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MNpepgnucnoBne

Llenn, ocHOBHble NpUHLMNbI 1 06LWMe npaBuna npoBefeHus paboT Mo MeXrocyfapCTBEHHOW cTaHaap-
Tn3aunm yctaHosneHol TOCT 1.0 «MexrocygapcTeeHHaa cucrema craHgaptnsaunm. OCHOBHbIE MOJSTOXEHNA»
n rOCT 1.2 «MexrocygapcTBeHHaa cucrema craHgaptusaunn. CtaHgapTbl MeXrocygapCcTBeHHble, npasuna
N pekomeHgauumn no MexrocyfapcTBeHHOW cTaHgapTusaunun. Mpasuna pas3paboTku, NPUHATUA, 0OHOBIEHUA
N OTMEHbI»

CBefeHusa o ctaHpapTe

1 NOArOTOB/IEH Hay4HO-MPOM3BOACTBEHHLIM pPecny6/IMKAHCKUM YHUTapHbIM npeanpuatuem «beno-
pycckuii rocyfapCTBEHHbIW MHCTUTYT cTaHgapTm3aunn u ceptudukayum» (benfMCC) Ha ocHoBe COHBCTBEHHO-
ro nepesofia Ha PYCCKUI A3bIK aHI/1053bI4YHON Bepcun cTaHgapTa, ykasaHHOro B nyHkre 5

2 BHECEH locctaHgapTom Pecnybnunkn Benapycb

3 MPUHAT MexrocygapcTBeHHbIM COBETOM MO cTaHAapTulauum, MeTponornn u ceptudukaumm no pe-
3ynbTatam rosiocosaHns B AUIC MIC (npoTtokon ot 25 mas 2016 r. Ne 88-I)

3a NpuHATUE nporosiocoBanu:

KpaTKoe HanMeHOoBaHue CTpaHbl KO,EI' CTpaHbl COKpaLLI'eHHoe HanMeHOoBaHMe HauMoHa/IbHOIo opraHa
no MK(MCO 3166) 004—97 no MK (MCO 3166) 004—97 no craHgapTusauuu
ApmeHus AM 3A0 «HauuoHanbHbLIA OpraH MO CTaHgapTu3aymn u
MeTposorun» Pecnybnvkn ApmeHns
Benapycb BY FoccraHgapt Pecny6nukn Benapych
KazaxctaH Kz FocctaHpapt Pecny6nunkn KasaxcraH
Knprusus KG KblpreisctaHaapt
Poccua RU PocctaHgapt
Y36ekncTaH uz Y3ctaHgapt

4 Tpukazom defepasibHOro areHTCTBa Mo TEXHUYECKOMY PerysimpoBaHuio M MeTposiorum ot 27 aeka-
6psa 2023 . Ne 1681-cT mexrocygapcTBeHHbli ctaHgapT TOCT ISO 10130—2016 BBefeH B feicTBue B Ka-

yecTBe HauMOHanbHOro ctaHgapta Poccuiickoin depgepaynn ¢ 1 aHBaps 2025 . ¢ npaBoOM A0CPOYHOr0 MNpu-
MeHeHus

5 HacTtosawwuii ctaHgapT MAEHTMYEH MexXayHapoaHomy cTaHgapTty ISO 10130:2009 «KocmeTuueckue
cpeacTtBa. AHannTuyeckme metogbl. HutposamuHel. O6HapyxeHue nonpegeneHne N-HuTpo3ogmaTaHoiammHa
(NDELA) B KOCMeTMKE METOAO0M >XUAKOCTHOM XxpomaTtorpadum BbiCOKOro paspeweHus (HPLC), noct-
KO/TOHOYHbIM (POTO/IN30M W MONyvyeHneM npPousBofHbIX» [«Cosmetics — Analytical methods — Nitrosamines.
Detection and determination of N-nitrosodiethanolamine (NDELA) in cosmetics by HPLC, post-column
photolysis and derivatization», IDT],

MexayHapoAHblli cTaHgapT pa3paboTaH TeXHWYECKMM KOMUTETOM Mo cTaHgapTusayum ISO/TC 217
«KocmeTnka» MexayHapofHo opraHmsaumm no ctaHgaptusayum (1ISO).

HanmeHOBaHVe HacToslWero craHgapta U3MEHEHO OTHOCUTE/IbHO HaMMEHOBAaHUSA YKa3aHHOro Mexay-
HapoAHOro cTaHgapTa Ans npuBegeHus B cooTseTcTBme ¢ NOCT 1.5—2001 (nogpasgen 3.6)

6 BBEJEH BMEPBbIE
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WHdopmaunsi o BBefeHUn B AelicTBMe (NpekpalieHun AeicTBuUS) HACTOSWEro cradgapTa 1 nsme-
HEHWI K HEMY Ha TeppuTOpUM YKasaHHbIX Bbllle rocyfapcTB NybanKyeTCS B yKazaTenax HalMoHaNbHbIX
cTaHapToB, N3jaBaeMbiX B 3TUX rocygapcTBax, a Takke B ceTu VIHTepHeT Ha caiiTax coOOTBeTCTBY-
HOLLUX HAUVOHA/IbHbIX OPraHoB No cTaHAapTu3auuu.

B cnyyae nepecmoTpa, U3MEHEHUS UM OTMEHbl HACTOSLLEero cTaHgapTa CoOOTBeTCTBYLWAan UH-
opmauns 6ygeT onybsvMkoBaHa Ha oduunanibHOM UHTeEpPHeT-caliTe MexXrocyaapcTBEHHOrO coBeTa no
cTaHjapTu3auum, MeTponorum u cepTudukauum B kKaTanore «MexrocygapcTBeHHble CTaH4apTbi»

© IS0, 2009
© OdopmnenHune. ®IrbY «MHCTUTYT cTaHAapTulaymn», 2024

B Poccuiickoii ®egepaunn HacTosIWKiA CTaHAApPT HE MOXET ObiTb MOJIHOCTLI UK
YaCTMYHO BOCMPOU3BEMEH, TUPAXMWPOBAH M pacnpocTpaHeH B KauyecTBe ouumanbHOro
nsgaHua 6e3 paspeweHns deaepanbHOro areHTCTBa MO TEXHUYECKOMY PEryimpoBaHuto
U MeTposioruu
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BBepneHne

OkpyxawLuiaa cpega, NnpoAyKkTbl NMUTaHWA, CpeacTBa SIMYHON TUrMeHbl MOTYT BbiCTynaTb B KayecTBe UC-
TOYHMKOB N-HUTPO3aMMHOB, C KOTOPbIMY HENOCPEACTBEHHO B3anMOeNCTBYeT YenoBek. B xoge nccnegosaHuil
661710 BbIABNEHO, 4YTO N-HUTPO3aMWHbI MPOABMAT MOTEHLMANLHYIO KaHLUEePOreHHYl akTMBHOCTbL B OTHOLWe-
HAW HEKOTOPbIX BUAOB XWBOTHbIX, B CBA3U C 4YeM MUHUMMU3ALUA BO3AeNCcTBUA N-HUTPO3aMWHOB Ha OpraHu3m
yenoseka nMpuM3HaHa OAHON U3 BaXHeNWuX ueneil coxpaHeHus 340poBbsA nwgein. Cpegn N-HUTPO3aMUHOB
N-HuTpo3ognataHonamuH (NDELA) npu3HaH B KayecTBe MNOTEHUMANbHOTO 3arpsa3HMTeNs KOCMeTU4YeCcKon npo-
aykuumn.

B cBA3M Cc 3TUM 6bINO paspaboTaHO HECKO/IbKO aHa/IMTUYECKMX METOA0B OOHapYyXeHusa v onpefeneHuns
npucytctBus NDELA B kocmeTuyeckoi npoaykumu. MNpumepamu Takux MeTOLAOB SABAAKTCA MeTO[ rasoBoi
XpomaTtorpadyumn/TepmMoaHepreTUYecknin aHanns, XMAKOCTHass xpomaTtorpacuns BbICOKOTO paspelleHuns B coye-
TaHunm NM60 C Macc-CnekTpoMeTpuYeckum onpegesnieHnem, nmbo ¢ poTonn3omM MU KONOPUMETPUYECKUM KO-
YeCTBEHHbIM onpegenieHneM. B nocnegHem metofe NPUMMEHSIOTCA HOBelLW e TeEXHONOIMKN, obecneynBsatouime
MakCUMasibHY0 TOYHOCTb onpegeneHnss NDELA, no3sonswwme MUHUMU3NPOBATb PUCK MCKYCCTBEHHOro 06-
pasosaHuss NDELA B aHanu3upyemoit npoAyKuun v NpoBECT! TOYHOE KOIMYECTBEHHOE onpejesneHne.

MeTog, nNpuBeAeHHbI B faHHOM cTaHAapTe, BkAlo4yaeT B cebs pasfeneHve v onpefeneHns cogepxa-
HUA crefoBbIX KonuyecTB N-HMTpo3oauaTaHonamuHa (NDELA) B MHrpeagneHTax KOCMeTUYECKON NpoayKuumn u
mMaTpuuax KOCMeTU4yeckon NpoAyKLuMM Npu NOMOLLM BbICOKOI(DEKTUBHOW XNAKOCTHON XpomaTorpaduu B Co-
yeTaHUN C MOCT-KOTIOHOYHbIM (DOTONIM3OM U NOJIyYEHUEM MPOU3BOLAHbIX.

B oCHOBY HacTosLLero ctaHgapTa NosoXeHbl pe3ysbTaTbl COBMECTHbIX MccnefoBaHunii [2] cemun nabopa-
Topwuin, ony6aunkoBaHHblie B 2006 rogy. Kputepuu gOCTOBEPHOCTY NpUBEAEHbI B [2].
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M E X T O C Y O AP CTBEWHH b ” C T A HAOAPT

nPOAYKUNA KOCMETUYECKAHA

O6HapyxeHune n onpegeneHne cogepxanmsa N-HutposogmataHosiammuHa (NDELA) meTtogom
BbICOKOI( D EKTUBHOWN XMUAKOCTHOW xpomaTorpadum (HPLC), NOCT-KO/IOHOYHbIM hOTOIM30M
U nosiyyeHnem NpousBOAHbIX

Cosmetics. Detection and determination of N-nitrosodiethanolamine (NDELA) by High-performance liquid
chromatography (HPLC), post-column photolysis and derivatization

Jata BBepeHuna — 2025—01—01
C NMpaBOM [, 0CPOYHOIo NPUMEHEHUA

1 O6nactb NpUMEHEHUs

Hactosawwmin ctaHgapT ycTaHaBnuBaeT MeTof o6HapyXeHus u onpegeneHus cogepxaHnsa N-HUTPO30-
anataHonammHa (NDELA) B KOCMeTM4YeCcKol MpOAYKUUU U Cbipbe A1 €€ U3TOTOBJ/IEHUSA, C NPUMEHEHUEM Bbl-
COKO3(h(heKTUBHON XMAKOCTHON xpomaTtorpacdpum (HPLC) ¢ MOCT-KOMOHOYHbIM (HOTO/IN30OM U MOAYYEHUEM
NPON3BOAHbIX.

[aHHbI MeTop He NPUMEHST A9 0GHapyXeHus u/unu onpefeneHns cogepXaHusa ApYrMx HUTpo3a-
MWHOB, a Takke ansi o6HapyxeHus u/mnn onpegeneHus cogepxannsa NDELA B npoaykuum, He siBAstoweincs
KOCMeTn4YecKol NpoAayKuuein nnu cbipbeM A1 €e U3roTOBNEHUS.

[aHHbIA MeToh NPUMEHSIOT AN aHanm3a KOCMEeTUYECKO MpoAyKUUM B TOM C/lyyae, ecnivm 3arpsisHeHue
npoaykumn NDELA BO3MOXHO NOCpeACTBOM MHIPpeAueHToB, Nn60 obpasoBaHne NDELA BO3MOXHO B pe3sy/ib-
Tate CMeLeHNs UHIPeANEeHTOB, MEeTOA ABNSETCA anbTepHaTMBOM MeToay, U3N0XeHHOMY B [1].

[aHHbI MeToq He NMPUMEHSAETCHA K MaTpuuam, cogepXalyum OKUCNNTENIbHbIE KpacuTenu.

2 CylwHoCTb MeToda

MpoBoasaT akcTparmpoBaHve NDELA 13 npo6 kocMeTU4ecKoi npoaykuuu, ncnosnb3ys sogy. Ecnm npo-
6bl He gucneprupyloTca B BOAE, M3B/ieYeHMe BbIMOHAIT NocpeAcTBOM TBepgodasHon akcTpakuyum (TPI,
cMm. 5.3.3) ¢ ncnonb3oBaHnem kapTpugxa C18, nmbo XMAKOCTHOW 3KCTpaKuuu, MCNoAb3ys AUXSOPMEeTaH
B KayecTBe pacTBopuTensa (u3sneuveHue AXM, cMm. 6.3.2). [onyyeHHble 3KCTPaKTbl aHa/IN3NPYHOT METOAO0M
BbICOKO3(h D EKTUBHOM XMAKOCTHON xpomartorpacdum (HPLC) c nOCT-KONMOHOYHbIM (DOTOIM30M U MOJSTYyYEHUEM
npon3BoAHbiX. NDELA oToensoT OT KOCMeTMYeCcKol MaTpuubl C MOMOL bl 06palleHHO-ha30Boi XUAKOCTHOW
xpomartorpacuun. B pesynbtate hoTOoNM3a NoA4 BO3AENCTBMEM YNbTpadnoneToBoro msnyvyeHus A/-HUTpo3Has
CBA3b pa3pbiBaeTca C o6pas3oBaHMeEM HUTPUT-MOHa. CornacHo peakumm Fpucca HUTPUTHaAA (DYHKUUOHA b-
Has rpynna guasoTupyeTtcs cynbgaHunamngom B KUCNOW cpede, a 3aTeM coeguHsetcs ¢ J1/-(1-HadpTun) aTu-
neHgnamuu gurngpoxnopungom (NED), o6pa3sys asokpacuTenb MyprnypHOro LBeTa, KOTOPbli KOMNYECTBEHHO
onpefensarT cNnekTpoPoTOMETPUYECKMM METOAO0M MNPV MakCMMasibHON AJ/iHe BOSHbI, ATax, paBHOl 540 Hm
(cMm. npunoxeHune B).

MpucytctBue NDELA moxeT 6biTb NOATBEPXAEHO NOBTOpeHWEM aHanusa 6e3 ctaguu gotonusa (npu
3TOM He o6pasyeTcs HUTPUT-WOH, MOCKO/IbKY HE MPOUCXOAMUT paspbiB A/-HUTPO3HOI cBA3K). OTCyTCTBME XPO-
MaTorpacMyeckoro nuka npuM BpPeEMeHU yaepxusaHusa, cooTsetcTBylouwem NDELA Ha xpomatorpamme, noa-
TBEpXAaeT, YTo NuK, Habnwaaemblii Npy nepBom aHanuse, cootTeeTcTByeT NDELA.

M3pgaHne odmumnanbHoe
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3 PeakTuBbI

3.1 MeTtaHon, npurogHelii ana HPLC aHanusa.

3.2 Bopga, npurogHasa gna HPLC aHanusa.

3.3 AnxnopmeTaH, npurogHsii ans HPLC aHanusa.

3.4 JIMHuUTpo3oAu3aTaHOMIaMWH, W3BECTHON CTeneHu 4uUCTOoThbl, npesbiwawuen 95 %. CAS No
[116-57-7].

3.5 OpTodocgopHas kucnoTa, 85 %, aHaIMTUYECKO CTEMNEHUN YNCTOThI.

3.6 AueTaT aMMOHUSA, aHANIUTUYECKON CTENEeHN YUCTOThI.

3.7 PacTtBOp auetata ammoHus, 1 monb/gm3.

PacTteopsitoT 77,08 r auetata ammoHusa (3.6) B 1,0 am3 Boabl (3.2).

3.8 PactBop auertata ammoHus, 0,02 monb/gm3.

BepyT 20 cm3 pacTBOpa auetata aMMOHUA C KOHUueHTpauuein 1 monb/am3 (3.7) n goBoasaT 06bEM BO-
noni (3.2) po 1 am3.

3.9 NI/-(1-HadbTnn) aTuneHAMamMmuH SUTNAPOXA0PUA, U3BECTHOW CTENEHW YMCTOTbl, NpeBbllatoLei
98 %. CAS No. [1465-25-4].

[aHHbI peakTUB [O/KEH XPaHWUTbCA B rePMEeTUUYHO YKYNMOPEHHON ynakoBke B 3aljuleHHOM OT cBeTa
MecTe.

3.10 CynbctaHnnamunpg, U3BECTHOW CTENEHN YUCTOThI, NpeBbiwawwen 99 %. CAS No. [63-74-1].

3.11 PeakTtuB lpucca

PacTtBopstoT B MepHoit konbe 0,25 r J1/-(1-HadpTun) aTuneHgnamud gurngpoxsaopuga (3.9) B soge (3.2),
poBoaAaT o6vem o 250 cm3. PactBopsatT 4,0 r cynbdannnammnga (3.10) B 250 cm3 5 %-Horo (macca/ob6bem)
BOAHOro pactBopa opTohoCqOpPHON KNCAOTbI, NPUTOTOBAIEHHOIO U3 OPpTO(OCHOPHON KNCAOTblI CO CTEMNEHbIO
yncTtoThbl 85 % (3.5). CMewmnBalOT peareHTbl B CK/ISAHKE M3 CTeksa SAHTapHOro useta. CMecb XpaHAT B 3alu-
LEeHHOM OT CBeTa MecTe.

Cmecb npurogHa K UCNo/b30BaHUI0 B TeYeHWe NATW AHeli nocsie NpUroToB/IEHMA U AO0MXHA OocTaBaTbCs
6ecuBETHON Npu XpaHeHun npu Temnepatype ot 2 °C go 8 °C.

4 Annapatypa

Wcnonb3yoTca cTaHgapTHble nabopaTopHble CTekNAHHAaA nocyga u obopygoBaHue, a Takxe:

4.1 MexaHun4yeckunin cmecuTenb uam cmecutenb Vortex®1).

4.2 CTeknsiHHble Buanbl gnsa HPLC BmectumocTbio 20 cM3 C HaBMHYMBalLWeENnca Kpbiwkoii Poly-
Cone®.

4.3 MonunponnneHoBasi MMKPONpoGMpka BMeCTUMOCTbO 1,5 cM3 ansa ueHTpucyrnposaHums.

4.4 CmecuTeNbHbIV TPOMHUK C Ma/lbiM MepPTBbIM O6bHLEMOM.

4.5 Cuctema gnga npoeBefeHns TBepaodasHoii akCTpakumm, npumeHsemas Ans NpoBefeHns TBep-
podgasHoli akcTpakynmn (T®3J) npob (Hanpumep, Vacmaster®1) nnm Visiprep®1)).

4.6 LleHTpudyra, cnocobHas pasBuBaTb yckopeHue He meHee 20000 g ¢ nporpaMmmupyemMbiM Temne-
paTypHbIM PEXUMOM.

4.7 KonoHka gnsa 1BepaodasHoi akcTpakuuu, Hanpumep Sep Pak®1) ¢ kapTpugxamu C18 Waters
unn Bakerbond®1) C18-6 cm3, ¢ 500 mr obpalieHHO-(ha3HOro okTageyusacunaHa, NPpUBUTOro K cUnukaresnio,
co cpefHuM anameTpom yactuy (APD), paBHbIM 40 MkM, 60A.

4.8 AnnapaTypa A/ XUAKOCTHOW XpomaTtorpadgum BbICOKOro paspelleHns, Bkavakwwasn: gemn-
dep nynbCcupyLWmin, eMKocTb A5 3I0EHTA, HAcoc, cMcTeMy BBoAa NPo6bl, CUCTEMY 06PabOTKN AaHHbIX, T. €.
WHTErpaTop, COeAMHEHHbIN C LEeTEKTOPOM W3nyyeHusa Y®P/BnAumoro gumanasoHa, OCHalleHHbIM BOSbgpamo-
BOV namnoin ¢ yysBcTBuTenbHOCTbo 0,001 AUFS nnmn 0,0005 AUFS (absorbance units full scan — ontuyeckux
efINHNL, MOJSTHOTO CKaHUpPOBaHUA).

4.9 Hacoc gna nofayn peaktuBa pucca: HacoC HM3KOro gasnieHus 6e3 nynbcauuu, Takke fony-
CKaeTcsl NCnoNb30BaTb BTOPOI HAcoc XUAKOCTHOro xpomatorpada (LC) ¢ Takumm e xapakTepucTukamm, Kak
Yy YKa3aHHOro paHee.

1) Annapatypa komnaHuii Poly-Cone®, Vortex®, Vacmaster®, Visiprep®, Waters nnm Bakerbond®, Sep Pak®,
Spherisorb® n Beam Boost® sBnseTcs NpyMepPoM NpoAyKUmn, UMetoLLencs B Mpogaxe. dta MHdopMauus npveeaeHa gis
yno6cTBa Nosb3oBaTesiell HACTOSALLEro CTaHaapTa U He SIB/SETCA Pek/1aMoit yKka3aHHOM NPoAyKUMM €O CTOPOHbI I1SO.

2
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4.10 Moaynb coTonmsa: POTOXMMUYECKNI peakTop, BKIKYAKLWMA TEP/IOHOBYIO pPeakKUUOHHYK Cnu-
panb «BbICOKOIO AaBfiEHUSA», ANVMHON 5 M (unm 6 M) U BHYTpeHHUM anameTpom 0,3 MM, pacrnonarawLyrcs
BOKPYr Y®-naMnbl HU3KOTO AaBfieHNs, UCMyCKalWeln nsnyyeHne npu gaivHe BoJHbl 254 HM (Hanpumep, ¢oTo-
peakTopbl Beam Boost®1)).

4.11 TIOCT-KO/IOHOYHbLIA MOAY/b WX TepmocTaT, 060pyAoBaHHbI Ted)/TIOHOBOW pPeakUUMOHHOW cnu-
panbio 06beMOM 1 cM3, 1 CMECUTENIbHLIM TPOMHUKOM C MasibiM MepTBbiM 06bemMoM. Cnupanb fo/mxHa ObiTb
CKpy4yeHa onpeneneHHbIM 06pa3om, C Lenbio npefoTBpaleHns pasMblBaHUA xpoMaTtorpaguyecknx 30H [3].

4.12 XpomaTorpadguyeckasa aHaiuMTMyeckas KOJIOHKa C ob6pauieHHolW dason C18, Hanpumep,
Spherisorb®1) ODS Il (okTageuynncunaHa), 3awmueHHas npegKonoHKOIA.

XpomaTtorpaguyeckass KONOHKa

- ANvHa: 150 mm
- BHYTPEHHUWIA AnameTp: 4,6 MM
- pasmep yacTtuu: 5 MKM
MpeakonoHka

- ANVHa: 10 mm
- BHYTPEHHW gnameTp: 4,6 MM
- pasmep yactuu: 5 MKm

4.13 KoHdurypauymsa nocT-KO/IOHOYHON cucTeMbl peakTopa (cM. npunoxeHune C)

CoeauHnTeNbHbIE TPYOKM, yCTAHOB/IEHHbIE NMOC/E KanaHa BBoAa Npobbl, AO/MKHbI ObITb HACTO/IBKO KO-
POTKMMM, HACKOJIbKO 3TO BO3MOXHO.

XpomaTtorpadnyeckyto KO/IOHKY HanpsiMyl MOACOEeAUHAT K cucteme BBoAa Npobbl, CHaGXEeHHOW npo-
600T60OpHOI neTtnein BMmecTumocTbto 50 MmM3 unm 100 mm3. doToxmmuyecknii peaktop (1), cCHabGXeHHbI OT-
KpbITOl Tpy6uaTolii peakuyMoHHOI cnupanbk W ynbTpadunoneToBoin namnoi (ucnyckawoweln usnyvyeHue npu
ONVHEe BOMHbl 254 HM), NOACOEAMHSAIT K BbIXOAYy XpomaTtorpaduyeckoit KOMOHKU. Bbixog ¢oTOXMMMUYECKO-
ro peaktopa noAcoeAunHSAT K O4HOMY M3 OTBETB/IEHWI CMECUTEesIbHOro TpoliHuka (2). BTopoe oTBeTBneHue
TPOWHMKA NOACOEAMHSIOT K HACOCy, NOAaloLLEeMY peareHT A5 NoayvyeHnss Nnpon3BoaHbixX (3). TpeTbe OTBETBNE-
HVe NoACOeAMHAT K TpybuaTomMy peakTopy, Bkatuvawwemy Ted/IOHOBYH TPy6Ky, pacrnosioXeHHy B MOCT-
KonoHoyHoM mopyne (4). Boixog TpybuaToro peakropa NogCcoefuHAT K AeTekTopy YO/BUANMOro msnyvyeHus
(cnektpodhoTtomeTp) (5). MnKN 31I0MPOBAHHbLIX BELLECTB KOHTPO/IMPYIOT C NOMOLLbH MUKPOKOMMNbHOTEPA, OCHa-
LLEHHOTO UMEILLMMCS B NpojAaxe cTaHAapTHbIM NPOrpamMmMHbIM 06ecrneyeHnem.

5 MpuUroToBfieHNE N XpaHeEHMe NpPoo

51 O6wume nonoxeHuns

MPEAYMNPEXAEHWE — BonbWWHCTBO N-HUTPO3aMUWHOB AB/AKOTCA NOTEHUMAIbHBIMN KaHUepo-
reHamn, Heo6XxoAMMO MpeanpUHATL BCe BO3MOXHble Mepbl NPeAOCTOPOXHOCTM BO n3lbexaHue BO3-
LEeNCTBUNA UX Ha YenoBeka.

Bce onepauun, cBA3aHHble C UCMNOJIb30BaHNEM N-HUTPO3aMWHOB WAW UX PaACTBOPOB, AOJIKHbI
BbINOJ/IHATLCHA B XOPOLWO BEHTU/IMPYEMOM BbITS)XXHOM LWKady win nammHapHom 60Kce.

YacTo NnpumMeHsieMble pe3nMHOBbIe XMPYypPruyeckne rnepyaTtkm He obecrneymBarT JOCTATOYHON 3a-
WKnTbl. X HEO6XO0AMMO CHMUMAaTb U BblOpacbkbliBaTb CpPa3y Xe Nnocsie NCMNosib30BaHNA, a He HOCUTb B Te-
YyeHVe ONINTEeNIbHOro nepnoaa BpeMEHN.

No6ble pacTBOpbIl, coaepxawme N-HUTPO3aMUHbI, AO/IXKHbI YAanATbCcA 6e30nacHbIM cnocobom.

YnbTpadgunonetosoe (Y®P) nsnydyeHune pasnaraet N-HUTPO3aMUHbI, MO3TOMY pacTBopbl N-HUTPO-
304uaTaHOIaMUHa N Apyrue pacTBopbl N-HUTpPO3aMWHOB (CTaHAapPTHblIe PacTBOPbLI/AKCTPaKTbl) Xpa-
HAT B 3alMlLEHHOM OT cBeTa MecTe npu Temnepartype ot 2 °C go 8 °C.

BBopa aHanu3svpyemoi npobbl AO/DKEH OCYLWEeCTBAATLCA He no3fHee 24 4 nocsie NpUroToBIeHNs
3KCTpakTa npobbl.

1) AnnapaTypa koMnaHwuii Poly-Cone®, Vortex®, Vacmaster®, Visiprep®, Waters wim Bakerbond®, Sep Pak®,
Spherisorb® 1 Beam Boost® fBnseTca npyMepoM NpoayKummn, MMerLLelica B npodaxke. d1a MHopmMaums npuesegeHa ans
yA06CcTBa No/b30BaTeseil HACTOSALLEro CTaHaapTa 1 He SB/AETCA Pek1aMoii yKasaHHOM NPoAyKUMM €O CTOPOHbI ISO.
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5.2 lMpurotoBneHne rpagynpoBOYHbIX PacTBOpPOB

5.2.1 OCHOBHOII rpagynpoBOYHbIA pacTBoOp

[OTOBAT OCHOBHOI rpagynpoBoYHbIi pactBop (S0) NDELA B BoAe ¢ KOHueHTpauuein 1 mr/cm3. LaHHbIi
pacTBOp XpaHAT He 6osee 6 Mec B 3allMULEHHOM OT CBeTa MecTe npu Temnepartype ot 2 °C go 8 °C.

5.2.2 T'pafyMpOBOYHbI pacTBOp C KOHUeHTpayuern 10 mkr/cm3

13 0OCHOBHOTO rpagynpoBoYHOro pacteopa (S0) pasbasneHunem B Boge (1:100) roToBAT rpagynpOBOYHbIN
pacTBop C KoHueHTpaywueir 10 mkr/cm3 (S.,). MoBTOpHOE pa3baBrieHne S1 B cooTHoweHuMn 1:100 BbINOAHAKT
ONA NoNy4vyeHns rpafyvpoBOYHOro pacTteopa (S2) ¢ kKoHueHTpauueli 100 Hr/cm3. Bce NpUroToB/eHHbIE pacTBO-
pbl XpaHAT He 60siee Hegenu B 3alML,EHHOM OT CBeTa MecTe npu Temnepatype oT 2 °C go 8 °C.

5.2.3 Pabouune pactBopbl

MocnepoBaTenbHbiM pa3baBneHnemM rpagynpoBOYHOro pacteopa (S2) Bogoii rotoBAT paboune rpagyw-
pPOBOYHbIE pacTBOpPbl C KOHUeHTpauuein 1 Hr/cm3, 2 Hr/cm3, 5 Hr/cm3, 10 Hr/cm3 1 20 Hr/cm3 (cM. pucyHOoK A.1)
[aHHble pacTBOpbl FOTOBATCA KaXAblli AE€Hb U XPaHATCA B 3allMWEHHOM OT cBeTa mecTe (cMm. Tabnauyy 1).

JTInHelHOCTb Ka/IMGpPOBOYHOI KPUBOI NPOBEPSIOT B Anana3oHe KoHueHTpauyuin oT 1 Hr/cm340 100 Hr/icm3
(cM. pucyHok A.2).

MprMepbl TUMWYHBLIX XpoMaTorpamMmm npuBeeHbl Ha pucyHkax A.3 nA.4.

Tabnuya 1— MNpurotoBneHne paboymx pacTBOPOB

O6bem o
OKOHYaTeNbHbI OkoHuatesibHas Mepuopg
Pab6oune pacTteopbl rpagynpoBOYHOIO Ycnosusa xpaHeHus
ob6bem KOHLeHTpauns cTabunbHoOCTH
pacTtBopa (S2)
Pabounii rpagyvpoBoy- XpaHuT, - B - 3au-
o 100 mm3 10 cm3 1 Hr/cm3 lcyr LUEeHHOM OT cBeTa
HblipacTBOp W 1
mMecTe
Pabounii rpagynpoBou- XpaHuT, - B - 3au-
o 200 mm3 10 cm3 2 Hr/cm3 lcyr LLleHHOM OT CBeTa
HbIli pacTBOp W2
mMecTe
Pabounii rpagynpoBou- XpaHuT - B - 3aw-
o 500 mm3 10 cm3 5 Hr/cm3 lcyr LIeHHOM OT cBeTa
HbIli pacTBOp W 3
mMecTe
Pa6oumii r MpPOBOY- Xpaumte - B 3aum-
o Paayvp 1cm3 10 cm3 10 Hr/cm3 lcyr LUEeHHOM OT cBeTa
HbI pacTBop W 4
mMecTe
Pa6oumii r MPOBOY- XparnTe - B 3auwu-
Paayvip 2 cm3 10 cm3 20 Hr/cm3 lcyr LLUEHHOM OT cBeTa

HbIi pacTBOp W 5
mecTe

5.3 lMpuroTtoBrieHne Npoo6bl

5.3.1 OO6uwmne nonoxeHusd

Ecnv kocmeTuyeckaa npoaykunsa aucneprupyertcsa (pactsopsietcs) B Boge, nssnedeHne NDELA Heo6xo-
AUMO MpoBOAMTL NpW nNomoln TBepgodasHoli akcTpakyum (TPI) (cm. 5.3.2).

Ecnv KocmeTnyeckas npoAykunsa He gucneprupyeTcs B BoAe, ANA U3BMEYEHUA UCMOJb3YIOT AUX/TOPMeE-
TaH (AXM) (cm. 5.3.3).

Cnoco6HOCTb K AUCNEeprupoBaHUI0 KOHKPETHON KOCMETUYeCKOW NPOoAyKUuWUW AO/KHA OLeHuBaTbCsA Npu
MCMONb30BaHNN COOTBETCTBYHLErO0 U3Bnekawwero areHta. M3sneuyeHne NDELA 13 ofgHOM u Toil xe npo-
AYKUUM He gonyckaeTcs nMpoBoAuUTb npu nomowy TOD n XM 04HOBPEMEHHO; M3BEKAKOLWNIA areHT 4O/DKEeH
BbIGMpaTbCA UCxoas M3 ero cnocobHocT obecneumsaTtb gucnepruposaHue. MNMpoaykumsa, Kotopas He aucnep-
rmpyeTtcsa B BoAe, AO/DKHA noaBeprartbCa U3BsevyeHuo ¢ ncnosb3osaHunem AXM.

5.3.2 TBepagodgasHaa akcTpakymna (TPI)

B3sewwnsaoT npubamsntensHo 2,0 r npobbl B CTEKNAHHON Buasne (4.2) 1 3anucbiBaldT TOUYHYHO Maccy,
AucneprupyoT v 4oBoAAT 06bem BoAoi Ao 20 cm3. MepemewmnsaloT B TedeHne 15 MUH B MEXaHUYECKOM CMe-
cutene wau B TedyeHne 1 muH B cMecutene Vortex®. LieHTpudyrnpytot B TeueHne 10 MuH (noarotoBka Kk TP3I).

4
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KoHAMUMOHMPYKT KOJIOHKY TBepAodasHoi akcTpakuum C18 cHavana 3 cM3 meTaHona, 3atem 3 cmM3

BOAbl Npu pacxoge npuénusntensHo 3,0 cM3/MUH. He No3BONAIOT KOSIOHKE BbICbIXaThb.

MomewatoT 5 cm3 noarotoBneHHol kK T®3 npobbl cBepxy kaTpuaxa C18 Ko/oHKM TBeppodasHol 3Ke-
Tpakuuu, nepsble 3 cM3 pacTBopa oTbpackiBaloT. CobupaloT nocnegywwme 2 cm3 (Npu pacxoge npuéansun-
TenbHo 3,0 cm3/MUH) B cTeknsAHHbIe BUansl ansa HPLC.

®unbTpyOT cobpaHHbI pacTBOp Yepes cooTBeTCTBYOWMI hunbTp (Mpu HeobxogmMmMocCTK).

6 [lMpoBegeHVe ncnblTaHUA

6.1 OO6wWmne NonoxeHus

[ONs NnpuroToBNEHHbIX MPO6 060MX TUNOB aHaA/N3NPYIOT NONYYEHHbIA 3KCTPaKT Ha Hannune NDELA me-
Togom HPLC c npumeHeHuem Y®-choTonmsa un peakuyun pucca.

6.2 YcnoBus npoesejeHns xpomartorpadum

Hacoc LC
PazpgenvtenbHas KO/oHKa
[NpeakonoHka

O6bem BBOAMMOI NPOGbI
MopgmkHasa dhasza

Pacxog, noasumxHoi chasbl
Pacxog peaktusa [pucca
TemnepaTypa NocT-KO/IOHOYHOTO peakTopa
TepmMocTaT KOJIOHOK
[AnnHa BOSHbI

Mogaynb coTonusa

lMNopaya peaktmBa [pucca
MOCT-KONOHOYUHbI/ peakTop

JetekTop

Hacoc, ocHalleHHbIli gemndhepom nynbcauuii
Cm. 4.12
Cm. 4.12
50 mm3 i 100 Mm3
PacTtBop auetata ammoHUs KoHueHTpauueli 0,02 monb/am3 (3.8)
0,5 cm3MunH
0,5 cM3MuH
50 °C
30 °C
540 Hm
Cwm. 4.10
Cwm. 4.9
Cm. 411
Cm. 4.8

6.3 YCTpPOMACTBO peakUMOHHOW CUCTEMBbI

PeakunoHHas cuctema COCTOUT M3 YeTbipeX MHAUBUAYA bHbIX YacTel:

a) xpomaTtorpadumyeckas cuctema,
b) peakTop MOCT-KO/IOHOYHOro hOoTONM3a;

C) XMMWYECKUii peakTop;

d) petektop (cm. npunoxeHune C).

BAXHO — Bpems paboTbl xpomaTtorpada A0/HKHO 6blTb MPOA/IEHO He MeHee 4YeM Ha 15 mMuH
nocne nossneHns nuka NDELA, 4To6bl NO3BONNTb 3/1I0MPOBaHNE NOTEHUMNA/IbHbIX UHIPEeANEHTOB Ma-

TpUubl.

O6uiaa xpomaTorpaduyeckasi U NOCT-KOSIOHOYHAsI CUCTEMA MOC/1e UCMOJIb30BaHUS A0JIXHA Npo-
MbIBaTbCs BOAOW. Ecnu cuctema He GyfeT MCMONb30BaTbCsl B TeuyeHue Gosiee ABYX AHell, To nepepj
NPOMbIBKOII BOAOM KOSTOHKY MPOMbIBAlOT MeTaHosioM. Mpy NOBTOPHOM 3anycke cUcCTeMbl ee Heo6Xo-
AVMO NPOMbITb BOZOW, UTOGbI N36€XaTb BTOPUYHOW KpucTannmnsayuu.
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7 O6paboTka pe3y/sibTaToB

7.1 KannbpoBo4uHas KpuBas

CTpoAT KanubpoBOYHYIO KPUBYK, HAHOCHA Ha rpaduk KOHUEeHTpauu rpajynMpoBOYHbIX pPacTBOPOB
NDELA (cm. 5.2.3) OTHOCUTENbHO UX NAoWaan nuka.

B cnyyae KO/IMYECTBEHHOrO onpeaesieHns no KasimbpoBOYHON KPMBOIN KO3(huUMEHT Koppensauyum 4on-
XXEeH cocTaB/AATb He MmeHee 0,990.

7.2 YcnoBusa akcnepumeHTa, obycnasnvBalwowme 4OCTOBEPHOCTb U3MepeHnii
Cwm. [2].

7.3 BblUnC/ieHUe KOHUeHTpauum

Ona onpepgeneHns koHueHTpauum NDELA B npobe NnpMMEHSAT MEeTOA BHELIHEro cTaHgapra.

OnpefensawT MeToA0M HaMMeHbLIMX KBaApaToB SIMHENHYH perpeccuoHHyl 3aBUCMMOCTb nnowapnei
NUKOB OT KOoHUeHTpauun NDELA B COOTBETCTBYIOLLEM CTaHAAPTHOM pacTBOpPe, BbipaXeHHOl B HaHOrpammax
Ha cm3 (Hr/cm3).

NInHeiiHaa 3aBMCMMOCTb yBenuumnBarwLlencsa KoHueHTpayunm NDELA B cTaHgapTHbIX pacTBopax (Bbipa-
XEHHOI B HaHOrpamMM Ha cM3) OT COOTBETCTBYIOLLEM el niowaam nuka BblpaxaeTcs crefyluiMm ob6pas3om:

y =ax +b,

roe a — Hak/10H JIMHUWN perpeccuu;
b — oTpe3ok, oTcekaemblii Ha ocu Y;
y — 370 nsowaab nuka NDELA Ha xpomaTtorpamme, NOAy4YeHHON A5 aHann3mpyemMoro sKkcTpakTa npoobbl.

MaccoByt gosito NDELA B UCMbITyeMO KOCMETUYECKON NpoAyKUnn, w, BoIPaXEHHYI B HI/T, BbIYNCAAOT
cnepywoumm obpasom:

P=(SF-b)/a;

w=p-eV/m,

roe p — kKoHueHTpauusa NDELA B akcTpakTe npo6bl, HI/cM3;

SF — nnowapb nuka NDELA, cogepxalierocsi B aKCTpakTe npoobbl;

b — oTpe30k, oTCekaemblil Ha ocu Y;

a — HakNOoH KannbpoBOYHON KPUBOIA;

T — Macca npobbl KOCMeTUYeCcKoW NpoayKuuu, T;

V — 20 cm3— gna TP (tBepaodasHon akcTpakymm),

4 cm3— gna XM (guxnopmeTtaHa);
W — maccoBas gons NDELA B ucnbiTyemoli KOCMeTU4YeCKoin npoaykuuu, Hrr.

8 [MpoTokon uUcnblTaHMA

MpoToKON McnblITaHUA AO/DKEH cofepxaTb Cnefylowy nHopmauuto:

a) CCbI/IKYy Ha HacTosAWMi cTaHaapT;

b) naeHTUUKaLNOHHbIE AaHHbIE UCMbLITYEMON NPOAYKLUY;

C) gaty n meTog otbopa npob (ecnu ata uHopmaums N3BECTHA);

d) gaTty nonydyeHus npobbl nabopatopuei;

e) fAaTy NpoBefeHUs MUCNblTaHus;

f) pe3ynbTatbl UCMbITAHUA N eAUHULbl, B KOTOPbIX BblpaXeHbl 3TN pe3ynbTaThl,

0) MeTod U3BNEeYEHUs;

h) nw6ble ocobeHHOCTH, HabnwgaemMble NP UCMbITAHUN;

i) BCe AelicTBMA, HEe NpeayCMOTPEHHbIE METOAOM, WM AEeACTBUSA, KOTOPbIE MOMAN NOBANATL Ha pe3y/b-
Tar.
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MpunnoxeHue A
(cnpaBo4HOE)

MpumMmepbl KaIMBGPOBOYHBbIX KPUBBIX U TUMNUYHBLIX XpoOMaTorpaMmm

Ocb X — koHueHTpaumsa NDELA Hr/cm3;
Ocb Y — nnowaab nuka NDELA

PucyHok A. 1 — KanmbpoBoyHast KpuBasi, nokasbliBaroLasi IMHEHY0 3aBUCMMOCTb nsiowaan nuka NDELA ot
€ro KOHUeHTpauun B gnanasoHe oT 1 Hr/cm3 40 20 Hr/cm3

Ocb X — KoHueHTpauuss NDELA Hr/cm3;
Ocb Y — nnowaab nuka NDELA

PucyHok A.2 — KanmbpoBouHas KpuBasi, NokasbiBarowasi IMHEHY 3aBMCUMMOCTb niowwaan nuka NDELA ot ero
KOHUeHTpaumu B gnanasoHe oT 1 Hr/cm3 go 20 Hr/cm3
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X — Bpemsi aHa/m3a, MuH;
a — xpomaTtorpamma ctaHgapTHoro pactsopa NDELAc koHueHTpaumein 1 Hr/cm3;
b — xpomarorpamma ctaHgapTHoro pacteopa NDELAC koHUeHTpauueli 5 Hr/cm3

PrcyHoKA.3 — lMNprMepbl XpomaTtorpamMmM ctaHgapTHbiX pacTBopoB NDELAC koHueHTpaumeli 1 Hr/cm3 n 5 Hr/cm3

X — Bpemsl aHa/3a, MUH;

a — xpomaTtorpamma ctaHgapTtHoro pacteopa NDELAC koHueHTpaumein 100 Hr/cm3;

b — xpomatorpamma cTtaHgapTHoro pactesopa NDELA ¢ koHueHTpauuweid 100 Hr/cm3, He mpollefLlero crtaguio
hoTonmsa

PucyHokA.4 — TMpumepbl xpoMaTorpamm cTaHgapTHoro pacteopa NDELAc koHueHTpaumein 100 Hr/cm3
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X — KoahpuumeHT getepmuHaummn, R2, MuH;

a — xpomartorpamma ctaHgapTHoro pactsopa NDELAC KoHUueHTpaumein 5 Hr/cm3;
b — xpomartorpamma KoCMeTUYecKon npoayKummn (KoHueHTpaums 2 /20 cm3);

C — Xpomartorpamma KOCMETUYECKOW Mpoaykuuu, B KoTopyt BBegeH NDELA B koHueHTpaumm 50 Hr/cm3 (KOH-
ueHTpauus — 2 /20 cm3)

PucyHok A.5 — TpuMepbl Tpex TUMUYHbLIX XpoMarorpaMmm
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MpunoxeHve B
(cnpaBo4yHOE)

®0TONIM3 N peakumsi HUTpUTa C peakTMBOM [pucca, ¢ o6pa3zoBaHMeM a3zoKpacuTess

MepBbii aTan; doTom3

OHCHZCHZ\ OHCHZCHZ\

N-N=0 +HD - > NH+ HNO2
OHCH2C H / OHCH2C H/

BTOpoOii aTan: peakuysi AMa30TMPOBaHUS

I \I/ + - Kucnas cpega n " +
NH2S02—\ =NH2+2H +NO2 ------me- > NH2S02-47 Yy— N=N +2 HD

TpeTwii aTan: peakuusi coeauHeHnst

PucyHok B.1 — ®0T0/IM3 1 XMMUYECKasa peakumns

10
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MpunoxeHve C
(cnpaBo4Hoe)

KoHdurypaumna xpomatorpanueckoil cuctemMbl C MOCT-KOSTIOHOYHbLIM PefakTopoM

1 — chboTOXMMuMYecknin peaktop: 254 HM (cm. 4.10);

2 — CMEeCUTENbHbIN TPOWHMK C MasibiM MepTBbIM 06BbEMOM (CM. 4.4);
3 — Hacoc nogaun peakTnsa pucca (cm. 4.9);

4 — peakunoHHbI Mogynb uam TepmocTaT npu 50 °C (cm. 4.11);

5 — peTtekTop (Bonbhpamosas namna): 540 UM (cm. 4.8);

6 — knanaH oT6opa npobbl;

7 — Hacoc (HPLC);

8 — oTxoAp!

PucyHok C.1 — KoHdmrypaumsi cuctemMsl Xpomatorpadoum 1 nocT-koNI0HOYHOIo Moaynsa Ans onpegeneHns NDELA
B KOCMETMYECKON NpoayKumm
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