobpasyioee BEWECTBO:
y-JlaKkTOHBI 85, 86, 100, 128
o-MNoHOH 121, 136, 93
BHyTpeHHue ctangapTbi:

AMMNOBbIV 3hUP NPONMOHOBOW KUCNOTbI 70, 87
AMVnoBbIV 3cUp BanepraHoBOW KNCMOTbI 70, 85, 103
MeTtunoBbin 3chmp NenaproHoBON KUCNOTbI 74, 87
MeTunoBbin 3hmp MUPUCTUHOBOW KUCIIOTbI 74, 87
MeTtunosbi 3¢hmp NanbMMTUHOBOW KUCMOTbI 74, 87
g-[lekanakToH 85, 84
2-TenTaHoH 114

8.4 OnpepgeneHne COOTHOLIEHUA IHAHTUOMEPOB

Ons ngeHTudukaumm sSHaHTUOMEPOB 1 onpederneHnUs COOTHOLIEHNIA SHaHTUOMEPOB NMPOBOAAT ONTUMMU-
3auulo Xpomarorpadudecknx napamMeTpoB — TeMnepaTypHOn MporpaMMbl M [aBreHUs rasa-HocuTens ¢
Lienblo pasaeneHust NMKoB aHaHTMoMepoB. Kpome Toro, Heobxoammo ybeamntbes B TOM, 4TO cneumduyHbie no-
KazaTenum — BpeMs yaepXnBaHWsl, CNekTpbl pexrmMa NofHoro ckaHnMpoBaHMs/obLwero MoHHOro NoToKa Unn oT-
HOCUTeNbHasA WMHTEHCMBHOCTb (hbparMeHTHbIX MOHOB (CM. Tabnuuy 3) uccnegyemblix apomaTobpasytowmnx
BEeLLieCTB COBMNagatoT C COOTBETCTBYOLLMMN NoKasaTensMm cTaH4apTHbIX BewwecTs. [Npy oTCyTCTBUMM coBnage-
HWIA MaCCOBbIX CNEKTPOB UMM OTHOCUTENBHOW MHTEHCUBHOCTM (bparMeHTHbIX MOHOB UMW, HanpuMep, Npu Ha-
6nrogaemMoM Ha XpomaTtorpamMmmMe CoBMeELLEHNU hopM MUKOB, HEOBXOAMMO YCTpaHUTb MeluakoLme hakTopbl
(BeLlecTBa) B Xo4e NOAroToBKM Npobbl K onpeaeneHuio.

8.4.1 MNMocnepoBaTenbHOCTL IMIOUPOBaHUSA

[na onpedeneHns COOTHOLUEHWA dHAHTMOMEPOB Heobxoauma WHgopMauus o nocriegoBaTenbHOCTH
antouposaHns R- n S-cbopm Anst KOHKPETHOW XUpanbHOW KOMoHKKU. B cnyyae comHeHui LenecoobpasHo npu-
MeHeHue npob ¢ U3BECTHEIM COCTaBOM W pacnpeieneHnem sHaHTUoMepoB. CrieayeT NpuHUMAaTb BO BHUMA-
HWe, YTO 3HaHTUMOCENEeKTUBHOCTb LIMKIIOAEKCTPUHOBON hasbl 3aBUCUT OT XUMUYECKON moaudukaumm u
MONAPHOCTN HEXMpPasibHON COCTaBMSAOLWEN 1 B 3aBUCUMOCTU OT BbIOpPaHHON TeMnepaTypHOM NporpaMmMbl 1 Xu-
MUYeckorn MoanuKkaLum MOXeT NPUBECTU K PELIMPKYSISLIANA 3MOLMMA ONTUYECKUX aHTUMNOAOB.
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8.4.2 MpepaBapuTenbHoe pa3geneHue IKCTpPaKkTa apoMaTo6pasylolmx BelecTB METOAO0M TBepAo-

¢hpasHOM XXNUAKOCTHON XpomaTtorpaduu
MocpencTsoM XMAKOCTHON Xpomatorpadmm, BbICOKO3hhEeKTUBHON XUAKOCTHON XpomMaTorpadun (BIXKX)

WM NoaxoaAWmX TeepAablX das aKCTpakT apoMaTobpasylowmx BEWECTB MOXET ObiTb pasaeneH Ha HeCcKonbKo
chpakuni pasnu-HON NONAPHOCTK, KOTopble B AarnbHenwem nccnegytot Mmetogom NKX-MC. Mocne nonyveHua xa-
paKTepUCTUK BbIGPaHHOTO MeToAa NpeABapuUTENbHOrO pasaeneHnst — BOCNPOU3BOAMMOCTU 1 3HAYEHWIA NOBTOPHO-
o HAXOXKAEHUS — WX YYUTBIBALOT MPpUY KanubpoBKe 1 NOATBEPXKAESHUM BCE npoLedypbl onpeaeneHus.

8.4.3 PasgeneHue aHaHTMOMEPOB B MYJILTUKONMOHOUYHbIX cuctemax (MK-IDKX)

B MynbTUKOMOHOYHBIX cUCTEeMax npedBapuTenbHoe pasgeneHne MoxeT BbiTb NPoBeAeHO Ha axupanb-
HoW KonoHke. MNpu 3TOM NHTepecyloLme KOMMOHEHTHI Nocne NpeaBapuTenbHOro pasaeneHna HanpasnawT B
XUpanbHYI KOMOHKY, KOTOpas HaxoauTcsl B TOi ke cucteme. Takum o6pasoM, Ha BTOPOU KOMIOHKe MOXeT BbiTb
npoBeaeHo AOCTOBEPHOE CEeNeKTUBHOE pasdernieHne XupanbHbiX opm.

9 O6paboTka pe3ynbTaToB U3MepeHUn

9.1 OnpegeneHue KoppekTUpyrowmx ¢pakropoB

KoppekTupytowme taktopbl R, Ans uccreayemblix apomatobpasyownx BelecTs cormacHo BelIbpaHHON
NUHeHoN paboyelt obnacTu paccunTbiBatoT no dopmyne

Rf=[ﬁ].[8£], (1)
Si) \es
rae ¢; — KOHUEHTpaLWsA KOMMNOHEHTA i, BHECEHHOrO ¢ KannBpoBOYHOR NPo6on, cneLmbUIHOre oHa;
S, — nnowaab Nuka KOMNOHeHTa i, BHECEHHOro ¢ KanMbpoBoYHON NPoGoW, CneLunduIHOro UoHa;
;g — KOHLIEHTpaLmna BHYTpeHHero ctaHaapTa /S B kanubpoBo4Hoi npobe, cneuuduuHoro uoHa;
S;s — Nnowaab Nuka BHyTPeHHero ctaHaapTa /S B kanubposoyHoin npobe, cneumdbuiHOro noHa.
Pacuet cakTopoB MoxeT 6biTb MPOBEAEH Takke Ha OCHOBE cheuuasnbHBIX NPorpaMm, NocTaBsieMbiX
BMecTe ¢ xpomatorpadundeckumm [HKX-MC cuctemamn. B cOBOKYNHOCTU 3HaYEHWNIA KOPPEKTUPYIOLUMX akTo-

pPoB, NonyvYeHHbIX ANA pasnnyHbIX KaJ’MGpOBO‘-IHbIX np06 nnu ana pasnnyHbiX KaJ'II/I6pOBO‘-IHbIX KOHLI,eHTpaLI,Mﬁ,
NpoBepsoT BbiNajatoLlme 3Ha4eHUs, Nocrie Yero paccumThIBalOT cpeHeapupmeTndeckoe sHaueHue.

9.2 PacueT KOHLUEHTpauuil Ha OCHOBe KOppeKTUpyowwux ¢akTopoB
KoHueHTpauuo apomaTobpasytoLLero BellecTsa ¢,, MKr/aM3 unu Mkr/kr, B npobe paccunTbiBaloT no ¢op-
myre
Sy Cis Ry

c =X 1 2
. Se 2)

rae S, — nnowaab nuka apoMaTobpasytoLlero BellecTsa unm ero cneLmduyeckoro(Mx) noHa(os);
S, — nnowaap nNuka BHyTpeHHero ctaHaapTa Unn erc cneunduieckoro(ux) noHa(os);
C;s — KOHLEHTpaLWs BHYTPeHHero ctarngapTa B npobe (MKr/am® uin MKr/kr);
R;— cpefiHWiA KOPPeKTUPYIoLLMIA hakTop apoMaToBpasyoLlero BeLecTsa unm ero cnelmduyeckoro(ux)
noHa(os).
PesynbTaT pacyeTa BblpaXatoT B BMAE LIENoro Ymcna B MKI/AM3 Ui MKT/KT.
9.3 JQHaHTUOCENEKTUBHbLIN aHanus3

9.3.1 PacuyeT COOTHOLUEHUIN IHAHTUOMEPOB

PacyeT COOTHOLIEHNA 3HAaHTMOMEPOB OCYLLECTBNSAIOT NyTEM OLEHKM Nrowaam curHanoBs (MUMKoB) pasge-
neHHblX R- 1 S-aHaHTMOMepoB. MaeHTudpukaumo curHanos NpoBoAsaT CpaBHEHMEM BPeMeHN YaepKUBaHUs
nccnegyeMblx apomMatobpasyrolmx BEWECTB ¢ BPEMEHEM YAEPKMBAHUSA KOMMOHEHTOB PacTBOPOB cTaHaap-
THbIX BELLECTB 1 UX cneLmdrnyeckmx Mace, KoTopble BbInn aKCTparnpoBaHbl 1 Xpomatorpadyiecki pasgeneHol
B TEX >Ke YCroBusixX onpegeneHus. ins pacyeta COOTHOLUEHUS 3HAHTMOMEPOB AMsi KOHKPETHOro apomarobpa-
3ylolLero BelecTBa onpeaensioT COOTHOLWEHWe nnowaaen NMKoB pasfeneHHbiX 3HaHTUOMEPOB, KOTOpoe SB-
nsieTcs NPSIMON KONMUYECTBEHHOM XapaKTepUCTMKON MaCCOBOrO COOTHOLLEHUS UccreyeMbiX SHaHTUOMEpPOB
(Mpu ycrioBUn BbIMONMHEHNST NIMHENHON (DYHKLWMOHANBbHON 3aBUCUMOCTK). NonyyeHHoe COOTHOLEHWE 3HaHTUO-
MepPOB COOTBETCTBYET AENCTBUTENBEHOMY COOTHOLUEHNIO 3HAHTUOMEPOB B UCCNefoBaHHOM Npobe TOMNLKO B TOM
cnyyae, ecnu B xoae onpeaeneHunst no oTHOLLEHUHO K Npo6e Bbinn NCKHoUeHbl BCE TUMbl MaHWUMYAALMA XUMK-
YeCcKkoWn, hrsnUeckon 1 aHaNMTNYECKON NPUPOLALI, B TOM YACTIE Ha STane MHbEeKLUMN U AeTEeKLNN, KOTOPLIe MO
oKasaTb HeraTMBHOE BMUSIHNE Ha SHAHTMOMEpbI NcciedyeMblX apomMaTobpasyolnx BeLecTB.
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9.3.2 BblpaxeHue pe3ynbTaTa pacyeTa COOTHOLLUEHUA 3HaAaHTUOMEpPOB

CoOTHOLLEHNEe 3HAaHTUOMEPOB BbipaXaloT B NPOTOKOME UCCNeaoBaHWI B BUAe NpoLeHTHbIX gonen R-
1 S-3HaHTUOMepPOB B pacyeTe Ha ux obwwyto aonio, pasHyto 100 %, Hanpumep, R:S (%) = 52:48 (uenble unc-
na).

Pesynbtat MoxeT ObITb BbipaXkeH B BUAe Tak Ha3biBaeMoro «u3bbiTka sHaHTUOMepa», 0603Ha4YaeMoro
«EXE», koTopblii NpeacTaBnsAeT coboi pasHULy Mexay AonsMu npeobnagatollero i MUHUMAbHOTO KOMMOo-
HeHTa, Hanpumep, cooTHoweHue «ExXE» (%) R =52 — 48 = 4 (uenoe 4ucno).

B cpaBHUTENbHBIX UCCNeAoBaHUAX, HanNpumep B KPYTroBbIX UCMBITaHUAX, COOTHOLLEHWE SHAHTUOMEPOB
MOXeT BbITb NpeacTasneHo B Buae koaddpuumneHTa Qgg, KOTOPLIA paccunTbiBaloT No opmyne

Qrs = = &)

rae Rn S — ponu R- n S-aHaHTUOMepoB, %.

Tak, Hanpumep, Npu R =52 % n S = 48 % koaduumeHT Qgzg = 1,1. 3HaueHne koadpduumnenTa npea-
CTaBnAT B BUAE Apobun ¢ oaHUM UnNn ABYMSI 3HaKaMu nocne 3ansaTou.

BbipaxeHue pesynstaros B Buae «ExE» unu koadduumeHta Qzq UCNONb3YIOT TaKKe B paMKax cTaTucTu-
YeCKOW OLIeHKIN pe3ynbTaToB KpYroBoro UcnbitaHusi (CM. Tabnuuy A.2).

10 MeTponornyeckue xapakrepmMcTvku metoaa

OCHOBHbIE METPONOrMYECKUE XapaKTEPUCTUKN METoAa NpUBeAeHbl B NPUNOXeHUN A.

10.1 YyBcTBUTENLHOCTbL U rPaHULa onpeaeneHus MetToaa

YyBCTBMTENBHOCTL U rpaHuLy onpeaeneHus MeToaa Heob6xoanMo NPUHUMAaTL BO BHUMaHWE Kak Npuy Noa-
TBEPXKAESHUN XapakTePUCTUK NPU ONpeaeneHn KOHLEHTpauuii apomaTobpasytoLlmx BelecTs, Tak v npu noa-
TBEPXAEHNUN XapaKTEPUCTUK MPKN oNpeaeneHn COOTHOLIEHUIA 3HaHTUOMEPOB.

OHaHTUOCENEKTUBHbINA aHanmns YyBCTBUTENbHOCTU W FpaHULbl onpeaeneHus nogauMHAeTca eanHeivM Tpebo-
BaHUsM, NPeabABNAEMbIM K KINAacCUYeCKoMY KONMYECTBEHHOMY ONpeaeneHnto BELWEeCTB METOA0M XpomaTtorpa-
dun. B cTepeocenekTBHOM aHanMse KOIMYecTBO MUHUMANbHOTO 3HAHTUOMEpa ABASAETCHA JIMMUTUPYIOLMM
hakTopoM, orpaHUYMBaOWNM SOCTOBEPHOCTL ONpeaeneHUs COOTHOLEHU SHAHTMOMepoB. TonbKo B Crlyvae
onpeaeneHunst KONMYECTBEHHOTO 3HaYEHWS A1 KaXA0ro a3HaHTUoMepa (C y4eTOM KpUTEPUER YyBCTBUTENBLHOCTU
1 rpanHnLpbl onpedeneHust MeToda) BO3MOXHa A0oCTOBEepHas OLeHKa COOTHOLLIEHMS! 3HaHTUoOMepoB. B apyrux cny-
Yasix YyBCTBUTENLHOCTb UMK rpaHuua onpeaeneHns MUHUMarbHbIX KOMMOHEHTOB MOXET ObiTb NpeacTaBneHa
TOMbKO YKa3aHWEM — «MeHee YeMy.

BmecTo nokazatenei YyBCTBUTENbHOCTA UK rpaHunLbl onpeaeneHns B cnyyae BeLecTB, ANt KOTOpbIX
He ycTaHOBMEeHbl AOMYCTUMbIE rPaHWLbl ONpeaeneHns, MoXeT BbiTb UCMONb30BaH NokasaTenb «CNocoBHOCTH
obHapyxeHusa» — CCB [12]. JaHHbl nokasaTtenb, KOTOPbIA MOXET BbiTb paccunTaH, Hanpumep, No rpagynpo-
BOYHOMY rpaduky, npegcTasnser coboi HaumeHbLlee 06HapyKUBaeMoe 3HauYeHne Anst HeTTO-KOHLeHTpauuu
nccrnegyemMoro aHanuTa.

10.2 OnpegeneHue paspellarolleil cNocoOHOCTU aHanM3a IHaHTUOMEpPOB
PaspewatoLlan cnocobHocTb Rg (3dhthekTBHOCTL pasaeneHns) onpeaenseT cBOUCTBO Xpomarorpadu-

4ecKOW KOMOHKM pasaensTb onpeaeneHHyto napy aHaHTomepos. KonuyecTseHHoe 3HaueHne Rg paccuunThiBa-
toT no chopmyrne

_ 2 (T -Tp2) 4)

Wiy + Whp)

rae T, T,,— Bpems yaepXnsaHus nukos (GpyTTo);
W,,, — WwnpuHa 6asncHoro nika camoro cnaboro 3aiepKMBaeMoro sHaHTuoMepa;
W, , — wmpynHa 6a3rCcHOro nuka caMoro UHTEHCUBHOTO 3af1epXKMBAEMOro 3HaHTUOMeEPa.
AnsTepHaTMBHBIM BapMaHTOM AIBMAETCA pacyeT paspellaloLlei cnocoBbHOCTU Ha OCHOBE 3HaYeHUs LWn-
PUHBI NKa Ha MOMOBUHE ero BLICOTHI (W,,,) No dopmyne
RS:1v18'(Tr1_Tr2). (5)
wq +WwWy
2 2
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ABcontoTHoe 3HaYeHWe paspeluatolleit cnocoGHocT Ana obecrneveHns pasaeneHns oqHOM Napbl 3HaH-
TUOMEPOB AOMKHO COCTaBNATL He MeHee 1,5. Takum obpasom, npu onpeaeneHun Heobxoanumo obecnevmsaTts
oTaeneHne 6a3UCHON NTMHUN.

10.3 MpaHuMUa cXOAUMOCTU U CTaHAAPTHOE OTKIIOHEHUE CXOAUMOCTH

Ons onpedeneHnst CXoAUMOCTM r U CTaHAAPTHOTO OTKITOHEHUS! CXOAUMOCTU S, MPOBOASAT KaK MUHUMYM
TpexkpaTHoe ornpeaenieHne KOHLEHTpaLUA BEWECTB B UCCReayeMoi MaTpuLe unu npobe npu NOCTOAHHBIX
YCMOBUAX COrnacHo Hactosilemy meToay. Mpoby uccnenytoT Kak MUHUMYM B TpeX MOBTOPHOCTSIX B LiENsAX No-
NyYeHUst 3HaYeHNs cpefHel KOHLEeHTPpaLMUM 1 3HaYeHUs CTaHAAPTHOTO OTKIIOHEHUS S,. 3HayeHne cxoaMMOoCTU
MeTO4a paccyMTBIBaOT N3 3HaYEeHUs1 CTaHA4apTHOro OTKITOHEeHUs nNo hopMyne

r=s,-2-2. (6)

3Ha4yeHne cTaHAapTHOro OTKIIOHEHUA ANsl Cepumn U3 N U3sMepeHNin paccuMTbLIBaIoT Mo cbopmyne

1 n 9 1 n 2
§,= |—| > xF ——| Do xi | |- ()
113 n i«

n—

10.4 KoHTponb cTabunbHOCTU pe3yrnbTaToB U3MepeHui Npu peanusayum MeToguku B naboparo-
pum

KoHTpornb cTabunbHOCTU pe3ynbTaToB U3MepeHuiA B nabopaTopun OCyLLECTBIISIIOT B COOTBETCTBUM C
TpeboBaHuamu FTOCT P NCO 5725-6, ucnonb3ys MeToa KOHTponsi cTabunbHOCTU CTaHAAPTHOMO OTKIOHEe-
HWUA NpoMeXxyTovHon npeumsmoHHocTn no FOCT P UCO 5725-6 (nyHKT 6.2.3) ¢ npMeHeHnem KOHTpPOnb-
Hblx kapT LWyxapTta. MNMepnognyHOCTb KOHTPOMs U npoueaypbl KOHTPONSA CTabunbHOCTU pe3ynbTaToB
n3mepeHnin 4omkHel 6biTb NpegycMOTpeHbl B PYKOBOACTBE MO KavyecTBY flabopaTopun B COOTBETCTBUM C
FOCT P MCO/M3K 17025 (nogpasgen 4.2) uFTOCT P 8.563 (nyHkT 7.1.1).

11 TpeGoBaHuA 6Ge30MNaCHOCTH

Mpu paboTe Ha MKX-MC xpomatorpace cnegyet cobnioaats:

- NpaBuia aKcnsyaTauun ycTpoictaa u 6esonacHoi akcnnyaTauum cocyaos, paboTaowmx nog Aasne-
Huem [13];

- TpeboBaHuWA B3pbIBoGe3onacHocTu B cooTBeTcTBUN ¢ FTOCT 12.1.010;

- TpeboBaHuA anekTpobesonacHocTn B cootBeTcTBUM ¢ FTOCT 12.1.018, FTOCT 12.1.019 1 uHCTPYKLUMEN
no akcnnyartauun npubopa.

Mpw paboTe ¢ YnCTEIMK BeLecTBaMu cneayeT cobntoaatb TpeboBaHua 6e30NacHOCTU, YCTaHOBMNEHHbIe
ONs paboThl C TOKCUYHBIMI, e AKMMW U NerkoBocnnamMeHsolmMMucs sellectsamu no FOCT 12.1.007. KoHTponb
3a cogepxaHneM BpeaHbIX BeLLECTB B BO3ayxe paboyeit 30HbI crieayeT NPoBOAUTL B COOTBETCTBUM ¢ TpeboBa-
Husmn TOCT 12.1.005.

K pabote Ha MKX-MC gonyckatoTca nuua, uMetolume kBanudukaumio He Hke TexHUKa, Bragetowme
TEXHWKOW ra3oxnaKoCcTHOro xpoMaTorpadnieckoro aHanmsa U U3y4mBLUME UHCTPYKLMIO MO 3KCnyaTauum uc-
nonb3yemon annapaTypbl.

12 Ycnosusa npoBeaeHUA onpeaeneHus

Mpw noaroToBke 1 NpoBeAeHNM onpedeneHns oMKHbI BbiTb COBMIOAEHBI crneaytoLme yCrnoBus: Temme-
paTypa okpyxatowen cpeapbl ot 10 °C go 25 °C BktounTENBHO, OTHOCUTENbHANA BIIAXHOCTL Bo3ayxa oT 40 %
0o 70 % BKNOYNTENBHO.

13 lMpoToKon ucnbiTaHUM

B npoTokone ncnbiTaHWin NpUBOAAT:

- CCbIMKY Ha HacTOsILLMIA MeToa,;

- BMA, NPOUCXOXAEHWE 1N HasBaHWe Npobel;

- cnocob 1 aaTy ot6opa npobbl;

- 4aTy NocTyneHusl U UCrbITaHnsa NPoodbI;

- pesynbTaThl UCCefoBaHUS;

- NMPUYMHBI OTKITOHEHUI B Npoueaype onpeaeneHuns oT YCTaHOBNEHHbIX YCNOBUIA.
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PesynbTaTbl MexnabopaTopHbIX UCMbITAHUI

MpunoxeHne A

(cnpaBo4Hoe)

rocT P 53138—2008

PesynbTaThl, npeacTaeneHHble B Tabnvuax A.1 v A.2, nonyyeHsl B paMmkax KpyroBoro ucrbiTaHusi obpasua « MynsTm-
BMTaMUHHOIO COKa» U3 PO3HWYHON TOProBon ceTu. B npoby kommepueckoro coka bbinv BHeceHbl apomaTobpasytolme Be-
WecTBa B TpeX M3BECTHbIX konuyecTtBax. [lpuBedeHbl 3HaYeHUs1 Ans cTeneHn MOBTOPHOIO HaxoXAeHWs1 B pacyeTe Ha
TeopeTUyecKoe 3Ha4YeHVe Ansi BHECEHHbIX KOMMOHEHTOB. MeTponornyeckue xapakTepucTUkM HacTosILLero meToga nony-
YeHbl nocne 06paboTku pe3ynbTaToB KPYroBOro UcnbiTaHus n3 12 nabopatopuii [12], [14].

Tabnwnuya A.1— Cratnctudeckne napameTpbl onpeaerneHns KOHLEHTpaumin apomaTobpasyowmx BeWwecTB ansi
OLEHKM JOCTOBEPHOCTM METOAA MO pe3yribTatam KPYroBOro UCTbITaHUs

CraHpapTHoe CrannapTHoe Crenenb
ApomaTtobpasyioliee Cpennee OTKNOHEHUe OTKIOHEHME CxoamMmocTs r, Bocnpousso- NOBTOPHOIO
BOLLIBCTBO 3HaveHue X, cxomumocTh s, BOCMPOM3BOAU- MIKEIKT OUMOCTb R, HAXOKTIGHUS
MKI/KT MKE/KE MOCTH S MKr/Kr H %
MKI/KT !
276 16 38 46 108 88
y-HdekanaktoH 114 5 18 15 51 93
93 5 16 16 45 86
230 16 38 46 107 88
y-YHOEeKanakToH 59 5 7 14 19 95
109 6 14 17 40 89
301 21 52 60 148 9
y-JoaekanakToH 58 3 12 9 33 95
153 12 31 34 87 9
199 18 39 52 109 74
o-NoHoH 48 4 11 10 31 83
93 7 21 21 60 72

Tabnwuuya A.2— CraTuctudeckne napameTpbl onpeaeneHns COOTHOLWEHNI apomaTobpasyowmux BewWwecTs ans
OLEHKM JOCTOBEPHOCTM MeToaa

A 5 Cpenree CranpgapTHoe CranpgaptHoe c Bocrpom3so-
pomaTobpasyloLee anaveHme OTKITOHEHMWE OTKIIOHEHUe XOAMMOCTb 7, MOCTH R,
BeLLEeCTBO Q CXOAMMOCTH S, BOCNPOU3BOAU- MKI/Kr )
RS MKr/Kr MOCTH S, MKI/KI MK
8,3 0,25 0,64 0,7 1,8
y-HdekanakToH 97* 0,3 2,6 0,9 7.4
3,9 0,17 0,32 0,5 0,9
1,0 0,01 0,01 0,03 0,03
y-YHOEeKanakToH 1,0 0,02 0,03 0,04 0,07
1,0 0,01 0,02 0,04 0,05
1,0 0,01 0,02 0,03 0,05
y-AopekanakToH 1,0 0,03 0,05 0,09 0,16
1,0 0,02 0,04 0,05 0,1
1,0 0,02 0,03 0,05 0,09
o.-MNoHoH 0,96 0,03 0,09 0,07 0,26
1,0 0,02 0,04 0,05 0,11

* CooTHoweHne ExE (9.3.2).
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MpunoxeHne b
(cnpaBoy4HoOe)

O6GopyaoBaHue ANs COBMELEeHHOW AUCTUNNALUN-3KCTpaKkuum no Jinkenc-HukepcoHy
M KonoHka Burpo (Vigreux) Ans KoHLeHTpMpOBaHUA

Wnud 29/32 Wnud 29/32

1 — konBa ans npobbl, 2 — U-o6pasHas pasgenstowas Tpybka, 3 — AMCTUNNALMOHHAA KONOHHA, 4 — BMYCKHOW LUTYLIEPp ANA oxnaauTte-

ns (Bodbl), 5§ — WTyuep ans HanonHeHusi U-o6paaHoii Tpybku (B MoauduLnpoBaHHOM BapuaHTe — BINYCKHOW LWITYLep noA wnudg 29/32),

6 — Kamepa CMeLLUBaHWUA ANCTUNNALMOHHBIX NapoB, 7 — konta Ans pacTBOPUTENA U SKCTPArMpoBaHHbLIX KOMMOHEHTOB Npobkl, 8 — Bbl-
NyCKHOW LITyLep AnsA oxnagutens (Boabl), 9 — KONoHHa Ans NapoB pacTBopUTens

PucyHok b.1 — OBopyaoBaHue ansi COBMELWEHHON ANCTUNNALMKU-3KCTPaKLMKU BoAsHbIM napom no Jlnkenc-Hukepcony
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LWinud 29/32 unm 14/23

BeoirtyckHoll u enyckHoll r ]
wmyueps! Orisi NOOKIIOYEeHUs
oxnaxoeHusi
CT TN
\\___L——— a
C J
)] ¢ -
C J Ilx
\, J

LWinndg 29/32 unun 14/23

H1 — adbextueHan anvHa (anuHa pasgenenuns) — 30 cm, H — obuias seicota konoHku 40 cm (co wnudamm 14/23)
unu 42 cm (co wnudamu 29/32)

PucyHok 5.2 — KonoHka Burpo (Vigreux), npymep KOHCTPYKTMBHOIO UCMNONHEHUS
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MpunoxeHne B
(cnpaBoy4HOe)

Mpumep pasgeneHusa aHaHTMOMepoB apoMaTobpasylolnux coeAMHEHUI B XOAe ra3oXXUaKOCTHOTo
XpomMaToMacc-CNeKTPOMETPUYEeCKoro onpegeneHus

% ancunoH-flekanakToH
100 9.834 10.488
165 193
R S
8.969
- 128 I
= ramma-[lekanakToH
e 11.680 12.078
| 244 261 raMma-YHaekanakToH
15.537 15.958 AenbTa-[logekanakToH
R S 409 427 19.931
19.557
R s 581
14.485 R S
7 364
1 T T T T I T T T TTTITTTII |||||||||||||||||||||||||||||||||JT|||||||

PucyHok B.1 — Pa3geneHne sHaHTMOMEPOB y-NaKTOHOB 1 BHYTPEHHEro cTaHAapTa s-AeKarnakroHa
Ha XMparnbHON KONOHKE C LMKIOAEKCTPUHOM (NyHKT 8.3.1)
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