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MNpegncnosne

1 NOArOTOBJ/IEH HekommMepueckoi opraHm3aumein «Accoumalmsa nponssoauTenein n notpedutenei
MacC/I0XMPOBOW MPOAYKLMM» HA OCHOBE COOGCTBEHHOrO NEpeBOfA Ha PYCCKUA A3bIK aHr10513bIYHON Bepcum
cTaHgapTa, yKkas3aHHOro B MyHkTe 4

2 BHECEH TexHuyeckum koMuTETOM MO CTaHgaptusaumm TK 238 «Macna pactutesibHble U NPpOoAyKThbl
nx nepepadboTKu»

3 YTBEPXAEH W BBEAEH B AEWCTBME Mpukasom ®eaepanbHOrO areHTCTBA MO TEXHUYECKOMY
perynvpoBaHuio u metponorum ot 18 gekabpsa 2019 r. No 1409-cT

4 HactosAwuii cTtaHgapT WAEHTUYEH MexayHapogHomy cTaHgapty WMCO 18363-2:2018 «)KusoT-
Hble U pacTuTeslbHble XUpbl U Macna. OnpegeneHve cofepXaHus COXHbLIX 3PUPOB XUPHBLIX KUCIOT MO-
Hoxsnopnponavavonos (MXMNA) n ravuupona ¢ npumeHenvem FX/MC. YacTtb 2. MeTog € UCMNO/Ib30BaHNEM
MeA/IeHHOW LWeslovHon nepeatepudmkaumn n mamepeHus cogepxanua 2-MXMNA. 3-MXN4 v ravmympona»
[ISO 18363-2:2018 «Animal and vegetable fats and oils — Determination of fatty-acid-bound chloropropane-
diols (MCPDs) and glycidol by GC/MS — Part 2: Method using slow alkaline transesterification and measure-
ment for 2-MCPD. 3-MCPD and glycido!», IDT],

Mpy NnpYMeHeHUN HacTosALLEro cTaHfapTa PeKoMeHAyeTCsl UCMO0/1b30BaTb BMECTO CCbI/IOYHOTO MexXay-
HapofHOro cTaHAapTa COOTBETCTBYIOWMI €My HaLMOHasIbHbIA CTaH4apT, CBeAEeHVNS O KOTOPOM MpuBefeHbl B
[OMOJTHUTE/IbHOM MPUIoXeHun A

5 BBEJEH BIEPBbIE

MpaBuna npuMeHeHNss HaCTOALWEro cTaHgapTa ycTaHoB/eHbl B cTaTbe 26 ®efepansiloro 3akoHa
0T 29 uioHs 2015 1. Ne 162-93 «O cTaHfapTu3auum B Poccuiickoin depepauun». NHopmaums 06 nsmeHe-
HUAX K HACToAWEeMy CTaHAap Ty ny6nkyeTCca B eXKerogHom (Mo COCTOSHMI0 Ha 1AHBaps TekyLero roga)
H(OPMaLMOHHOM yKa3aTerne «HaunoHanbHble CTaHAapThi», a 0puUNanbHbIN TEeKCT U3MEHEHWUI 1 nonpa-
BOK — B €XXE€MECSAYHOM UH(POPMaLMOHHOM yKa3aTe e «HauuoHanbHble cTaHaapThi». B cnyyae nepecmoT-
pa (3ameHbl) UM OTMEHbI HACTOALWEro cTaHgapTa cCooTBeTCTBYylLee yBefoMeHne bygeT onyb6anko-
BaHO B 6/maiilLem BbiMyCKe eXeMeCca4YHOro nHhopMaLMoOHHOT 0 Yka3aTens «HaunoHanbHble cCTaHgapThi».
CooTBeTCTBYylOLWas nHopmaLus, yBegoMneHne 1 TeKCTbl pasmeLwainTca Takke B MHOPMaLVOHHO
cucTeme 06LLEero nNofib3oBaHns — Ha ohuumnanbHoM cainTe Pefepanbiloro areHTCcTBa N0 TEXHUYECKOMY
perynuposaHuio n meTposiorum B ceTun HTepHeT (Wwww.gosf.av;
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HacToswuii ctaHfapT He MOXeT 6bITb MOTHOCTHIO UM YACTMYHO BOCNPOU3BEAEH, TUPAXUPOBAH U pac-
MPOCTPaHEH B Ka4yecTBe ouLMasIbHOTO N3aHns 6e3 paspelueHnst defepasibHOro areHTCTBa No TeXHUYEeCcKo-
My peryMpoBaHuio 1 MeTposiorumn
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BBepeHve

MNCO 18363 npeacrtaBnsieT coboii cepuio MexayHapoAHbIX CTaHAapTOB, KOTOPbIE MOTYT GbiTb UCMOJIb-
30BaHbl A1 onpefeneHuns cBasaHHbIX achmpoB MoHoxaopnponaguona (MXMA) v ravuugona. B HacToswee
BpeMs UMeITCA TPU MeXAyHapoHblX CTaHAapTa, U AaHHoe BBefeHWe ABNAETCA onMcaHuem 3TUX MeToAOoB,
KOTOpble MOryT 6bITb MCMOMb30BaHbI CreuanucTammn 4aa onpegenieHns Toro, kakme MeTodpl ABASITCA Hauv-
6onee nogxoaawmmu. Noapo6bHOe onncaHne NPYMEHEHUA Kax4oro Metofa CoLepxXnTca B pasgene obnactu
NpMMEeHeHNs COOTBETCTBYIOLLIETO cTaHAapTa.

MexpayHapogHbiii cTtaHgapt MCO 18363 coctonT M3 criefylolyx 4vacTeid mog obwum HasBaHUeM
«)KMBOTHbIE 1 pacTuTeNlbHble XUpbl U Macna. OnpegeneHne cofepXaHusa CAOXHbIX 3PMPOB XMUPHbIX KNCNOT
MoHoxsiopnponananonos (MXMNA) v ranumngona ¢ npyumeHenmem MX/MC»:

- yacTb 1. MeTopA € ucnosib3oBaHmeM ObICTPOV LLEeIOYHON nepeaTepudukanm n n3MepeHsa cogepxa-
HuA 3-MXTM [ v andbchepeHumanbHoe N3MepPeEHNe CoAepXaHus rmuugona;

- YacTb 2. MeToA C UCNoMb30BaHMEM Mef/1EHHOM LLeNoYHoi nepeaTepndumkaLmn n nsmepeHne cogep-
XaHusa 2-MXngd, 3-MXng v rnnumgona.

- yacTb 3. MeTog C WUCNONb30BAHWEM KWUCMOTHOM nepeaTepucmkaLum n U3MepeHne COoAepXaHus
2- MXNA4. 3-MXMNA4 v ringupona.

MepBas yacTb MexayHapogHoro ctaHgapta MCO 18363 [1] npeacTasnsieT coboii guddpepeHumnanbHbii
MeToA, 3KBMBaANIEHTHbIN cTaHaapTy DGF C-VI 18 (10) [2] n uaeHTu4HbIi oduymansHomy metogy AOCS Cd
29c-13 [3]. KpaTko, B OCHOBE MeTofa NexuT ObICTpoe LWefloyHoe kaTanutuyeckoe BbigeneHve 3-MXMA4 u
rAMUMAOIAa U3 NPOU3BOAHbIX CMOXHbLIX achupos. 3atem ramumaon npeobpasyetcsa B 3-MXMA. MeTtoa cocTouTt
13 AByx yacTeii. MepBas yacTb (A) NO3BONAET ONpeAenMTb CYMMY CBA3aHHOro achupa 3-MXT/ 1 cBA3aHHOTO
achupa ravuuaona. Torga Kak BTopas yacTe (B) onpegensieT To/bko cBsidaHHbI achup 3-MXTM4. O6a onpeae-
NIeHNs OCHOBAaHbI Ha BblAeNEHNN aHannsnpyembix coegnHennii 3-MXMA v ravymaona n3 GopMbl CBA3aHHOIO
adpa ¢ NpUMEHEHNEM ankorosnsa c LWefoYHbIM KaTaan3aTopomM, NPOBOAMMBLIM NPU KOMHATHOW Temneparty-
pe. B yacTn A NnoAKUCNEHHbIA PacTBOP X/10puAa HaTpUa UCNONb3yeTca ANA NpekpalleHnsa peakuu n nocne-
Ayiowero npeobpasoBanus rauumngona B 3-MXMA. Takum o6pas3om, B yactn A 3-MXTA v rAanumaon cTaHoBAT-
cA HepasnuuuMbiMK. B yacTu B peakuus npekpaiyaetca gob6asneHnemM cBO60AHOM0 OT X/10pa NOAKACIEHHOTO
COMIAHOTO pacTBOPa, KOTOPLINA Takke NpeAoTBpaLiaeT npeobpasoBaHune rvuugona B MXMA. Takum o6pasom,
yacTb B no3BonsieT onpepennth AelicTBuTensHoe cogepxanve 3-MXM/A. HakoHew, cogepxaHune ravuuugona B
o6pasLe NponopLMoHasibHO pasHOCTN 060ux onpeaeneHuii (A. B), n MOXeT 6bITb BblYMC/IEHO NOC/Ee onpeje-
neHuns koadhguumneHta npeobpasosaHua rnuuugona B 3-MXMJ. JaHHas yacTb MeXAyHapoaHOro ctaHgapTta
MCO 18363 npvMeHnma ans 6bicTporo onpegenexuns ceasaHHoro acupa 3-MXMA v ravymaona B paguHupo-
BaHHbIX 1 HepathMHMPOBAHHbLIX PacTUTENbHBIX Macnax v xupax. lMepsas yacTb MeXAyHapoAHOro cTaHgapTa
NCO 18363 MOXET NPUMEHSATLCA K XXMBOTHBLIM XMpaM, a TakkKe K Macnam W Xupam rnocne xapku, Ho nepeg
aHann30M AaHHbIX 06pa3L0B He06X0AMMO NPOBECTU BaIMAALMOHHOE nccnefoBaHne. fliobble CBO60AHbIE CO-
eiHeHusA, cofepxalymecs B obpasue, 6yayT BKAOUYEHbI B pe3y/ibTaTbl, Tak Kak 3Ta/lOH He NO3BONSET pas/iun-
YyaTb CBOOOAHbIE M CBA3aHHbIE onpefensemMble coenHeHns. OfHaKo Mo COCTOSHUIO Ha MOMEHT ny6uKaumm
nccnegoBaHna He nokasany Kakux-imbo AokKasaTenbCTB COAepXaHus CBO6GOAHOro onpeaensieMoro coefmHe-
HUA CTOMb € BbICOKOrO, Kak cogepxaHue aTepudmunpoeaHHoro onpegesseMoro coefnHeHnsa B pactutesb-
HbIX Macnax uxwupax. laHHas yacTb MexayHapoaHoro ctaHgapta MCO 18363 MOXeT 6biTb M3MEHEHA Takum
ob6pasom, uTobbl onpegeneHve 2-MXM/[, ctano BO3MOXHbIM (4], 04HaKO nepej aHasM30M JaHHOTo coeanHe-
HVA HEO6X0AVMMO NPOBECTM BaNAaLMOHHOE uccnefoBaHue.

[aHHas yacTb MexayHapoAHOro ctaHgapTa 418 onpegeseHns ceasaHHbIX adupos MXIMA v ravuugona
npeacTaenseT coboii oduumnanbHblii metog AOCS Cd 296-13 [5). [6]. KpaTko, OH OCHOBaH Ha MeA/IEHHOM
LWefI0YHOM BbICBOGOXAeHMM MXIMA v ravumaona v3 croxHbixX achupoB. 3atem ravumuaon npeobpasyetcs B
3- MBNA. faHHaa yacTb MexAyHapoAHOro cTaHgapTa nogpasymMeBaeT MOArOTOBKY ABYX npo6 o6pasua, Ko-
TOpblEe OT/INYAKTCA MO MCMOJ/Ib30BaHHbIM BHYTPEHHVUM cTaHgapTam. O6e yacTu MOryT Mcnonb3oBaTbecs AN
onpeneneHns cBAsaHHbIX adupos 2-MXMA n 3-MXMA. B yactn A onpefensieTcst npefBapuTenbHblli pesynb-
TaT ANs CBA3aHHOro adupa ravymaona. fNockonbky 3-MXIL, npucyTcTByoWMiA B 06pasue, 6yAeT B KaKoh-To
cTeneHn npeobpasosaH B MMUMAOA NPYU NPUrOTOBNEHUMU 06pa3ua, YacTb B ciyxuT gns KonnyecTBEHHOro
onpejesieHnsa 3HayeHusa rvumaona. KoTopoe 3aTeM BblUUTAETCA U3 NpeABapuTesibHOro KosimyecTsa ranum-
nona, noayyeHHoro B Yactu A. icnonb3yss MedyeHHble n3otonamu cBobogHble nsomepbl-MXIM4 B npobe A u
MeueHHble n30Tonamu cBszaHHble adaupbl 2-M XM A 1 3-MXM /[ B 4acTu B. MOXHO KOHTPO/IMpoBaTb 3PEKTUB-
HOCTb pacLiensieHns cnoxHoro acupa. Oba onpegeneHns A n B ocHoBaHbl Ha BblAe/IeHUN Oonpegensembix
coeauHeHuii 2-MXNA4. 3-MXM4 v ravyuaona u3 cBA3aHHON (3TepUdrLMpPOBaHHOR) (DOPMbI MeA/IEHHBIM asl-

v
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KOroaIM30M C LWEeN0YHbIM KaTann3aTtopoM B XONI04HbIX yCrioBusx. MNpu nogrotoBke 060mx 06pasLoB peakuuio
oCTaHaBNMBalT f06aBNeHNEM NOAKUC/IEHHOIO KOHLEHTPMPOBAHHOIO pacTBopa 6pomuia Hatpus, Ans npe-
06pas3oBaHNs HecTabuibHOro U netydero rnvumaona B 3-MBI[. KOTOpbIi AeMOHCTpMpPYeT CBOIACTBA, COMO-
ctaBuMble ¢ 3-MXT/[ B OTHOLLEHUN €ro CTabuabHOCTU N XpoMaTtorpaduyeckux xapakrepuctuk. Kpome Toro,
OCHOBHOW U36bITOK MOHOB GpoMKAa NpefoTBpaLlaeT HexesnaTenbHoe obpaszoBaHue 3-MXMA v3 ravyupona
B C/lyyae c obpasuamu, KOTopble cofepxaT onpeaenieHHoe NpUpoAHOe KONMYecTBO xopuga. Bropas yactb
MeXAyHapoAHOro ctaHgapTta npuMeHnma Ansa onpegenerHns ceasaHHbiX adupos 3-MXMA4. 2-MXMN A v ranum-
fona B padMHUPOBaHHbIX U HepaHUPOBaHHbLIX pacTUTEeNIbHbIX Macnax v xupax. laHHas yacTb cTaHgapTa
MOXET TaKke NPUMEHATLCA A/15 XXUBOTHBIX XUPOB 1 UCMOJIb30BAHHBLIX Maces 1 XXUPOB MNoc/e Xapku, HO nepej,
aHanmM3oM 3Tnx o6pasL,oB He06X04MMO NPOBECTY BaNngaunoHHoe nccnegosaHue. Jliobble cBob6ogHble onpe-
[ensiemble coeguHeHUs], cogepxatymecs B obpasue, 6yayT BKIKUEHbl B pe3y/bTaThl, HO CTaHA4apT He No3BOo-
nseT pa3nuuatb CBO60OAHbIE M CBA3aHHbIe onpegensemblie coeAnHeHns. OQHaKo Mo COCTOSHWIO HA MOMEHT
nyé6nukauuy nccnefoBaHns He nokasanu Kakmx-numbo fokasatesibCTB cofepxaHus cBo60AHOro onpegense-
MOr0 COeZIMHEHUS CTO/b Xe BbICOKOr0, KakK cofiepxaHue aTepuuumpoBaHHOro onpeaensaeMoro coefuHeHus
B pacTUTESIbHbIX Macnax u xupax.

TpeTbsl YacTb [7] MexXayHapoAHOro ctaHfapta Ans onpegeneHus cesasaHHoro apupa MXMNA v ravum-
[ona npeActaBnseT coboii odpuumansHblii metog AOCS Cd 29a-13 [8]. [9]. KpaTko, OH OCHOBaH Ha npeob-
pasoBaHnV C/I0XHbIX FIMUUANAOBLIX 3npoB B acpmpbl 3-MBIM[, 1 MeaIeHHOM KUCMOTHOM KaTanuTU4eckoMm
BblcBOGOXAEHUM MXIA n MBI/ 13 cnoxHbiXx 3npos. TpeTbs YacTb MeXAyHapoAHOro ctaHgapTa oCHoBaHa
Ha NoAroToBkKe 04HOro o6pasua, B KOTOPOM C/IOXHbIE [MULUANIO0BbLIE 3(hMPbI NpeBpaLLalTcsa B MOHO3(hUPbI
MBMJ. a 3atem cBobogHble onpegensemble coeguHenns 2-MXMA, 3-MXMA4 n 3-MBI[, BbicBO6OXAaOTCA
MeAIEHHbIM afIKOro/IN30M C KUC/OTHbIM KaTanuzatopom. 3-MBIM/[ npeactaBnsieT coboil peanstHoe cogep-
XaHue CBA3aHHOro rnvuugona. TpeTba YacTb cTaHAapTa MOXET NPUMEHATLCA A1 onpefenieHns CBA3aHHbIX
athmpoB 3-MXMA. 2-MXMA. a Takke ruuupgona B parMHUPOBaAHHbIX U HepadMHUPOBAHHbIX PaCTUTE bHbIX
Macnax u xupax. TpeTbsi YacTb MeXAyHapoLHOro ctaHjapTa MOXeT NPUMEHATLCA K XWBOTHLIM Xupam, a
TakkKe K Macsam 1 xupam nocre xapku, Ho nepes aHaM3om 3aTux o6pasLos Heo6xoaMMO NPOBeCTU Banuja-
LMOHHOE nccnefoBaHve. [aHHbIl MeToA NOAXOAWT AN1S aHanm3a CBA3aHHbIX (3TepudnLmMpoBaHHbIX) onpeae-
NAEMbIX COeUHEHWIA, HO MPU HEOGXOAMMOCTU TPETbSA YaCTb MEXAYHAPOAHOT0 CTaHAAPTa MOXET ObIThb Takke
BblNOSIHEHA 6€e3 nepBOHaYasibHOro NpeobpasoBaHusa MULUANNO0BLIX 3hUPOB. B Takom cnyyae pesynbTaTbl
6yayT BK/IlOYaTh Kak cBO6OAHbIE, Tak M cBs3aHHble popmbl 2-MXMA n 3-MXM[. a KonmuyecTBO CBOOOAHbIX
COeZIMHEHWNI I MOXET OblTb pPaccuMTaHo Kak pasHuua Mexay AByMsi pesynbTaTaMu, 06HapYyXeHHbIMU B 06eunx
onpegenexHusax. OgHako No COCTOSIHUIO HA MOMEHT ny6ankauumn nccnefoBaHusa He nokasanu Kakux-nmbo fo-
KasaTesibCTB cofepXaHus cBOOOAHOro onpefensemMoro CoefuHEHWs CTOMb XKe BbICOKOrO, Kak CoAepXaHue
3TepnuduLMPOBaHHOIO ONpeaensieMoro CoefMHeHNA B pacTUTE IbHbIX Macnax u xupax.
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HALUMWOHANBbHBLIMN CTAHOAPT POCCUMUCKOW SGELEPALWUMU

XNPbl N MACNA )XKUBOTHBIE 1 PACTUTEJIbHBIE

OnpegeneHne cofepXaHns CNOXHbIX 3aUPOB XNUPHbBIX KNCOT MOHOXopnponaHnanonos (MXMA)
n ranymupona ¢ npumeHennem MxX/IMC

YacTtb 2

MeToa ¢ MCnoNb30BaHHOM Me[J/IEHHON LWeNoYHOol nopeaTepudurkaLmum
n n3mepenue cogepxanuna 2-MXMNA. 3-MXMg v rnuumgona

Animal and vegetable fats and oils. Determination of fatty-acid-bound ctiloropropanediols (MCPDs) and glycidol
by GC/MS. Part 2. Method using stow alkaline transesterification and measurement for 2-MCPD, 3-MCPD and glycidol

[Oata BBefeHus — 2020—02—01

1 O6nacTb NPUMeEHEeHUs

B HacToAwWwem cTaHgapTe onucbiBaeTca npouedypa onpefeneHvs ravumaona ogHOBPEMEHHO CO CBS-
3aHHOI 1 cBo6oAHON! chopmamu 2-MXM 4 n 3-MXT[. npucyTCTBYHOLWMMY B Macnax u xupax. Metos ocHoBaH
Ha KaTa/i3MpyeMoM LLeoybio paclyenneHun cnoxHoro admpa, npeobpasoBaHn BbICBOGOXAEHHOIO MNULW-
nona B MoHo6pomnponaHguon (MBMA). a Takke nosyvyeHUn NPon3BOLHbIX NPV B3aUMOLENCTBUN CBOOOAHBIX
avonos (MXMNA4 v MBMNA) ¢ heHun6opHoii kucnotoii (PBK). XoTa npegnonaraetcs, 4To cBo60AHbIe MXIMA 1
rANLMA0N NPUCYTCTBYIOT B XMUpax U Macnax UCKIUUTESIbHO B MasiblX WIN HE3HAYUTESIbHbIX KONMYEeCTBax, B
cnyyae Hanuums cBOGOAHbLIX COeAUHEHUI OHWM MPOMNOPLMOHAIbHO YBENMyaT nonyvaemble pesynbtatbl. Pe-
3ynbTaTbl BCErAa ABASTCA CYMMOW CBOOGOAHONM 1 CBA3AHHON (hOPM aHaIM3mpyemMoro BeLLecTBa.

HactosAwwmin ctaHfapT NPpUMEHVM Kak AN1A TBepAblX, Tak U AN XUAKUX XUPOB 1 macen. Hactosawwi
CTaHAapT MOXeT NPUMEHSITLCS A/15 XMBOTHbBIX XMPOB, & TakkKe Maces 1 XMPOB Moc/e UX UCMOMb30BaHWA ANs
Xapku, HO nepej aHasiM30M Takux NPOAYKTOB HEOOXOAMMO BbINOMHUTL Ba/lLaLNOHHOE UccefoBaHue.

MO/10KO 1 MOIOYHBIE MPOAYKTbI (MM XNPbI, NOTYHEHHbIE U3 MOJIOKA U MOJIOYHBIX MPOAYKTOB) UCK/TIOYe-
Hbl 13 06N1aCTN NPUMEHEHUSI HACTOSLLEro CTaHdapTa.

2 HopmaTuBHbIE CCbIJIKU

B HacTosilem cTaHAapTe MCnosib30BaHbl HOPMAaTMBHbIE CCbIIKU Ha crefytolime cTaHaapTel. Ana gatu-
POBaHHbIX CCbINIOK MPUMEHSIOT TONIbKO yKa3aHHOe n3jaHue CCbIZIOYHOro ctaHgapTa. na HefaTtupoBaHHbIX —
nocnegHee usgaHve (Bkayan BCe U3IMEHEHUA K HEMY):

ISO 3696. Water for analytical laboratory use — Specification and test methods (Boga ans naéopartop-
HOro aHanu3a. TexHuyeckue TpeboBaHNA 1 MeToAbl UCNbITaHWIA)

3 TepmuHbI 1 onpeaeneHns

B HacTosLleM cTaHAapTe NPUMEHEHbI TEPMUHbI C COOTBETCTBYIOLLMMY ONpeaeneHNs MU,
MexayHapogHas opraHusauus no ctaHgaptusauum (MCO) n MexayHapoaHas afekTpoTexHuyeckas Ko-
mucens (M3IK) BegyT TepmuHonornyeckme 6asbl faHHbIX A8 UCMO/b30BaHUSA B 06nacTu ctaHgapTusaumm,

[OCTYN K KOTOPbIM MOXHO NOAYy4nTb NO CAefyLlnM agpecam:
- nnatcopmMa nHTepHeT-noncka NCO: goctynHa no agpecy https://www.iso.orQ/obp.
- M3K OnekTponegus: foctynHa no agpecy http://www.olectropedia.org/.

M3paHue oduymansHoe


https://www.mosexp.ru# 
https://files.stroyinf.ru#  
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3.1 cBsizaHHbIn 2-MXMNA (bound 2-MCPD): Cymma Bcex npom3BoaHbIX 2-MXTA. paclenneHHbIX anko-
rONIM30M C LLeNIOYHBIM KaTasim3aTopom.

MpumevyaHne — CogepxaHue cBAzaHHOro 2-MXMJ BelpaxaeTca B MuaaurpaMmmax Ha kuaorpamm (Mr/kr).

3.2 cBa3aHHbIn 3-MXMA (bound 3-MCPD): Cymma Bcex npon3BogHbix 3-MXT /. pacLliensieHHbIX anko-
rO/IN30M C LLE/I0YHBbIM KaTasIM3aTopoM.

MpumeuaHune — CopepxaHue cBA3aHHOro 3-MXM/ BbipaxaeTcsi B MUAIMIPAMMax Ha Kuiorpamm (Mr/kr).

3.3 cBsa3aHHbIN rnuynaon (bound glycidol): Cymma Bcex Npou3BOAHbIX rMUmMAaoNa. pacliennsemMbix B
npouecce anKoronmsa ¢ LWeoYHbIM KaTan3aTopom.

MpumeyaHune — CopepxaHue CBA3aHHOIO IMMLMAOMA BbIpaXaeTcs B MUIAUIPaMMax Ha Kunorpamm (Mr/kr).

4 CylwHOCTb MeToaa

[nsa onpepenexnns ceasaHHblx 2-MXMA. 3-MXIM[J, 1 cBA3aHHOro rAvumaona B Buge cBo6oaHbix 2-MXMA,
3-MXMNA4 v 3-MBNJ (3-momobpomnponaHanona) ase Hasecku (A n B), oTobpaHHble N3 06pasuia, C BHECEHHbI-
MW BHYTPEHHUMU cTaHgapTamu B Buge [5-2-MXM 4. A5-3-MXM4, acupa dg-rnumaona s aHanuse A n 1,3-gu-
3achup dg-2-MXMA4, 1,2-amnacomp d5.3-MXnfl B aHanuse B. pacTBOpsOT B AM3TUN0BOM 3dhmpe. NcnbiTaHusa 060-
1X Npo6 NpoBOAAT NapannesnbHo. [lobaBneHvne pas3baBneHHOro pacTsopa rmapokcuaa HaTpusa unv Mmetunara
HaTpus B MeTaHose U BblAepXuBaHue Ha xonofe B TeyeHne 8—12 4 BbicBOO6OXAaeT cBo6oAHble 2-MXT[,
3-MXTM /A v cBo60AHbI rnumMaon. laHHy peakLyio ocTaHaBNUBAKT f06aB/ieHNeM N36bITOYHOTO KOIMYecTsa
Kucnoro pactsopa 6pomuga Hatpus. B kucnoii cpefe cBo6GOAHbLIN rNULMAON pearnpyeT ¢ HeopraHn4yeckum
6pomnaom ¢ obpasosaHmem 3-MBIMA n He6onblworo konuuectsa 2-MBIMA. HexenaTenbHble HENONASPHbIE
coefiMHeHnA n3 o6pasua yaansaiT nyTeM ABONHON aKCTpaKuuyu BOAHONM dasbl naorekcaHom. Onpegensievble
COefIMHEeHNA BMeCTe C BHYTPEHHWM CTaHAapTOM MepeBOAAT B OpraHuyeckyt dasy nyTeM MHOrokpaTHOW
9KCTPaKLMN BOAHON hasbl AMITUNOBLIM 3PMPOM, 3TUNALETATOM WU CMECbIo 3TUX pacTBopuTeneil. O6paso-
BaHVe NPOU3BOAHbIX BELECTB MPOMCXOAUT B OpraHnyeckoli dase B npouecce peakuun ¢ ®BK. UTobbl yaa-
NVTb n3nuwHee Konuyectso ®BK, onpefgensemble BeLeCTBa KOHLEHTPUPYIOT U NEPEHOCAT B MHEPTHBIA Op-
raHM4eckuii pacTBopuTesib, 3aTEM 3KCTPAKT NOMELLAT Ha HEGO/bLIMM KOMYECTBOM 6e3BOAHOrO cyfbtata
HaTpus 1 BbINapuBaloT fOCyxa B NOTOKe a30Ta, Noc/ie Yero npoby pacTBOPSAOT B M300KTaHe, nepes Havyasiom
U3MepeHns ¢ MpUMEHEHNEM ra3oBoi xpomartorpaduu/macc-cnektpometpun (GC/MS).

MpoBeaeHve nepeatepudmKaLun. katanu3npyemoil B LWEeNoYHoN cpeae npy HU3Ko Temnepartype, Mu-
HUMM3NPYET HexenatenbHoe npeobpasoaHne 3-MXM[ B rAUUMAON. B CPaBHEHUW C peakuuei, NpoBoan-
MO Npu KOMHaTHOI Temnepatype. OfHaKo B c/iyyae NpucyTcTBua B nNpobe 6osbLioro Konnyectsa 3-MXM/
Jaxe He3HaunTeNlbHoe npeobpas3oBaHne B rULUAO0A MOXET UCKYCCTBEHHO 3aBblllaTb pe3ynbTarbl ravuugona
B aHanu3se A. [1na nosyyeHus [OCTOBEPHbLIX pe3y/ibTaToB COAepXaHus rnmuuaona B NPUCYTCTBUU BbICOKMX
KOHUeHTpauuii 3-MXMNJ vcnoneb3yetcs aHanns B. B xofe KOTOporo onpegensercsa koavyecTso d j-ravuugona,
o6pa3yemMoro n3 Asyx3amelleHHoro acgmpa dg-3-MXM[J B npouecce NpuroToBAeHUs Npo6bl. YpOBEHb Fu-
LuMaona, nofyyeHHbli B aHanimse A. KOppekTMpyeTCcsi COOTBETCTBYLWMM KO3hduumeHToM npeobpasoBa-
HusA. Kpome Toro, cnegyet yunTbiBath, 4to 3-MXIM/[ npeobpasyetca B 3-MBI/[ yepes ramungon npumepHo B
1.2 pasa 6bicTpee, Yem 3-MXMA-dg B 3-MBMA-654epe3 rnnynaon”s. Moatomy Ana KOMYECTBEHHOIO onpe-
AeneHus ravumngona. obpasyrwuierocs u3 HemeuyeHoro 3-MCPD npu wenoyHoi o6paboTke B aHanuse A. fof-
XEH 1CNosb30BaTbCA U30TOMHLIN thakTop | = 1.2.

KonuuecTBeHHast oueHKa onpefensiemMoro BeLecTBa BbINOSHAETCA MyTem BHYTPEHHel OAHOTOYeYHOM
Ka/IMbpoBKM C MCMONb30BaHNEM COOTBETCTBYIOLMX dg-3(hMpoB B kayecTBe BHYTPEHHUX CTaHAapTOB. Takum
06pasom, HeT He06X04MMOCTH BO BHELLUHENW KaimbpoBKe. AHaNOrM4YHbIM 06pa3oM MOXET He NPUHUMAaTLCA BO
BHMMaHWe CTerneHb U3B/IeYEHNA onpefesiseMoro Bellectsa. TeM He MeHee CKOPOCTU pacLiensieHns ofHo-
N ABYX3aMeLLeHHbIX CNOXHbIX achupos MXT MOryT pasnuyaTbCsi U. NMOCKOJIbKY, TONBbKO ABYX3aMeLleHHble
CNnoXxHble achupbl dg-MXT [ cnyxaT BHYTPEHHUMW CTaHAapTaMu, CTeENeHb paclensienns acmupa MoOXeT npo-
NCX0AaUTb B 60MbLIMX MaclTabax. Mo3aToMy ypoBeHb pasnuuuii B CTENEHU PacLLensieHns CMOoXHOro adgmpa
MOXeT ObITb YMCNEHHO OnpeAesneH NyTeM pacyeTa pasHUlbl 3HaYeHWid, nonyyveHHbix Ana 3-MXMN4 mexay
aHanusamn A 1 B. ViHpopmauuio o noslyd4eHUn KONIMYEeCTBEHHbLIX AaHHbIX MO COOTBETCTBYIOLMM XpPOMAaTo-
rpaMmMam cM. B pasgesnie 9 u npunoxeHun A.

3-MXTI1/[, MOoXeT BO3HMKaTb B HEKOTOPbIX Nonnmmepax, NpuMeHsAemMbIX Npy MOKPOM OTBEPXAEHUMN 3MOK-
CUAHBIX CMOM W ANSA APYTUX Lenei, 1 N03TOMy OH MOXeT nonagaTb B NPo6y 13 pacxofHblx MaTepuanos (Buas

2
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C BUHTOBbLIMU KpbILLKamu, (OUNbTPOB), UCNOMb3yeMbIX NPy NPO6GoNoAroToBke. MpokanMBaHue CTEKNSHHON no-
cyabl npu Temnepatype o1 400 X g0 500 X MOXEeT yMeHbLUUTb 3Ty Npobnemy. Jlyylinm peLleHnem sABsieTcs
MCMOJIb30BaHNe He3arpA3HeHHbIX MaTepuasios.

5 PeaktumBbl

5.1 O6ume nonoxeHns

Mpeaynpexaenne — CregyeT o6paTuTb BHUMAHWE Ha Npasuia, pernameHTupylowme obpauie-
HVWe ¢ onacHbIMK BellecTBamMu. Heo6xoaumo co6noaaTh TEXHUYECKUE, OpraHn3aLUnoHHbIe U NnYHbIe
Mopbl 6€30NacHoCTy.

Ecnu He ykasaHO MHOE, TO UCMOMNb3YHOTCA peakTUBbl YNCTbie ANA aHanu3a; Boja A0o/KHa COOTBETCT-
BoBartb Knaccy 3 ctaHgapTa NCO 36%.

5.2 PacTBOpUTENIN N peaKTUBLI

5.2.1 Tonyon.

5.2.2 tpeT-BytunmeTtnnoseiit acoup (MTEI), (2-MeTOKCU-2-MeTUINPOIaH).
5.2.3 MertaHon.

5.2.4 W3orekcaH (2-meTuineHTaH).

5.2.5 OtunayerTar.

5.2.6 AnaTtunoseblii acmp.

5.2.7 W300KTaH.

5.2.8 Cynbpat HaTpusi 6e3BOAHbINA, KpUCTaN/IMYECKUIA.
5.3 CTaHaapTHble 1 3TaIOHHble COefMHEeHUA
5.3.1 2-MXNAa.

5.3.2 2-MXNA-d5.

5.3.3 2-MXMA-1,3-6uc-cteapounnioesiini agnp*.

5.3.4 2-MXMNA-d&5-1,3-6uc-cTeapounnossblii aconp*.
5.3.5 3-MXna.

5.3.6 3-MXMA-dg.

5.3.7 3-MXMNA-1,2-6uc-nanbMUTONNOBLIN 3chnp*.
5.3.8 3-MXM/A-c15-1,2-61c-nanbMUTONIOBbLIN adhnp*.
5.3.9 uungun oneat*.

5.3.10 Mnumann-dg oneat*.

5.4 Pabouune pacTBopbI**

5.4.1 2-MXnA4; 10.0 mkr/mn B MeTaHone.

5.4.2 2-MXnfl-d5: 10.0 mkr/mn B MeTaHone.

5.4.3 3-MXNA: 10.0 mkr/mn B MeTaHorne.

5.4.4 3-MXNA-dg; 10,0 mKr/M/1 B MeTaHose.

5.4.5 2-MXNA-1,3-6uc-cTeaponnossblii agaup: 29,1 Mkr/mn, akBuBaneHT 5.0 mkr/mn csob6ogHoro 2-MXM 4
B TONyorne.

5.4.6 2-MXnfl-d5-1,3-6uc-cteaponnoBbiii acmp: 29.3 Mkr/mMn B Tonyone, 3kBMBaneHT 5,0 Mkr/mn
csobogHoro 2-MXnAa.

5.4.7 3-MXNJA-1,2-6uc-nanbM1MTOMNOBLIN 3achup; 26,6 Mkr/Mn B Tonyone, aksuBaneHT 5.0 Mkr/mn
csobogHoro 2-MXnAa.

5.4.8 3-MXMNA"5-1.2-6uc-nanbMMTONNOBLIA 3chup: 26.8 Mkr/mMa B Tonyone, akBuBasieHT 5.0 MKr/mn
cBo6ogHoro 2-MXnA,.

5.4.9 nuumpun oneart: 22.8 MKr/Mn B ToNyose, akBuBasieHTHO 5.0 Mkr/mn cBo60AHOrO ruumaona.

5.4.10 Muvunamn-dg onear: 23,2 MKr/MN B ToNyose, akenBaneHTHo 5,0 Mkr/Mn cBO6OAHOrO rnumaona.

* BO3MOXHA 3aMeHa ApYrMU KOMMEPYECKU LOCTYMHLIMU C/IOXHBLIMU 3IMPaMn XUPHBIX KUCMOT onpegensiemMbix
BELLECTB.

** BO3MOXHO MCMO/Ib30BaHMe paboumx PacTBOPOB C APYIVMU KOHLLEHTpaLUsaMu.
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5.5 [pyrve pacTtBopbl

5.5.1 PactBop rugpokcuga Hatpua. B3sewmsaroT 0,25 1 cBexensmMenbLyenHoro rmpokcuaa Hatpusa un
NepeHOoCAT ero B NIaCTUKOBYIO KO0y BMecTMOCTbio 100 ma. Ao6asnsAwT 100 Ma meTaHona v NioTHO 3a-
KpbIBaKOT KONOY. SHEPrnyHO nepemeluvsaloT (Ha BUXPEBOW Meluasike), noka rMapoKCuA HaTpus He pacTBo-
puTCA NOMIHOCTbO. PacTBop cnefyeT XpaHUTb B MOPO3W/IbHON Kamepe npu TemnepaType oT MuHyc 22 °C ao
MUHyc 25 °C (cMm. pasgen 10. nyHkT 10.1).

5.5.2 MopkncneHHbIn pacTBop 6poMuaa HaTpus. BaselwmsatoT 600 r 6pomuaa HaTpusi B MEPHYHO KOBy
C BUHTOBOW KPbILLIKO BMECTUMOCTbIO 1 71 1 AOBOAAT A0 MeTKu 1 N1 4enoHn3MpoBaHHOW BOgoN. MogkucnsaoT
pactBop fob6asneHnem 3 mn opTohocdopHO kncnoTel (85 %), NAIOTHO 3aKpbiBalOT KONOY U nepemeLLnBatoT
(Ha BMXpeBOli Mellasike), Noka pacTBOp He CTaHeT Mpo3payHbiM. 600 MK AaHHOTO pacTBopa A0/HKHO Heil-
Tpanusosatbcsa 350 mkn pacTteopa rugpokcmga Hatpusa (5.5.1). 3HaveHne pH [OMKHO HAXoAUTCA B KUC/IOM
avanasoHe (o1 pH 3 go pH 1). PacTBop cnegyeT XxpaHWTb B MOPO3W/bHON kamepe npy TemnepaType 0T MUHYC
22 °C po muHyc 25 "C (cm. pasgen 10, nyHKT 10.1).

5.5.3 HacbiweHHbIli pacTBop heHnnb6opHoli kucnoTel (PBK) B gnatunosom acmpe. BHocAT npvmepHo
200 mr ®BK B BMany ¢ BUHTOBOI KpbILLKOW 1 go6asnsaT 10 M 4MaTuaoBoro achmpa. XopoLo nepemMeluvBsa-
10T, XAYT, NoKa HepacTBopeHHas yacTb ®BK BbinageT B 0cagok. A8 nosyvyeHns npousBOAHbIX UCNOMb3YIOT
TOJILKO NPO3payHyto Haf0Caf0uHY0 XUAKOCTb.

6 O6opypaoBaHue

6.1 TNuneTkn 3nneHgopda (Hanpumep, oT 10 go 100 mkn, oT 10 go 200 Mk, oT 100 fo 1000 mkn).

6.2 lMoplHeBble N rpagyMpoBaHHble NUMNETKN pa3HbIX Pa3Mepos.

6.3 MepHble konbbl pa3HbIX pa3mepos.

6.4 AHanuTuuyeckue Bechbl, C LeHoi genexnsa 0.0001 r, ToyHOCTb B3BewMBaHus 0.001 T.

6.5 Buasbl ¢ BUHTOBbIMY KpbiKaMun (BMECTUMOCTbIO MPUMEPHO 2 MJ1) U BUHTOBbIE KPbILLKM C NpOKNag-
Kamu u3 nonutetpadropatuneHa (PTFE).

6.6 TNwuneTkn MNacTepa v pe3nHoBbIE PYLLN.

6.7 MwukpoBCTaBku (BMECTMMOCTbIO NpubnAn3mTensHo 200 MKk) ANA Buasi C BUMHTOBBIMU KpbILLKaMM
(BMECTUMOCTbIO NPUBAN3NTENBHO 2 M/).

6.8 O6opyaoBaHWe AN NPoAyBKN a30TOM.

6.9 NX/MC-cuctema ¢ TeMnepaTypHO-NporpaMmMmpyemMbiM UHXEKTOPOM.

6.10 'X-k0NoHKa 13 KBapLEeBOro CcTekna, HenoasmxHas asa 50 % audeHunnonucunokcaHa/s50 % au-
MeTunnonmMcunokcaHa, agnnHa 30 M. BHyTpeHHuin gnameTp 0.25 mm, TonwmHa naeHkn 0,25 MKM. HeneTyvas
Xunakaa dasa gns npumeHeHus ¢ MC, cuctema ¢ npegKosioHKOWA.

MpeAkoNoHKy cnefyeT NepUoANYECKN 3aMEHATb, Tak Kak OHa CAYXWUT ANA 3a[ePXKA HeNeTyunx Komno-
HEHTOB 1 TEM CaMbIM NPOJ/IEBAET CPOK C/YXObl OCHOBHOW KOJIOHKM.

7 O6paseL,

7.1 OT60p npob

OT60p NPo6 He SIB/SIETCS YaCTb0 AaHHOrO MeToAa. PekomeHayemblii MeTog oT6opa Npo6 NpuBefeH B
CO 5555 [10].

7.2 MopAarotoBka Npo6bl 4Na aHaansa

HaBecky xuakoro o6pasua 6epyT Hanpsimyto, 6e3 noAroToBkU. TBepAable WK NosyTBepAble Xupbl pac-
nNaBnsoOT Npy Temnepatype npumepHo 80 °C B CyLUMAbHOM LWKady MM Ha BoasiHOI 6aHe. [11si XUPOB C Bbl-
COKOI1 TemnepaTypoii nnaBneHns Temnepartypa Ao/kHa yBenmumBathes ¢ warom 10 X go Havana npouecca
nnaeneHns. HaBeckn TBepAbIX 06pasLoB C BLICOKMM coAepXaHueM BoAbl cnenyeTt oTéupatb 6e3 pacnnasne-
HUS1 BO U3bexaHne pasgeneHuns gas.
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8 Mpoueaypa

MpumeyvaHune — Cm. 10.2.

8.1 BHeceHue BHYTpeHHero ctaHjapTa 1 romoreHusauus

B3sewwnBatoT gBe HaBeckun maccoi (100 + 0.5) mr o6pasua B Branax C BMHTOBOM KPbIWKOA BMeCTU-
MOCTbO 2 M/ U BbINOMHAIOT KaJIMGPOBKY BECOB A1 NPaBWU/IbHOW KONMYeCTBEHHOW oueHkn. K npobe A fo-
6aBnsAlT No 50 MK Kaxzgoro M3 pabouyero pactsopa ctaHaapToB 2- u 3-MXMA4-<15 (5.4.2 n 5.4.4). K npobe A
nuneTkoi BHocAT 100 Mk paboyero pacTBopa cTtaHgapTta admpa rmuupona-<15(5.4.10). K aHannsy B go6as-
nsawT 100 mkn pabodero pactBopa cTaHgapTta 2-MXrL-c!5-6uc-achmpa (5.4.6) n 100 mkn paboyero pactsopa
cTaHgapTa 3-MXMA-<15-6uc-acpup (5.4.8). K kaxagomy obpasuy gobasnsawT 600 Mkn aguaTunosoro adgupa u
TWwaTesibHO NepeMeLlnBatoT (Ha BUXPEBOI Mellasike) CMecb [0 MOMIHOTO pacTBopeHus. B cnyvae pa6oTsl C
mMaTepuasiom obpasiia, VMMEIOLEro BbICOKY TeMnepaTypy naaBfeHus, MOXeT notpeboBaTbCA HarpeB peak-
LIMOHHOTO cocyfa.

8.2 PacuiensieHne C/I0XHOTo aghvpa v npeobpasoBaHue ruyngona

MomelyaloT 06a aHaNn3a MUHUMYM Ha 15 MUH B MOPO3U/IbHYIO KaMepy ¢ TeMnepaTypoii oT MuHyc 22 'C
80 MuHyc 25 °C (Ha gaHHOM aTane BbiNageHue ocajka He siBnseTca npobnemoit). K kaxaol aHannsnpyemor
npobe pgo6asnswT 350 MK pacTBopa rmgpokcuga HaTpus B meTaHone (5.5.1). [ns 3aBeplieHus paclie-
NAEHNSA CNOXHbIX 3hMPOB 3aKpbIBAIOT BUa/bl, NEPEMELLMBAIOT COAEPXKMMOE (Ha BUXPEBONW MeLlasike) U Bbl-
OepXunBaloT CMecb He MeHee 16 4 npu TemnepaType oT MUHYC 22 °C Ao muHyc 25 °C. Peakuun npekpawiaiot
pobasneHnem 600 MK/ MOAKUCIEHHOTO pacTBopa 6pomuga Hatpus (5.5.2). BblgepXaHHOro npu Temneparype
0T MUHYC 22 eC g0 MUHYyc 25 °C. BbICTPO NepeMeLLrBalT CoAepXnMoe (Ha BUXPEBOI MeLlasike) 1 nomeLarT
npo6bl B NOTOK a3oTa 419 ynapmBaHusa opraHnyeckoi asbl Ao ob6bema 100 mkn. Job6aBnaioT k 06eum aHa-
nusnpyembiM npobam 600 MKA M3orekcaHa, 3akpblBaOT BMasibl U TWaTeNbHO nepemeLllnsaiT (Ha BUXpPeBON
mMewanke). OCTaBNsAOT CMeCcK Npu KOMHaTHOI TemnepaType Ha 5— 10 MUH 4019 3aBepLUeHns peakuuy npeoo-
pasoBaHua rnvumgona B Mbrp (cm. 10.3).

MpumeuvaHune — Mcnonb3oBaHne APYrnx TeMNepaTypHbIX PEeXMMOB A8 NpoLeaypbl paclenneHns aupos
TpebyeT BbINOHEHUA [ONOMHNTENbHOW Banngauun. BaxHo yuntbiBaTtb, 4TO npu paboTe ¢ TemnepaTrypaMmu CBbilLEe MUHYC
22 "C npoucxoauT yBenuyeHne ckopocTu npeobpasoBaHusa 3-MXMA B Tuunaon. B pesynbtate MOXET yBENNYNTLCA He-
TOYHOCTL ONpeAeNieHna rauyugona.

8.3 BbigeneHue onpegensemMbix coeguHeHni

YpansoT opraHuyeckyto asy npu nomowm nunetkn Mactepa. MpombiBaloT BOAHYHO hasy kaxaoi aHa-
nu3unpyemoii Nnpobsbl 600 MK U30rekcaHa.

8.4 MonyyeHne NPON3BOAHbIX

Kaxayto aHanusupyemyto npoby aKcTparnpyoT TpKAbl npu nomoLy 600 MK cMecn 4M3aTUNoBOoro agu-
pa/aTunauetarta (06bemMHOe COOTHOLEHMe 3:2). KaXAblil pa3 UCNonb3ys HOBY nNuneTky Mactepa. Heobxoau-
MO cnefuTb, YTO6bI NMMNeTka He kacanacb BOAHOW hasbl. OpraHuyeckuii aKCTPaKT Kax4oi aHanm3npyemoi
npo6bl A 1 B nepenusatoT B HOBYIO BMany C BUHTOBOW KPbILLKO, cofepxallyto He6onblloe KomyecTBo 6es-
BOAHOrO cynbara Hatpusa. Ecnm nopowok cynbgata HaTpus Habyx U cTan BA3KMM, NEepeHOCHAT pacTBop B
HOBYIO Brany C BUHTOBOI KPbILLIKOV U CBEXUM MOPOLWIKOM cynbthaTta HaTpusa. [lo6aBnatoT 20 Mkn peareHTa
ANA NonyyeHns Npou3BOAHbIX coeanHeHunid (5.5.3) B 06a opraHMyeckux aKCTpakTa ANs NOJyyYeHWUs npous-
BOAHbIX COeuHeHnn B Nnpobax. Ecnu B pesynbTare peakuun nosyyeHns npov3BOAHbIX BELLECTB OTK/IMK CUT-
Hana aHa/M3npyeMoro BelecTBa Masl. TO HEO6X0AMMO yBeNMYMBaTb KOJIMYECTBO peareHTta A5 noayyvyeHus
NPOM3BOAHbLIX A0 TEX NOP. NOKa He YBENMUYNTCSH COOTHOLIEHWE CUTHANI—ILUYM Ha COOTBETCTBYHOLLEW XpoMaTo-
rpamme. MakcvmasnibHOe KONMYEeCTBO peareHTa KoTopoe MOXeT OblTb MCMNOb30BaHO A5 NONYYEHUS NPOUs-
BOAHbIX CO€AMHEHUI, orpaHnynBaeTCcs CNOCOBHOCTLI0 KOHKPETHOW CUCTEMbI ra3oBOro xpomartorpada/macc-
CnekTpomeTpa He gonyckatb U3bbiTka ®PEK. [1A 3aBepLUeHNs peakumm NosyyYeHnss Npom3BOHbIX COEANHEHW
1 yaaneHns n3bbITOYHOTO KONMYecTBa peakTVBOB HEOOXOAMMO A0CYyXa BbiNapnTb 06e aHannmsmpyemMble npo-
6bl B NOTOKe asota. CriegyeT NOBTOPHO pacTBOPUTL hpakLmio, pacTBOPMMYIO B OPraHMYeckoM pactsopuTtene,
po6asuB oT 300 Ao 500 MK M300KTaHa, U 3HEPTNYHO NepemeLlaTb CMech (Ha BUXPEBOI MeLlasike) B TeueHne
HeCKONbKUX cekyHA. [1ns noarotoBkn K aHanudy Ha MX/MC nepeHOCAT MOpLMI0 KaXAoro pactsopa B MUKpO-
BCTaBKy 06bemom 200 MK/.
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8.5 Ycnosusa npoBefeHus aHanuM3a MeTOAOM ra3oBoii xpomartorpaduu/macc-cnekTpomMmeTpum

8.5.1 lasoBas xpomaTorpadusi: 06beM BBeAeHHOWN Npobbl: 0T 1 40 2 MK/.

8.5.2 las-HocuTenb: renuii 4.6 (99.996 %) unu rennii 5.0 (99.999 %), NOCTOSIHHbINA pacxod oT 1 Ao
1.5 mn/mMuH.

8.5.3 lMporpammupoBaHue TemnepaTypbl ucnaputens (PTV): 85 °C, HarpeB co ckopocTbto 300 °C/MuH
40 165 °C. nsotepma 10 muH. HarpeB o 320 X co ckopocTbto 300 X/MUH. n3otepma 8 MuH.

8.5.4 WHxekTOp: 63 fieneHns noToka Nnpobbl, NPoAyBOYHbI NOTOK 50 Ma/MuH, oT 0.5 Ao 1 MuH npoays-
Ka pe3vHOBOW NpoKIaAkn UHXekTopa 3 MA/MUH.

8.5.5 lporpamma Temnepartypbl TepmocTata KofoHkn 'X: 85 X, usotepma 0.5 MuH. HarpeB 6 °C/MuH
0o 150 X, 3atem HarpeB 12 X/muH fo 180 °C, 3atem Harpes 25 X/MuH fo 280 °C. nsotepma 8 MuH.

8.5.6 Macc-cnekTpoMeTpusa: MOHU3aunsa 3M1eKTPOoHHbIM yaapom (El). ckaHupoBaHue Mo CcenekTUBHO
BblIOpaHHbIM MOHaMm (SIM).

8.5.7 O6HapyxXeHHble (hparmeHTapHble MOHbI PEHNNBOPHBLIX NPOU3BOAHBLIX ONpeaesnsemblX coenHe-
HWI onpejeneHHbIM OTHOLLEHWEM MaccChbl MOHa K ero 3apagy (m/z). npeactasneHsl B Tabnuue 1.

Ta6nuua 1— CBOAHble AaHHblE 0GHAPYXEHHbIX hparMeHTapHbIX MOHOB (DeHUNIBOPHLIX NPOU3BOAHLIX ONpesense-
MbIX COAMHEHUI ONpeaeeHHbIM OTHOWEHWEM MAcChl MOHaA K ero 3apsay (m/z)

T/t TIT TIr TIT

3-mxng-<15 149 150 201 203
3-MXnA 146 147 196 198
2-M XHfl-d5 201 203
2-MXnf 196 198
3-MBlA4-dg (npoaykT npeobpa3oBaHusa rvyuaona-cls) 245 247
3-MBMNJ (npoaykT npeo6pasoBaHus ravungona) 240 242

LNna KONMYecTBEHHON OLEHKA WCKOMblE WMOHblI MapKMpOBaHHbLIX W HEMapKUPOBaHHbIX aHanusupye-
MbIX COEAUHEHWI [O/MKHbI HAXOAUTCA B COOTHOLUEHMU, Hanpumep, m/z =150 k 147 (3-MXMNA4-05 k 3-MXNA).
m/z = 201 k 196 (2-MXI'W-<15k 2-MXMA4). m/z = 245 k 240 (3-MBMNA4-<15 k 3-MBI'LL).

8.5.8 [ns KoNM4yecTBEHHOro onpejesieHMs pekoMeHA0BaHO MCN0b30BaTh NporpammMHoe obecneyeHne
C aBTOMaTUYECKUM aHa/IU30M [JaHHbIX.

9 lMpeacraBneHve pes3ybTaTtoB
MpumeyvaHne — Cm.10.4.

9.1 OnpepeneHne CBA3aHHOINO rnuumngona

9.1.1 B cnyvae ecnu cogepxaHve 3-MXMJ MeHblUe B CPABHEHUN C FMIMUUAOAOM, TO CBSA3AHHbINA K-
ungon B aHanuse A paccuntbiBaetcs no 9.1.2 6e3 koppekyun. Mpu Hanuumm 6onbluero konnyectsa 3-MXMA,
npeobpasoBaHve 3-MXIMA B rAMuMa0n MoxeT 6biTb HENOMHLIM U MPUBOANTL K 3aBbILLEHWNIO COAEPXaHUS n-
umgona. Ana yctpaHeHus faHHON owmnbkn HeobXxo4umo onpeaennTb koadduumeHT npeobpa3oBaHns ABYX-
3ameLLeHHoro cnoxHoro agupa 3-MXMA-c158 3-MBMA-<15 B aHanv3e B v npuMeHNTb 3TOT KO3 PMLMEHT Npu
KO/IMYEeCTBEHHOI oueHKe npeobpasoBaHus 3-MXMJA B 3-MBIMJ B aHanuse A. [JaHHas npouegypa onucaHa
B 9.1.3—9.1.5.

9.1.2 [1ns KONNYeCTBEHHOrO ONpeesieHns CBA3aHHOrO rMuLMAo0aa Heo6xoAMmo naowaab nuka eHnn-
60pHoIt nponssogHo 3-MBI[ B aHanM3e A YMHOXWUTb Ha KOSIMYECTBO A06aB/IEHHOMO B KAYECTBE BHYTPEH-
Hero craHfapra rvuyaona-cls (sBBoanTca B hopme C/I0XHOro achmpa ruumaona-<15) oTHOCUTENIbHO ero KoH-
LeHTpaumm B obpasue n gensAT Ha nnowagb nuka eHn6opHol npomssogHol 3-MBIMA-<15. kak npuBeAeHo
B chopmyne (1):

_ SA|.MPDA> Y0/DI4EA> m

-
SA 3~ BPD-d5(A)

"gtycidolunoorrected/A)
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rae yyayd/ol uncorrectea (A) — HecKoppeKkTupoBaHHas maccoBas [o/1A rmuugona B aHanuse A. Mr/kr.
%|yelom5 (A)— maccoBas fons fobaBnieHHoro rnuumaonayls s aHanuse A. Mr/kr;
SA3MBpd.:a)~ nnowaab nvka eHnnbopHoli nponssogHoi 3-MBIM A B aHanuse A,
SA3MBPD d5i;A) — nsiowagb nvka peHnn6opHoi npomssogHol 3-MBMA-c15 B aHanunse A.

Ecnu obpasel, cogepxuT 3HaumTenbHoe konnyectso 3-MXTM/[. HeckoppekTMpoOBaHHOE KONNYECTBO Mn-
uugona MoXet 6bITb CKOPPEKTUPOBAHO KOIPMULIMEHTOM, KaK 3TO NPUBEAEHO HUXKE.

9.1.3 [na onpepeneHus HexenaTesbHOro npeo6pasoBaHusa 3-MXMA4 yepes ravungon B 3-MBMA npu
noAroToBke o6pasua paccunTbiBaeTCA COOTBETCTBYHOLWMI KoadchmumeHT npeobpasoBaHusa 3-MXMA-dj —
3-MBMNA-c15 B aHanuse B nyTem geneHus nnowanu nvka eHun6opHoii npomssogHoi 3-MXMA4-dg Ha nno-
waab nuka deHnnbopHoli npomssogHoi 3-MBIMAul5 B aHanm3e B. kak nokasaHo B chopmyre (2):

SA3.MBPD.(lilB, @
fSMOPO 3 McPD-ds@>
roe /3-mcpo — KoadppuumeHT npeobpasoBaHus 3-MXMA-dg -» 3-MBMA-dg;
SA3-mbpo-c5iB) — nnowagb nuka eHnn6opHoi nponssogHoli 3-MbIM/A-dg B aHanuse B;
s A3 Mcpo <5{B) — nnowaas nuka gpeHnnbopHoli npomssogHoi 3-MXIA-dg B aHanuse B.

9.14 Mocne nogrotoBku o6pasua n MNX/IMC aHanu3a B COOTBETCTBMM C pasfgenamu 6. 8 oTHoweHne
onpegensembix 3-MBMA n 3-MBMA-dg koppenupyeTcsa ¢ n3oTonHbIM haktopom (cm. 10.5). kak npuBefeHo B
opmyne (3):

= 2 eroes ©)
roe /— n3oTonHbIN hakTop;

s A3 mbpd — niowagb nuka peHnnbopHoin nponssogHoin 3-MBIMA;
s A 3 mbpd-o5— nnowagb nuka heHnn60opHoN nponssoaHol 3-MBIMA-yl6.

9.1.5 CKOppEeKTMPOBaHHOE KOMNYECTBO MMUMAOAa MOXET ObiTh onpefienieHo, Kak npuseseHo B dhop-
myne (4).
[SAB3.58pD(A, - (/j-MCPD (4)
w gfyc«Jol correcte<3(A) A3-MBPDmSA>

rae w9(ycido cofrecled (A) — ckoppekTupoBaHHas Maccosas 40N rvungona B aHanuse A. Mr/kr;

*3mcpo — KoadpmumneHT npeobpasoBanns 3-MXMA -» 3-MbMNA4 (9.1.3);
| — n3oTonHbIii hakTop (9.1.4);
wgiycdoi d5(A) ~ MaccoBas gonsa ravyugonadls B aHanuse A. Mr/kr;
SA3-mbpd(A)— nnowagb nuka oeHnnbopHol nponssogHoi 3-MBIM/ B aHanuse A,
ANAsz-mcpd(Aj  nnowaab nuka heHMN60pHoIN NnponssoaHoi 3-MXTM [ B aHanuze A,
SA3 MBPD ds(Ai ~ nnowaab nuka heHnnbopHoi npoussogHoit 3-MBnfl-d5 B aHanusze A.

9.2 OnpepgeneHve ceBa3aHHOro 2-MXra

[na onpegeneHvs konmyectBa cBsA3aHHOro 2-MXMJ nnowagb nvka ¢eHUN60pHON NPOU3BOAHONM
2-MXT/[. nonyyeHHoin B aHanuse B. He06X0ANMO YMHOXUTb Ha KOMYECTBO [06aB/IEHHOrO0 B KAYECTBE BHY-
TpeHHero ctaHgapTta 2-M Xnfl-d5 (BBoguTtcs B chopme cnoxHoro achmpa 2-MXM/[-a5). 0THOCUTESILHO €ro KoH-
LeHTpauum B o6pasue 1 pa3fennTb Ha naowaab nvka eHnn6opHoi npounssogHol 2-MXMAul5, kak npyBe-
neHo B chopmyne (5):

3A2/1,O1B) mv2* GD(5(B) T
5-7

->n 2.MCP0O<%(B)

A-MCPOIB» =

rae w2-MCPO(B) — maccoBas gonsa 2-MXM[ B aHanuse B. mr/kr;
" 2-mcpo -d <B>~ MaccoBas fgons 2-M Xnfl-ds B aHanuse B. mr/kr;
SA2-mcpdib) — nnowanb nvka peHnn6opHoli nponssogHoli 2-MXMA4 B aHanuse B;
SA2-mcpd d (Bi — nnowagb nvka heHnn6opHoli npomnsBogHoi 2-M Xnfl-d5 B aHanuze B.
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9.3 OnpegeneHne ceaszaHHoro 3-MXnNa

[na konuuecTBeHHOro onpegeneHns ceaszaHHoro 3-MXM/A naowagbs nrka heHnn60pHON NPOM3BOAHOM
3-MXM[, nonyyeHHOl B aHann3e B. HE06XOAMMO YMHOXUTb Ha KONIMYECTBO 406aB/IEHHOTO B KA4YeCTBe BHY-
TpeHHero ctaHgapTa 3-MXMA-d5 (BBoantcs B hopme cnoxHoro acoupa 3-MXrfg-<15), oTHOCUTENbHO €ro KOH-
LeHTpaummn B obpasLie 1 pasfennTtb Ha niowags nuka eHnn6opHoit nponssogHoi 3-MXnfl-d5, kak nokaszaHo
B thopmyne (6):

SA3MCPD(B) **V3mcpd”i5(B) (6)

Wa-MCPD(®) 8asmcpoUH

roe iv3.MCPD<B) — maccosas gonsa 3-MXrj s aHanuse B. mr/kr:
Nz mcpod (B)~ maccoBas gons 3-MXMAuls B aHanuse B. mr/kr;
SA3MCpo,B) — nnowaas nuka eHMN60pHON NnponssoaHoi 3-MXIM /[ B aHanuse B;
s A3 mcpo-c§ B>~ nnowagb nvka heHnnbopHoi nponssogHoin 3-MXMA4-65 B aHanunse B.

9.4 OnpejeneHne CTENEHN paclleneHns 4ByX3aMeLLeHHOro C/I0XHOro adupa

MpumeyaHne — Cm. 10.6.

[na konNnyecTBEHHOro onpeAeneHns pacLLeneHunst COXHOro acupa, cBsidaHHblin 3-MXTM/[4 B aHanunse A
KOJINYECTBEHHO OMpeaensaoT yepe3 cBo60aHbIM 3-MXM4-c15. Takum o6pa3om, naowans nuka eHnn160pHol
npounssogHoin 3-MXI[ Heo6XxoAMMO YMHOXUTb Ha KO/M4ecTBO gobasneHHoro 3-MXMA-65 n pasgenutb Ha
nnowaab nuka eHnnbopHoii NnponssoaHoli 3-MXMAO-<15, kak npueeaeHo B hopmyne (7):

SA3Mcpd(A) *3-Mcpo-at) @)
W3MCPD(A) SAAmepo. M ¥,

roe w3MCpD(Al — maccoBas gonsa 3-MXIMJA B aHanuse A, Mr/kr:
w3 MCPD d-(A) ~ maccoBas gons 3-MXMNAul5 B aHanuse A. mr/kr SAZMXFTFI(A);
SAj MCPDfA) — M/10Walb nka heHnn6opHoii nponsBogHoii 3-MXT1/ B aHanuze A,
" a 3mcpo-cbin) — nowanb nuka deHnnbopHoli nponssogHoin 3-MXMA-dg B aHanunse A.
CTeneHb pacLiensieHns gByx3ameLeHHoro cnoxHoro agupa 3-MXMA-<15 paccuntbiBaeTcs, kak npuse-
AeHo B dhopmyne (8) (cm. 10.7):

100 W3-MCPD<B)
6C3-MCPD-dleste< (8)

W3-MCPD<A)
roe iv3MCPD(A) — maccoBas fgonsa 3-MXnJ B aHanuse A. Mr/kr;
k3.MCPD(B) — maccoBas gonsa 3-MXrJj s aHanuse B. mr/kr;
ec3 MCPO-d*ster — cTeneHb pacLyensieHns AByx3aMeLLeHHOro cnoxHoro acupa 3-MXng, %.

9.5 KOHTpONb KayecTBa

9.5.1 Banupauuio cnefyet nNpoBOAUTb B COOTBETCTBMM C MEXAYHapOAHbIMU pPeKOMeHAauuy no saiu-
fauuu.

9.5.2 [1nA KOHTPONA cneymguyHOCTU 1 AOCTOBEPHOCTU MeTofa, HEOO6XOAMMO eXefHEeBHO NPoBOAUTL
aHanun3 ctaHJapTHbIX 06pasLoB U CTPOUTL rpadiK KOHTPOISA TOYHOCTM OnpefenieHns Ana Bcex onpegense-
MbIX BELLECTB.

9.5.3 [1nA KOHTPONA TOYHOCTW ONpefesieHuss pekoMeHAyeTCs eXefHEeBHO aHa/M3MpoBaTb XO0CTYHO
npoby macna (npeccosoe HepadUHUPOBAHHOE pacTUTe/NIbHOE WV XUBOTHOE Macfio unu xwp). Mpeccosoe
HepadMHMPOBaHHOE PacTUTEe/IbHOEe MAac/o He JO/MKHO COAEepPXaTb CBA3AHHBIA rauumaon wamn 2- n 3-MXnA s
onpegensemblx konuyectsax {<10 mr/kr).

10 MpumeyvaHus

BHVMAHWE — HekoTopble pacxogHble matepuanbl, Takue Kak MembpaHHble huabTpbl UNK cTe-
KNAHHasA nocyaa, MOryT cTaTb MPUYNHON 3arpsasHeHns. Ecnm ecTb NPU3HaKU Kakux-nnbo 3arpAasHeHuii
pacxofHbIMN MaTepuanamu, CTeknaHHaa nocyga Aos/mkHa 6bliTb nporpeTa npu Temnepatype ot 400 °C
A0 500 °C. CnegyeTt 3aMeHUTb HETEPMOCTOKMe MaTtepuanbl UM NPOMbITb WX A0CTATOYHbIM KONUYe-
CTBOM OpraHM4yecKoro pactsoputens (aueToH 1 rekcaH).

8
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10.1 MMpu anpobauun meToga MOXeT ObITb LienecoobpasHo NCnonb3oBaTh PpacTBOpP rMApoOKCHaa HaTpus
B MeTaHO/1e KOHLeHTpauwveii Boile B ABa unn Tpu pasa (0.5 r/100 mn unm 0.75 r/100 mn). joBeaeHne Kucnort-
HocTu pacTeopa 6pomuga Hatpusa (5.5.2) NpoBOAAT aHasIOTMYHO.

10.2 Kaxgblii o6pasel, AensT Ha aBe HaBecku (A 1 B). BHOCAT B HaBecky A MapK1poBaHHbLIA N30TOMOM
TANLMANNOBbLIA 3P U MapknpoBaHHbIE M30TOMOM CBOGOAHbIE 2- 1 3-MXIM [, B kayecTBe cTaHAapTa. BHocaT
B HaBecky B MapkupoBaHHble n30TonoM cBobogHble 2- n 3-MXT/[ B kavyecTBe cTaHgapTa. [JobaBnsawT agnatu-
NoBbIVi 3chup B 06a aHa/IN3a, 3aTEM Ha X0/104€e pa3baB/ieHHbIi pacTBOP rMAPOKCHAa HATPUSt B MeTaHose 4J/is
Bblgenenus ceobogHoro MXMA v ravungona. B AaHHbIX KOHTPOIMPYEMbIX YC/TOBUAX CBOAUTCA K MUHUMYMY
HexenartefnbHoOe npeobpa3oBaHve cBo6ogHoro 3-MXM/J B rAMUMA0N. KOTopoe ABnseTcs 06Wwen3BecTHOR no-
604YHOIi peakumeli npu LWenovHoi obpaboTke 3-MXIML npy KOMHATHO TemnepaType. Peakunsa paclienneHus
ocTaHaB/IMBaeTCA Ha Xonoge fAobasBfieHneM U36bITOYHOro KOIMYecTBa X0N0AHOIO pacTeopa bpomuga HaTpus
B pa3baBneHHoli chochopHoii kucnoTe. B kucnoii cpege HectabunbHbIi CBOOOAHbIN FMUNAON GbICTPO B3aw-
MoZelcTBYeT C HeopraHmyeckum 6poMmaomM 1 oopmupyeT ctabunbHblii MBMA (3-MBMNA > 2-MBMA). Onpege-
nsemble Bewectsa MXIMA4 vn MBI/ AaBnstoTca BOAOPACTBOPUMbIMU, MOITOMY HexenartesibHble NMNnogubHbIe
hpakuun B HaBecke obpasua MoryT 6biThb yAaneHbl ABOMHON 3KCTpakuueli BogHol a3kl n3orekcaHom. Omnpe-
fensiemble BellecTBa BMeCTe CO CTaHAapTaMu NepeBoAAaT B OPraHUYecKuii pacTBOpUTENb TPOMHON 3KCTpak-
Luen BogHONM hasbl ANITUNOBLIM 3ChMPOM, 3TUNALETaTOM WM CMeCblo ABYX pacTBoputeneil. CenekTmHoe
nonyyeHne npon3BOAHbIX ANOI0B OCYLLECTB/IAT B 3KCTpareHTe peakuyueii ¢ PBK npn KomHaTHOW Temneparty-
pe. OTCyTCTBME BOAHOW (hasbl 1 NpefoTBpalleHe HarpeBa obpasLa Bo BpeMs peakLun nosyvyeHus nponsso-
[HbIX BELECTB MHUMU3NPYET PUCK HeXenaTe bHbIX NO60YHbIX peakumnid. na yaaneHna nsbbIToUHOro Konw-
yecTBa ®BK He06Xx0AMMO CKOHLEHTPUPOBATL aHaIn3MpyeMble BeLecTBa U NepeBecTyn ux B 6051ee NHePTHBbIN
opraHu4ecknii pacTBopuTeslb. PeakuMoHHYI0 cMecb NoMeLlatT Hafg He6OoMbLMM KOMYecTBOM 6e3BOAHOM0
cyfbpaTa HaTpuUa 1 ncnapsioT focyxa B NOTOKe asoTa nepej NMOBTOPHLIM PACTBOPEHMEM B U300KTaHe [/1A
namepeHuns NXYMC. Pasnnuua B pesynbtatax ansa 2- n 3-MXrp mexay aHanvsamu A v B cnyxar ansa konuue-
CTBEHHOTO KOHTPO/S NOSIHOThLI PacLLensieHns CNOoXHOro adgumpa. s onpefeneHns HexenatenbHON peakuum
npeo6pasosaHua 3-MXIM4 B rAvuuaon Bo Bpemsi 06paboTku LLEe/104bio, N3MEPSAIOT CTeNeHb nNpeobpas3oBaHus,
MapkmpoBaHHoro nsotonom 3-MXI/ B MapknpoBaHHbiii n3otonom 3-MBIM[, B aHanuse B v agantupytoT K npu-
CYTCTBYHOLUNM «eCTECTBEHHbIM 06pa3oM» onpefensieMbiM BeliecTBam B aHanmie A. 2-MXIM [, 6onee CToek,
yeMm 3-MXMA. K KaTanusnmpyemomy LLeNoYb0 npeobpasoBaHnio B MMLUAOMA U He yyacTByeT B peakuun Kak
npejLlwecTBEHHUK TULMA0NA NPU YC/TOBUAX METOAA.

10.3 BaxHO He gonyckaTb HarpeBa 06pasLoB HM Ha OAHOM K3 3TAmNoOB LLEMIOYHOW 06paboTku. Takke
pekomMeHayeTCcs nepuoamyeckn NpoBepaTb KNCNOTHOCTbL BOAHONW ¢ha3bl cMecu nocne Ao6aBfeHns pacTeopa
6pomupga Hatpus (5.5.2).

10.4 B aHanuse A onpefensietcs CBA3aHHbIA rMUMAOA. B TO BPeMsi Kak B aHanm3e B onpepensietcs
cBsA3aHHbIi MXMA. MNMapannensHo Nnpeobpa3oBaHne MapkupoBaHHOIO M30TOMOM C/I0XHOro agupa 3-MXrA B
3-MBMNA-d5 onpegensetcsa B aHanuse B. MNpepnonaraetcs, UTo HexenarenbHoe npeobpa3oBaHyie CBA3aHHOIO
3-MXMNA4 B ravuugon (onpegensiemslii kak 3-MBIM[) B xoae npouesypbl NOATOTOBKM NPO6bI B aHanm3e A npo-
MNCXOAUT MO CXOAHON KMHETVKE U MOXEeT 6bITb KOIMYECTBEHHO ONpeaeneHo, eciM CaMo OTHOLLEHVE U3BECTHO.
B utore kombuHauua oboux aHannsos A 1 B cnyxuT ans onpegeneHns nonHoTbl pacllensieHns C0XHOro
athmpa. Bce komyecTBeHHbIe onpeaesieHnst OTHOCATCA K HaBeckam 06pasLoB ¢ 406aBNEHHbIMY MEYEHHbIMU
n3oTonamy BHYTpeHHVWMM cTaHfapTamu (8.1) Ana BHYTPEeHHel OAHOTOYEeYHOW KanmbpoBku. BHelwHne kanu-
6poBKM NpeAHasHayeHbl He A5 KONMYECTBEHHOro onpejeneHns onpeensemMoro BelecTsa, a 41a onpege-
NeHnsa NUHeHoCTN MeToaa.

10.5 HesHauuTenbHble OTINYMA (PU3NYECKMX U XUMUYECKUX CBOWCTB MapkupoBaHHoro usotona d5 u
HemapkupoBaHHoro 3-MXrJ ykasbiBatoT Ha 60/1e0 6bICTpoe npeobpasoBaHne HeMapKupoBaHHOIO onpefe-
NAAEMOro BelecTBa MO CPaBHEHUIO C MAapPKMPOBaHHbIM 3-MXMA-dg. [aHHbI «130TONHbIA 3dpdheKT» Bbln KC-
NepMMEeHTa/IbHO OMnpefenieH Npu peakuyun Leno4Hoin obpaboTkmn (8.2). B gaHHbIx ycnosusax 3-MXMA npe-
Bpawaetcs B 3-MBIM[ yepes ravungon npumepHo B 1,2 pasa 6bictpee, yem 3-MXMA-A45 B 3-MBIMA-<15vyepes
rumpon-<15. CnefoBarenbHO, U30TONHbIV thakTop | = 1.2 cnefyeT yuntbiBaTh NPW KOIMYECTBEHHOM onpeje-
NeHun rnyuaona. KotTopbli 6611 cnyyaiHo o6pa3oBaH M3 HemapkupoBaHHoro 3-MXM /[ nyTem LwenoyHoi 06-
paboTkn B aHanunse A. Ecnin ycnoBus LWenoyHoro pacliensieHns CoXHOro acpmpa 6blav UsMeHeHbl, U30TonM-
HbIA hakTop A0/MKEH BbITh ONpeAeneH 3aHOBO NyTeM f06aBNEHUS aHaIM3NPYEMbIX BELLECTB B YNCTOE Mac/o
(B 4aHHOM cnyyae Heo6XoAMM TO/IbKO OAMH aHanus) ¢ Tem Xe KOJIMYeCTBOM MapKMpPOBAHHOM0 U HeMapKu-
poBaHHoro nsotonom 3-MXMA-1,2-6uc-nanbMnTONIOBOrO achupa (B AOCTATOYHON KOHLEHTpauumn, He mMeHee
100 mr/kr kaxxgoro). MNMoka He N3BECTHO, MOTYT /X 3arpsA3HeHns cTaHAapTHbIX BewecTB (3-MXMA-6uc-achump n
3-M XN AA5-6uc-3chmp) NoBNUATL Ha HabogaeMblii achdekT. B 60MbLIMHCTBE CNy4YaeB CKOPPEKTMPOBaHHOE
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3HauyeHune cBasaHHoro ravumaona (9.1.5) He oT/IMYaeTcsa CyLeCcTBEHHO OT HECKOPPEKTUPOBAHHOMO 3HAYEHUSs
(9.1.2), noaToMy B/IMSAHUEM U30TOMNHOrO hakTopa MOXHO NpeHebpeub.

10.6 OAHVMM M3 OCHOBHbIX NMOAXOL0B HACTOALLEH METOAVKN ABAAETCA MATKOe N MeA/IeHHOoe paclienne-
HMe CNOXHbIX 3hMPOB, KaTam3npyemMoe LWenoyblo, KoTopoe MUHUMU3MPYET HexenaTesibHoe npeobpasosa-
Hue 3-MXMJA B rnuumngon. B Taknx ycrnoBusax pacLlensieHme C/I0XHOro apnpa B HEKOTOPbIX C/yYasix He MoXeT
6bITb NOMHLIM. MOCKO/IbKY KONIMYECTBEHHAA OLeHKa onpefeisemMoro BeLecTsa OCHOBaHa Ha MCMNo/b30BaHNn
3TepUdULMPOBaHHbIX MapKMPOBaHHbIX M30TOMaMN BHYTPEHHUX CTAHAAPTOB, YaCTUYHOE pacLLenieHne Crox-
HOro apupa He oKasblBaeT CYLLECTBEHHOTO B/INSHUA HA pe3y/bTaThl 40 TEX /0. NoKa pacLienneHme BblopaH-
HbIX BHYTPEHHWUX CTaHAapTOB ABMAETCA penpe3eHTaTUBHbLIM AJ19 O4HOro U3 onpejenisieMbiX BewecTts. 1
HEKOTOPbIX OCHOBHbIX BELLECTB 3TO MPaBUI0 MOXET He BbINONHATLCA, MOCKO/bKY pacLiensigsemMocTb 04HO- U
AByx3aMelleHHbIX adhnpoB 3-MXI[. BeposiTHO, oTimyaeTcs. [Byx3amelleHHble achupbl 3-MXIM 4 npegnoso-
XUTeNbHO 60nee yCTONUMBbLI K KaTasim3mpyeMomy pacLLensieHnio B LWL esIoYHoi cpefe, Yem ofHo3amelleHnble
achupbl 3-MXMJA, ogHO- 1 AByx3amelleHHble admpbl 2-MXM[. a Takke acupbl ravuugona Takum obpasom,
onpejeneHne MnosHOThLI paclensiedns asyx3amelleHHoro agupa 3-MXM4 MOXeT 6biTb NOSIE3HbIM UHCTPY-
MEHTOM ANS NPeOAONEHUS [aHHOTO MUCTOYHMKA MOTEeHUManbHON owwnbkn. Konnyectso BbICBOOOXAEHHOrO
3-MXMN/A4 B aHanu3ax A 1 B cnyXuT B KayecTBe 3TasioHa ANa onpefeneHusa cTeneHn paclienneHnsa asyx3sa-
MeleHHoro adupa 3-MXM[4. Job6asneHne csobogHoro 3-MXMA-dg B aHanu3 A Heo6xoaMMO A0 3aBepLIeHuUs
rmaponusa; torga kak gobaska 3-MXMO-<15-6uc-acpmpa B aHanun3e B ABnseTca mMogefbHbIM BELLECTBOM U
OyfeT paclennsatbcsa MeHble Bcero. Ecnu pacwennernve 3-MXMNA-656uc-acoupa B aHanmse B npoucxogut
MOJIHOCTbIO, TO MpegnonaraeTcs, YTo oba aHanM3a nokasblBaloT oAnHakoBoe 3HavyeHue 3-MXIM[J B npegenax
OTK/TOHEHWI N HeonpeAeneHHOCTU MeToaa nsmepeHus. Ecnu pacwennexnne 3-MXMA4-c15-6uc-achmpa nporeka-
€T HEeNnoJIHOCTLI0, YpoBeHb 3-MXT1[, yBennumeaeTca NponopLmoHanbHo.

10.7 Ecnu ec < 90 %. pekoMeHAyeTCs MOBTOPUTb aHanu3 ¢ 60/1ee BbICOKOW KOHLEHTpauuel pactsopa
rMApoKcuaa HaTpust WM NpoanTb Bpemsi peakuuu WesioyHoro rugponmsa. MoatoMmy ncnosib3osaHne pactso-
pOB C [BOIHOI WNW TPOWHOW KOHUeHTpauueli ruapokcuaa Hatpus (0.5 % wunu 0.75 %) B MeTaHone B cove-
TaHWN C aHaNorMYHOW BbICOKON KOHLEHTpauueii kucnoro pactsopa 6pomuga Hatpus (5.4 ma/n wav 8.1 mn/n
0opTOhOCCHOPHOIA KNCMIOThI) TaKkKe SABASETCS NPYMEHUMbIM.
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MpunoxexHue A

(cnpaBoyHoe)

Mpumepbl COOTBETCTBYOLWNX XpOMaTOrpaMM U OLEHKN AaHHbIX C UCNO/Ib30BaHNEM
nasbMOBOro Macfna c HU3kKum copgepxaHnem MXria

A-1 Mpumepbl XxpoMaTorpaMm COOTBETCTBYHLWMUX CENEKTUBHO BblGpaHHbIM noHam (SIM)

550)*!am <m%bim -Kllc KLIBr S2 Jin * n

Summmnmnm <.a/3<KF|C|LLI:}41*[*<<C££<bll>- e 1

e SR v
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PucyHox A.1 — SIM-xpomarorpamma 3-MXMA-dj (5 mr/kr) B aHanuse A
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PucyHok A.2 — SIM-xpomatorpamma 3-MXTM/, (0.155 mr/kr) B aHanuse A
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PucyHok A.5 — SIM-xpomatorpamma 3-MX/141-dg (5 mr/kr) B aHanuse B
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PucyHok A.6 — SIM-xpomatorpamma 3-MXMA (0,156 mr/kr) B aHanv3e B

PucyHok A.7 — SIM-xpomatorpamma 2-MXIT[-c15 (2.5 mr/kr) B aHanuse B
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PucyHok A.8 — SIM-xpomartorpamma 2-MXIr1/ (0,036 mr/kr) B aHanuse B

PucyHok A.9 — SIM-xpomaTorpamma raumgonadls (4ns onpegeneHnst nuka) B aHanmse B

15



FOCT P NCO 18363-2—2019

PucyHok A.10 — SIM-xpomartorpamma rnuumgona (4ns onpefeneHns nvka) B aHanunse B
A.2 Mpumep wabnoHa 4NA OLEHKN AaHHbIX

Ta6nuua Al — Mpumep WabnoHa 41s OLEHKN fJaHHbIX

A B C D
! Vmsa obpasua rpos
2 A B rmaponus (%)
3 3-MXMA4 (MI/KI) H3MOPCXA) WB-MOPO(BL =100B3/C3
4 2-MXNA4 (mr/kr) W2-MCPO(B)
5 Fnuunpgon B nepecyete Ha 3-MBM A (Mr/kr) "qglycidol usfA) = B5-B11
7 3-MBMNA (nnowagb nuka) SA-MCPDfA) SA3MBPO(B)
8 65-3-MBMNJA (nnowaab nuka) SAa-MBPO-iAfBs» 3-MXNA-d5 (mr/kr)
9 "3-MCPO-cyB)
10 MHgyuupoBaHHbli 3-MBMA (nnowagb nuka) = B7-C10/C7 =C3C8D11/D9 M30TOoNHbIN hakTop
n NHAayunpoBaHHbli 3-MBIMA (Mr/kr) = B10B5/B7 1

MpumeuvaHne 1— 3aremMHeHHble Yk TabnnLbl ykasbiBaloT, Kyga NoMeliaTb 3Ha4YeHNA NepeMeHHbIX, Nosy-
YeHHble N3 aHann3a HeobpaboTaHHbIX AaHHbIX.

MpumeuvaHune 2— dopmynbl M UKCUPOBaHHbIE 3HAYEHUS CriedyeT nomewaTb B aueikm Tabauubsl A10. All,
B5. BIO. D3. D9. D11.

MpumeuyaHune 3— OUKCMPOBAHHbIE 3ar0I0BKU BblAENEHbI XXUPHbIM LWPUATOM.
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Ta6nuuya A.2— MNpUMep OLEHKN AaHHbIX A1 peasibHO

A
1 3-8-1 150484187 Huskoe
2 3-MXMA o xmpe
3 3-MXM4, (Mr/KI)
4 2-MXnNJ4 (mr/kr)
5 Fnuunpgon B nepecyete Ha 3-MBMA (mr/kr)

7 3-MBMA (nnowapb curHana)

8 dj-3-MBMNA (nnowaab curHana)

10 WMHAyuupoBaHHbIN 3-MBM/A (nnowajb curHana)

11  WHayuyupoBaHHbI 3-MBMA (Mr/kr)

FOCT P NCO 18363-2—2019

BbIGOPKM («HM3KUIA 3-MXTM[» nanbMoBbIi Xup)

B

0,155

0,113

4628

86

0.002

Mpoba

C

0,156
0,036
0,111

6165
3051

114

o

rmagponus (%)

100

3-MCPD-ds (mr/kr)
5
M30ToNHbI thakTop

12

MpumeyaHue 1— 3aTEMHEHHblE AYEKM TaGNULbI YKa3bIBAKOT, Ky4a NOMELLIAOTCS 3HAYEHNSA NEepPeMEHHbIX, Mo-

NyYyeHHble U3 aHann3a HeobpaboTaHHbIX JaHHbIX.

MpumeuaHune 2 — PaccunTaHHble UM UKCMPOBaHHbIE 3HAYEHUSI NOMeLalnTcs B siuelikn Tabnuubl A10. A11

B5. B10. D3. D9.D11.

MpumeuaHne 3 — OUKCUPOBAHHbIE 3ar0IOBKM BblAeIEHbl XUPHbBIM LPUGTOM.

A.3 OkKoHyaTenbHble pe3y/nbTaThbl:
- cBA3aHHbI 3-MXMA: 0.16 mr/kr;
- CBsi3aHHbIN 2-MXTM4: 0.04 mr/kr;
- CcBfi3aHHbIV Tuumpon: 0.11 mr/kr.
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MpunoxeHne B
(cnpaBoyHoe)

Pe3ynbTaTbl MexX/1ab0opaTopHbIX UCCNEL0BaAHUI

PesynbTaTbl, NnpuBefeHHble B Tabnuuax B.1—B.4. 6bi11 NonyyYeHbl B X04€e MeXAYHapOoAHbIX MexnabopaTtopHbIX
nccnefoBaHuii no onpegenenuio ranyugona, 3-MXn4 v 2-MXMA s cemu macnax. 10 nabopatopusimun, OpraHM30BaHHbIX
AOCS B 2012 r. Noka3aTenn TOYHOCTH pacCUMTbIBAOT B COOTBETCTBUMN C COrnacoBaHHbIM npoTokonom AOAC/IUPAC ansa
COBMECTHbIX UCC/Ie0BaHWA.

Ta6nuua B.1 — PesynbTaThl MeX/1a60paTopHOTO UCCEA0BAHMS

Ob6paszey, 1 O6paszel, 2
Obpasel, (Macno kaHosbl ¢ fo6aBneHeM (macno kaHonbl ¢ fjo6aBneHmeM
BHYTPEHHErO CTaHJapTa) BHYTPEHHEro cTaHaapTa)
MapameTpbl Fnuuppon 3-MXng, 2-MXnA, Fnuuppon 3-MXnA, 2-MXnA,

Yucno yyacTBoBaBLKX naboparopuii 9 10 9 9 8 10
CpepHee, mr/kr 9.37 49.90 0.32 1.34 0,51 0.24
CrtaHgapTHoe OTKNOHeHWe BOCNpPOU3BOAUMO-
CTu s,, Mr/kr 0.23 2.85 0.03 0.04 0.02 0,01
KoadhchuuymeHT Bapuauum  noBTOPSAEMOCTU
c,,.% 2.46 5,72 9.14 2.85 3.08 5.64
Mpefen nosTopsemMocTu r (2.8 s,). mr/kr 0.65 7.99 0.08 0.11 0.04 0.04
CTtaHfapTHOe OTK/IOHEeHWe BOCMNPOU3BOAUMO-
¢t SR, mr/kr 211 8.73 0.11 0.18 0.11 0.08
KoadhpuumneHt Bapmaumm BOCNPOU3BOAMMO-
ctn Cvfl, % 2251 17.50 35.68 13.50 22.15 32,87
Mpepen Bocnponssogumoctn R (2,8 s,). mr/kr 5.91 24.46 0.32 0.51 0.31 0,22

Ta6nuua B.2— Pe3synbTaTbl MeX/1a6opaTopHOro UcciefoBaHus

O6pasel, 3 O6pasel, 4
O6paseL, (Macno kaHonbl ¢ fob6aBneHem (macno kaHonbl ¢ gobasneHvem
BHYTPEHHEro CTaHaapTa) BHYTPEHHEr0 CTaHaapTa)
MapaveTpsbl rnuumoon 3-MX14, 2-MXnA, rnuumpon 3-MXn[, 2-MXn4,

Yucno yyacTBoBaBLIMX nabopartopuii 8 10 9 9 8 9
CpepgHee, Mmr/kr 0,18 5,93 0.24 5.34 18.89 0.27
CTaHAapTHOe OTK/NOHEeHMe BOCNPOM3BOAMMO-
CTW Sr. Mr/Kr 0.02 0.12 0.01 0.21 0.31 0.02
KoadhhuumneHT Bapmauum nNOBTOPSEMOCTU
Cuy,.% 10.67 2.05 3.79 3.86 1.63 6.38
Mpegen nosTopseMocTu r (2,8 s,). Mr/kr 0,05 0.34 0.03 0.58 0.86 0.05
CTtaHgapTHOe OTK/I0HeHVWe BOCNpOU3BOAMMO-
ctn Sfl, mr/kr 0.14 0.72 0.06 2.12 1.43 0.09
KoadhchunuymeHT Bapuayun BOCNPOU3BOAUMO-
cTn c VR% 78.10 12,18 23.97 39,61 7.56 31.13
Mpepen sBocnpounssoagnMoctn R (2.8 s,). mr/kr 0.39 2.02 0.16 5.93 4.00 0.24
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Ta6nunuya B.3 — Pe3ynbTathl Mexi1abopaTopHOro nccnegoBaHns

ObpaseL, 6 Ob6pasel, 6
O6paszeL, (Macno kaHosbl ¢ gobaBneHem (Macno kaHosbl ¢ Ao6aBneHneM
BHYTPEHHEro cTaHAapTa) BHYTPEHHEro cTaHAapTa)

MapameTpb! nuguoon 3-MXng 2-MXnA, Fnuumaon 3-MXnag 2-MXng
Yucno yyacTsosasLlLMX nabopaTopuii 8 8 10 10 9 10
CpegHee, Mr/kr 0.17 0,50 0.24 11,34 1.93 0.95
CTtaHgapTHOe OTK/1I0HeHWe BOCMPOVN3BOANMO-
CTW Sr Mmr/kr 0,01 0.05 0.01 0.40 0.09 0.09
KoathcpuuymeHt Bapmauum noBTOPSAEMOCTU
Cr% 5.57 10.83 3.85 3.54 4.86 9.94
Mpepen nostopsemocTy 1 (2,8-s,), Mr/kr 0,03 0.15 0,03 1,12 0.26 0.26
MapameTpbl Fnuuugon  3-MXNA4  2-MXN4  Tavumgon  3-MXM 4 2-MXnna
CrtaHgapTHOe OTK/10HeHWe BOCMPOV3BOANMO-
ctn sR. mr/kr 0.12 0.13 0,07 2.32 0.19 0.27
KoachchuuymeHT Bapuayuu BOCNPOU3BOAUMO-
ctn CyR, % 71.36 25.93 30.81 20.49 9.94 28.83
Mpenen BocnponssBogumoctn R (2.8 s,), mr/kr 0.33 0.36 0.21 6.51 0.54 0.76

Ta6nuua B.4— Pe3ynbTathl MEX1a60paTopHOTO UCC/E0BAHNS

Obpasel, O6pasel, 7
(nasibmoBOe Macso ¢ fo6aBneHneM BHYTPEHHETO CTaHAapTa)

MapameTpbl Fnuumnpon 3-MX14 2-MX14,
Yucno yyacTsoBasLLMX 1labopaTopuii 9 10 9
CpepHee, Mmr/kr 4.75 3.46 1.73
CTaHfapTHOE OTKNOHEHWe BOCNPOU3BOAMMOCTI SI MI/KP 0.11 0.09 0.04
KoadhduuneHT Bapranumn nosTopsieMocTn. % 2.31 2.741 2,21
Mpegen noBTopseMocT T (2,8-s,). MI/Kr 0.31 0.26 0.11
CTaHfapTHOE OTK/IOHEHMe BOCMPOM3BOAMMOCTMN SR. Mr/kr 0.53 0.42 0.49
KoaghduuneHT BapraLum BOCNpomM3BoaMMocTu. % 11,14 12.26 28.53
Mpegen socnponssogmmoctn R (2.8 s,). mr/kr 1.48 1,19 1.38
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Mpunoxexnune A
(cnpaBouHOE)

CBefeHNs 0 COOTBETCTBUM CCbIJTOYHOTO MeXAyHapoAHOro ctaHgapra
HaynoHa/ibHOMY CTaHAapTy

Tabnunua QA1

OG60o3HaUEHVIE CCbIIOUYHOTO CreneHb O603HaYEHVE 11 HAMMEHOBAHVIE COOTBETCTBYHOLLIETO MEXIOCY4aPCTBEHHOTO
MeX/yHapoAHOro cTaHjapTa  CoOTBETCTBUSA cTaHgapTa
1ISO 3696:1987 MOD FOCT P 52501—2005 (MCO 3696:1987) «Boga ans nabopaTopHOro

aHanusa. TexHnyeckme ycnosua»*

MpumevyaHune — B HacToAwel Tabnuue CNonb30BaHO creayloliee yc/ioBHOe 0603HaueHne cTeneHn cooTeeT-
CTBUA CTaHgapTa:
- MOD — moantULMPOBaHHbIA cTaHaapT.

* KauyecTBO BOJbl /1 N1abOPaTOPHOro aHasn3a co CTeNeHblo YnCToThl 3 no ctaHAapTty MCO cooTBeTCTBYeT Kave-
CTBY AMCTUNNMPOBaHHOI Boabl No FTOCT 6709—72 «Boaa AuctunnmpoBaHHas. TEXHUYECKUE YC/TOBUS».
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3OMPOB XUPHbIX KNCNOT MOHOXNOpAponangnona (MXMA) v ramumgona ¢ NpMMeHeHneM rasoBoii xpomatorpadum/
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Hbli meTog AOCS Cd 29b-13, Opno6peHHblii 2013, OnpegeneHne cBA3aHHOrO MoHoxsopaponaHauona (MXNA4) n
cBfi3aHHOro 2.3-anokcu-nponax-1-ona (rvMumMpona) ¢ Nomolbio rasoBoli xpomaTorpadun/macc-cnekTpoMeTpun
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ISO 18363-3. Animal and vegetable fats and oils — Determination of fatty-acid-bound chloropropanediols (MCPDs)
and glycidol by GC/MS — Part 3: Method using acid transesterification and measurement for 2-MCPD. 3-MCPD and
glycidol DKupbl 1 macna XuBOTHble U pacTuTenbHble. OnpeaeneHne cogepxaHusa 3MPOB XUPHbIX KMCNOT MOHO-
xnopnponaHgmona (MXMA) v ravumnaona c npMMeHeHneM rasoBoi xpomatoTpadun/macc-cnekrpomeTpumn. Yacts 3.
MeTopn ¢ NpUMEHEHNEM KUCIOTHOW nepeaTepudimkanumn n nsmepeHve cogepxanusa 2-MXMA. 3-MXMA4 v rnuumaona)
Ermacora A.. & HmCirik K. A novel method for simultaneous monitoring of 2-MXMNJA. 3-MXMA4 and glycidyl esters in
oils and fats. J. Am. Oil Chem. Soc. 2013, 90. pp. 1—8

AOCS Official Method Cd 29a-13. Approved 2013. 2- And 3-MCPD Fatty Acid Esters and Glycidol Fatty Acid Esters
in Edible Oils and Fats by Acid Transesterification [OdvymanbHbilii MeTog AOCS Cd 29a-13. Of06peHHbIn 2013.2-1
3-MXTM[, XuUpHble 3hMpbl XUPHbIX KUCAOT N 3PMPbI XUPHBIX KACAOT rnymaona B NULLEBbIX Maciax uxmpax nytem
nepeatepuukaLnm KNCnoThbl]

ISO 5555. Animal and vegetable fats and oils — Sampling (Kupbl n macna XnWBOTHble U pacTuTefbHble. OT60pP
npo6)
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