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Mpeancnosune

Llenu, OCHOBHbIE NPUHLMMNbLI U OCHOBHOW NOPSA0K NpoBeAeHUst paboT N0 MEXToCyaAapCTBEHHON CTaH-
aaptusauun yctaHosneHol FOCT 1.0—2015 «MexrocyaapcreeHHas cuctema ctaHgaptusaunn. OCHOBHbIE
nonoxeHusay un NOCT 1.2—2015 «MexrocygapcTBeHHas cuctema ctaHgaptusauuun. CtaHgapTbl MEXTOCy-
OAapCTBEHHbIE, NPaBMIIa N peKOMeHAAaLUK MO MEXIOCYAapPCTBEHHON cTaHaapTu3aumu. Npasuna paspaboTku,
NPUHATUA, OOHOBMEHUA U OTMEHbI»

CBeoeHuA o cTaHpapTe

1 NOANOTOBJIEH PecnybnukaHCkum rocyaapCTBEHHbIM npeanpuaTnem «KasaxcTtaHCKMin UHCTUTYT
cTaHgapTtu3auum n ceptudukaummy Kommtera TEXHUYECKOro perynnpoBaHmsa 1 METPOMOrMM N TEXHUYECKUM
KOMUTETOM MO cTaHaapTusaumm TK 71 «3konornyeckasa 6e30nacHOCTb CbipbA, MaTepuarnos, BELECTB U COO-
PY>XEHUI» HA OCHOBE CODCTBEHHOIO NepeBoAa HEMELIKOA3LIYHON BEPCUMM CTAHAAPTA, YKa3aHHOTO B NyHKTE 5.

2 BHECEH KoMuTeTOM TexXHMYeckoro perynupoBaHusa u metponorum MuHuctepctea MHAYCTPUU U
HOBbIX TexHONorun Pecnybnukn KasaxcraH

3 MPUHAT MexrocygapCTBEHHbIM COBETOM NO CTaHgapTM3auuu, METPONOTUKU U cepTudukaumm
(npotokon ot 25 noHa 2014 r. Ne 45-2014)

3a NpuHATME NPOronocoBarnu:

KpaTKoe HaunMeHoBaHWe CTpaHbl NO Kog CTpaHbl COKpau.|eHHoe HanMeHoBaHue

MK (MCO 3166) 004—97 no MK (MCO 3166) 004—97 HaLMoHanbHOro opraHa no craHjapTusauum
ApMeHus AM MuH3akoHOMMWKM Pecnybnukn ApMmeHus
Benapycbk BY loccTaHaapT Pecnybnukn Benapych
KazaxcTaH KZ loccTaHaapT Pecnybnuku KasaxcTaH
Kuprusus KG KblprelactaHgapT
MonpoBa MD Mongosa-CtangapT
Poccua RU PocctaHgapt
TagXmkuctaH TJ TagxukcTanHgapt

4 MNMpukasom deaepanbHOro areHTCTBa Mo TEXHUYECKOMY PErynupoBaHui0 U METPONOrMK oT 5 mas
2016 r. Ne 289-cT mexrocyaapcteeHHblin ctaHgapt FTOCT EN 12823-2-2014 BBefieH B AeCTBUE B Ka4eCTBE
HaumMoHanbHOro craHgapra Poccuiickon ®egepauum ¢ 1 utona 2017 r.

5 Hacroawmi ctaHaapt uaeHTudeH esponenckomy crtaHgapty EN 12823-2:2000 «[MpoaykTbl nuLLe-
Bble. OnpeaeneHue cogepxaHna sButaMmmuHa A METO40M XXUAKOCTHOW XpomaTtorpadum BbICOKOrO paspeLue-
Huga. Yactb 2. MamepeHune cogeprkanusa 6eta-kapotuHay («Foodstuffs - Determination of vitamin A by high
performance liquid chromatography - Part 2: Measurement of B-caroteney, IDT).

Esponenickuin ctangapt EN 12823-2:2000 nogrotoeneH TexHuyeckum komutetom CEN/TC 275 «AHa-
N3 NULLEBLIX MPOAYKTOB. [OpU3oHTanbHbIE METOALI», EBponenckoro kommuteTa no craHgaptusaugumn (CEN).

OdmumanbHbI 9K3eMNSP €BPONENCKOro ctaHaapTa, Ha OCHOBE KOTOPOro NOAroTOBMEH HACTOSALLUIA
MEXXroCy4apCTBEHHbIV CTanAapT, U €BPONENCKOro U MEXAYHaPOAHbIX CTaHAAPTOB, HA KOTOPbIE AaHbl CCbISIKK,
umetorca B PegepansHOM UHPOPMALMOHHOM (POHAE TEXHUYECKUX PEMMAMEHTOB U CTAHOAPTOB.

CBeeHns 0 COOTBETCTBUM CCbINIOYHbIX EBPONENCKNX PErMOHarnbHbIX CTaHAAPTOB MEXIOCYAapCTBEH-
HbIM CTaHAapTaMm NpUBEAEHbI B AONOMHUTENBHOM NpunoxxeHun OA

6 BBE[JEH BINEPBbIE
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UHpopmayusi 06 UBMEHEHUSIX K HacmosaweMy cmaHOapmy rnyobriuKyemcs 6 exxe200HOM UHGQOpMalUOHHOM
yKasamerne «HauuoHarnbHbie crmaHlapmbly, @8 MeKcm u3MeHeHull U rnonpasok — 8 eXKeMecsiyHOM UHghopmayu-
OHHOM yKa3amene «HauuoHarnbHble caHdapmei». B criydae nepecmompa (3amMeHbl) Ul OmmMeHbl Hacmosuweeo
cmaHOGapma coomeemcemeyiouiee yeedomneHue bydem ornybriukoeaHO 8 eXeMeCsIYHOM UHGOPpMalyUOHHOM
yKasamene «HauuoHasnbHble cmaHlapmebly. Coomeememesyiowias UHgopmayus, yeedomrieHue U meKkcmsl
pasmeuiaromes makxe 8 UHQOpMaLUOHHOI cucmeme 0buie 20 rnonb3osaHuss — Ha oguyuanbHom caiime Qe-
OeparibHO20 azeHImemea rio MexHU4eCcKoMy peeyriuposaHuio u Memposiozuu 8 cemu UHmepHem (www.gost.ru)

© CrangaptuHdopm, 2016

B Poccunckon degepauumn HacToAaWmMn CtaHaapT He MOXET OblTb NONMHOCTLIO UM YaCTUYHO BOCMPOU3-
BEAEH, TUPAXKMPOBAH U pacnpoCTPaHEH B kadecTBe ouymanbHoro nganua 6es paspeweHuna degepanbHOro
areHTCTBa N0 TEXHUYECKOMY PEryfMpoBaHUIO U METPONOTUU
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M EXTOCYJOAPCTBEUHHUB # CTAHDAOAPT

NPOAYKTbI MNULWEBBIE
OnpeneneHue cogepXxaHus BUTaMUHA A MeTOAOM BbICOKO3(h(PEeKTUBHOM XKUOKOCTHON XpomaTtorpadum
Yactb 2
M3mepeHue cogepxkaHusa 6eTa-kKapoTuHa

Foodstuffs.
Determination of vitamin A by high performance liquid chromatography.
Part 2. Measurement of 3-carotene

Hara BBegeHunsa — 2017—07—01

1 O6bnactb NnpUMeHeHunsA

Hacrosiwmin ctaHaapt ycraHaBnMBaeT METOA OnpeaerneHust NONHoro B-kapoTuHa B NULLEBbIX MPOAYKTaX Mpw
NOMOLLIM BbICOKOS(PAIEKTUBHOW XMAKOCTHON XpomaTorpadum (ganee — BOXKX).

2 HopmaTuBHbIe CCbINIKU

[ns npumMeHeHnsa HacToALLEro ctaHgapTa Heo0X0AMMbI CreayoLLME CCbINTOYHbIE HOPMATUBHBIE JOKYMEHTbI.
Ona gatupoBaHHbIX CCbINOK NPUMEHSIOT TONbKO YKa3aHHOE M3JaHWE CCbINOYHOTO AOKYMEHTA, AN HeaaTu-
POBAaHHbIX CCbINIOK MPUMEHSAIOT NOCNeaHee n3gaHue CCbINOYHOro AOKyMeHTa (BKMOYasi BCE €ro M3MEHeHuUsl):

EN ISO 3696:1987 Water for analytical laboratory use. Specification and test methods (Boga ana nato-
paTtopHoro aHanusa. TexHuyeckme TpeboBaHMA U METOAbI UCMbITAHWIA).

ISO 5555:2001 Animal and vegetable fats and oils. Sampling (Macna u >xupbl >XUBOTHbIE U PACTUTENbHbIE.
OT160p npob).

EN 12823-1:2000 Foodstuffs. Determination of vitamin A by high performance liquid chromatography.
Measurement of all-trans-retinol and 13-cis-retinol (MpoaykTbl nuTaHua. OnpeaeneHne coaepXxaHnsa BUTammHa
A MeTOoA0M XUAKOCTHON XpomaTorpaduu BeICOKOro paspeLueHus. Yacte 1. UlamepeHune cogepkaHnsa nosHOro
TpaHc-peTuHona u 13-yuc-peTuHona).

3 CywHocTb MeTOoAa

Cymmy M30MepoB B-KapoTHHA B UCNLITYEMOM pacTBOpeE NPoObI onpeaensoT MeTogom BAMKX ¢ noMoLLbo
CnekTpoOTOMETPUYECKOTO AETEKTOPA B BUAUMOM AMana3oHe. OKCTPAKT, MONYyYEHHbI NOCHEe OMbINEHUs, Onu-
caHHoro B EN 12823-1, MOXeT ncrnonb3oBatbCa Ans KONMYECTBEHHOro aHanu3aa. MHdgopmanms no naeHtTuduka-
LM HA OCHOBaHMM BPEMEHU YAEPXKMBAHUA U ONPEAENEHNIO NO NNOWaaun Uin BICOTE NUKOB yKa3aHa B [3], [7].

MoxeT ObITb TakKe UCMONb30BaH METOA BHYTPEHHEro CTaHAapTa, eCnu COOTBETCTBYIOLLME MPOBEPKU
NOMHOTbI 0OHapYXXeHUs NOATBEMKAAIOT, YTO NOBEAEHNE BHYTPEHHEro CTaHjapTa u aHanuta TOX4eCTBEHHO.

4 PeakTtunBbl

NS ucnbITaHMi NCNOMb3YIOT PEaKTUBLI rAPaHTUPOBAHHOW YNCTOTbI U BOAY HE HUXE 1-1 CTENEeHU YNCTOThI
B cooTeeTcTBUM C EN ISO 3696.

4.1 MeTtaHon.

4.2 3taHon abcontoTHbIA, o6bemHon gonen 100 %.

4.3 31aHon, o6bemHomn gonen 96 %.

4.4 Cynbdat HaTpusi (CEPHOKMCNbIA HATpuii) 6€3BOAHBIN.

4.5 Pacteopsbl ruapokcuaa kanua (KOH) ans oMbineHna ¢ COOTBETCTBYHOLUMU MACCOBbIMU KOHLEH-
Tpauuamu, HanpuMep: KOH = 50 /100 cm® unm 60 r/100 cm® nnn cnupToBble pacTBOPbLI, Hanpumep: 28 r
KOH B 100 cm® cmecu staHon/soaa (B 06bEMHOM COOTHOLIEHUM 9:1).

M3paHue ochuumanbHoe
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4.6 AHTMOKCUAAaHTbI: ackopbuHoBas kucnota (AK), ackopbat HaTpus, cynbdua Hatpua (Na,S), byTunru-
APOKCUTONYON, NUPOranson Unu ruApOXUHOH.

4.7 PacTBOpPUTENN N SKCTPAre€HTbl: aUEeTOHUTPUM, ANSTMNOBLIN 3dup (6e3 nepokcumaos), AMN3ONPONU-
noBbIv adup, neTponenHol acup (kunsawmi npu temneparype ot 40 °C go 60 °C), H-rekcaH, gUXNOpPMETaH,
TeTparnapodypaH, TOnyosn Unmn ux CMecu.

4.8 PacrBop auerara amMOHUA B MeTaHorne, Hanpumep, ¢(CH;CO,NH,) = 0,05 Monb/ame.

4.9 TpuatunamuH.

4.10 PacTBOopuUTENMU, BbIMOMHAIOLLME PONnb NOABMKHON dhasbl B BAXXX, Hanpumep, cMecb aueTOHUTPUN
(CM. 4.7) — METaHONbLHLIN PacTBOpP aueTara ammoHus (cM. 4.8) — guxnopmetaH (cm. 4.7) (75:20:5 B 00bem-
HOM COOTHOLUEHMK), cogepxawmi 0,1 % (no macce) Gytunrmagpokcutonyona (cm. 4.6) n 0,05 % (no macce)
TpuatunamuHa (cm. 4.9). Mudpopmauusa o noasuxHbIX paszax Ansg ansrepHaTuBHbIX cuctem BSXKX npuseaeHa
B npunoxeHumn C.

4.11 O6pasubl CpaBHEeHUSA

4.11.1 O6wMe nonoxeHuaA

Yucrora 0b6pasLoB CpaBHEHUS B-KapOTMHA U a-KapoTUHa Bapbupyerca mexay 90 % u 100 %. MNoastomy
HeoOXxo4MMO onpeaenuTb MacCoBYIO KOHLEHTpaLMIO rpagynpoOBOYHONO pacTeopa CnekTpopoTOMETPUYECKUM
MeToaoMm (cMm. 4.12.2).

4.11.2 B-kapotuH, M (C,Hse) = 536,85 r/monb, ¢ maccoBoi gonen B-kapotuHa He meHee 95 %.

4 .11.3 a-kapoTuH, M (C4Hse) = 536,85 r/monb, Ana Ka4eCTBEHHOro aHanusa.

4 .11.4 JlukonuH, M (C,oHsg) = 536,85 r/Mmornb, ANg Ka4eCTBEHHOro aHanumsa.

4.12 MpurotoBrieHne UCXOQHOro pacTteopa
4.12.1 NcxoaHbil pacTBOp B-KapOTUHA

PacTeopsioT 3 Mr o6pasLa cpaBHeHns S-kapoTuHa (cm. 4.11.2) B 20 cm® auxnopmeTana, TeTparnapody-
paHa unu Tonyona (cum. 4.7), noMmeLlasi MepHyto konby Ha 30 ¢ B ynbTpa3BykoByio BaHio (CM. 5.6).

Pa36aBnsitoT aTOT pacTBOP H-rekcaHom Ao oobema 100 cm®.

Pas6asnsior 10,0 cM® nony4eHHoro pacteopa H-rekcaHom o 100 cm®.

1 cm® 3TOro pacTBopa COAEPXKUT 3 MKT B-KapOTUHA B CMECU H-rekcaH/anxnopmeraH (98:2) (no oobemy),
cmecu H-rekcan/TeTparnapodypar (98:2) (B 06beMHOM COOTHOLLEHUW) UNK H-rekcan/Tonyon (98:2) (B 06bem-
HOM COOTHOLLEHUMN).

XpaHAT UCXOAHbIN PacTBOP B 3aLUMLLEHHOM OT CBETA MECTE Npu TemMneparype Huwxke 4 °C.

4.12.2 NpoBepKa KOHUEHTpaLU1Mu U YUCTOTbI

N3mepsaioT ONTUYECKYIO NAIOTHOCTb UCXOAHOr0 pacTeopa S-kapoTuHa (cm. 4.12.1) npu AnNuHE BOMHbI 453 HM
Ha cnekTpodpoTomeTpe (CM. 5.1). BblUMCAAIOT MACCOBYIO KOHLIEHTPALMIO €, MKI/CM®, N0 chopmyne

- Agss 10 1)
2502

rae Aysz — ONTUYEcKas NAOTHOCTb MCXOAHOMO pacTBOpa NpU MakCUMarnbHOW AfMHE BOSHbI 453 HM;

1%
2592 — 3HaueHne koappuumenTa SKCTUHKUUKM E 1 - Ansa pacTBopa B-kapoTuHa B H-rekcaHe. OHO MOXeET

3HAYUTENLHO OTNUYaTLCA ANA APYrux pacTesopuTenen [8].
CooTHOWeEHUE Ays5/Az40 AOMMKHO ObITb Gonblue 15, a COOTHOLWEHNE A,s5/A4g3 AOIMKHO HAaXO4UTLCA B
ananasoHe ot 1,14 go 1,18 ana YMCTOro NOMHOrO TpaHc-B-KapoTuHa [8].

4.12.3 CTaHOapTHbIA pacTBOp B-KapoTUHA

MuneTkoit oTmMepstoT 20 cM® MCXOAHOr0 pacTBopa SB-kapoTuHa (cM. 4.12.1) B KPYIMOAOHHYIO KOnbBy u
yaansaT pacTBOPUTESNb B YCNOBUAX MOHUXEHHOTO AaBneHus (cM. 5.2) npu Temnepatype He Bbiwwe 50 °C. Pac-
TBOPAIOT NONYYEHHbIN 0cagok B 20 cm® pacTBOpUTEns, COBMECTUMOTO C 0BpaLLeHo-da3oBon BIXKX.

CraHgapTHbIN pacTBOP XPaHAT B 3alMLLEHHOM OT CBETA MECTE Npu Temneparype Huxke 4 °C. Pacteop
cTabuneH B Te4EHUe 04HON Heaenu.

4.12.4 CtaHgapTHbIe pacTBOPLI A-KAPOTUHA U JIMKONUHA

[na kadyectBeHHOro aHanusa pacteop4aoT 0,3 Mr a-kapoTuHa (cm. 4.11.3) unu nukonuHa (cm. 4.11.4) B
10 om® TeTparngpodypana (cm. 4.7) u pa3baensioT B araHone 40 o6bema 100 cm® (cM. 4.3) unu Apyrom pac-
TBOPUTENE, COBMECTUMbIM C 06paLleHHO-hasoBon BIXKX.

1)

") NlaHHble cTaHpapTHLIE pacTBOPLI G-KapoTUHa W SIMKOMWHA He 06A3aTerlbHEl AN KOTMYECTBEHHOMO OnpeerneHus
[B-kapoTuHa B aKcTpakTe Npobbl, HO CNOCOBCTBYIOT YETKOW UAEHTUDMKALMK PaA3NINYHBIX COEAUHEHNA.

2
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CTaHpapTHbIA pacTBOP XpaHAT B 3alMLLEHHOM OT CBETa MeCTe npu Temneparype Huxe 4 °C. Pactesop
ctabuneH B Te4eHUe OAHOW Headenu.

5 ObopynoBaHue

Mcnonb3yetca ctaHgapTHoe nabopaTopHoe o6opyaoBaHUe, a Takke cneayroulee:

5.1 CnektpocoTomeTp YO 1 BUANMOI 06nacTu CNeKTpa, CNOCOBHbIN N3MEPATb ONMTUYECKYIO MNOTHOCTb
Ha yKasaHHbIX AfIMHaX BOSIH, C COOTBETCTBYIOLLMMM KBApPLIEBLIMU KIOBETAMM, HANPUMEP C TOSLLMHON cros 1 CMm.

5.2 Ncnaputenb poTauuMOHHbIN C BOAAHON BaHel U BaKyyMHbIM HACOCOM.

MpuMeyaHue—[ns copoca Bakyyma peKOMEHYETCA UCMONB3OBaTb as3oT.

5.3 Cuctema BOXKX, cocrodilada us Hacoca, yCTponcTea And BBoaa npod, cnekTpodoTOMETPUYECKOTO
JeTekTopa Anga ynbTpadMoneToBon U BUAMMONW 0B6nacTu nu CUCTEMbI perncTpayun u 06paboTku, Hanpumep
UHTErpartopa.

5.4 KonoHku B3XX

AHanuTuyeckasl KornoHka ans obpauleHHo-casoBo xpomaTtorpadun, Hanpumep, C18, ¢ pasmepom
YacTuUL, HENOABWXKHOM hasbl 5 MKM, AnameTpom oT 4,0 A0 4,6 MM, gnuHon 250 Mm.

MoryT ncnonb30BaTbCs APYrue TUMbl KONOHOK U pa3Mepbl HacTuL HanonHuTens (aagcopbeHTa), OTAUYHbIX
OT yKa3aHHbIX B HACTOAILEM cTaHaapTte. Ons nony4yeHns aHanormdHbiX pe3ynsratoB MOXeT noTpeboBarbes
KOPPEKTUPOBKA YCITIOBUIN NPOBEAEHMSA XpoMaTorpaduyeckux nmaMmepeHuin 4na Takux KONoHOK.

Mokasarenem aPEKTUBHOCTU AN COOTBETCTBYIOLLMX aHANMTUYECKUX KONMTOHOK SIBNSIETCA CTENEHb pas-
AeneHunsa Ans NMKOB MOSIHOMO TPaHC-a-KapoTMHA M NOSIHOTO TPaHC-B-kapoTMHA, KoTopas AormkHa ObiTb Oonee 1.

MoaxoasilMmMn aHanUMTUYECKMMM KOMNMOHKamu C oOpawleHHon pas3on 4aBnAlTCA, Hanpumep,
Vydac®201TP54", Vydac®218TP54", Eurospher®100-C18", Ultrasper®ODS", Spherisorb®0DS2",
Zorbax®0ODS" u LiChrospher®RP18". KonoHku MOryT ncnonb3oBaTbCsi C NOCNEA0BaTENbHbIM BKITIOYEHUEM.
Takke pekoMeHAYEeTCsl UCMONb30BaThb 3aLUUTHYIO KOMOHKY ANs NPOANEeHna cpoka cny>bbl aHanuTU4eCckon
KOJIOHKW.

5.5 dunbTp

MemOpaHHble UnbTPbl BONLLIOrO U Manoro pasMmepa ans unsrpaumm noaBMXHbLIX a3z B3XKX u
pacTBOpOB Npob, Hanpumep ¢ pasmepom nop 0,45 mMKMm.

MpuMedaHue—aunsrpaums NOLBMXHON ¢haskbl U pacTBOPOB UCMLITYEMbIX NPO6 Yepe3 MeMOpaHHbIA PUNLTp
nepeg UCNonb3oBaHWEM WM BBOAOM yBENMUYMBAET CPOK CNyXObl KOMTOHOK.

5.6 Ynbrpa3sykoBasa GaHs.
5.7 dunbTpbl AnA pasgenedunsa dpas (MpUMeHsTCA No BbIBOPy Nonb3oBaTens craHgapTa).

6 OT60p nNpob
Ot160p Nnpobd — no I1ISO 5555.

7 Nopaanok npoBeaeHUA UCNbITaHUA
7.1 MoaroroBKa Npo6bl ANA UCNbITAHUA

Mpo6y nepea UcnbITaHUEM rOMOTEHU3MPYIOT. KpynHO3e PHUCTLIN MaTepuan nepemManbIiBatoT ¢ NOMOLLbIO
COOTBETCTBYHOLLETO M3MENBYUTENS U TLATENBHO NepeMeLLnBatoT. [ns Toro, YTo6bl UCKMIOYUTL ANUTENbHOE
BO3AEWCTBME BbICOKUX TEMMNEPATYP, NPOBY OXNaXKaatoT.

B-KapOoTUH YyBCTBUTENEH K YNbTPAdUONETOBOMY M3MYYEHUIO U CBETY.

7.2 MoproTtoBKa pacTeBopa Npoobl
7.2.1 OMbIneHune

Ot 2 00 10 r ucnbITyemon NpoObl OMbINAKOT C 00PATHbLIM XONOAUNBHUKOM, NPEANOYTUTENLHO B aTMOC-
¢depe asoTa, ¢ UCNOSIb30OBAHNEM COOTBETCTBYIOLUX KONUMYECTB MeTaHona (cM. 4.1) unu aradona (cm. 4.3),

1 Vydac®201TP54, Vydac®218TP54, Eurospher®100-C18, Ultrasper®ODS, Spherisorb®0DS2, Zorbax®0ODS u
LiChrospher®RP18 — aTo npumepbl nogxoasLein NpoayKumm, nMeroLmecs B npogaxe. [aHHaa nHpopmayusa npusegeHa
Ans yno6cTBa nonb3oBaTenei 4aHHOro CTaH4apTHOro MeTofa U He SBMAETCA NOAAEePKKOA Ha3BaHHOW NPOAYKLUK.
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BOAbl, aHTUOKCUAAHTOB (CM. 4.6) M OAHOrO U3 PacTBOPOB rapookcuaa kanusa (cm. 4.5.1). JobaensaoT aHTu-

oKcuaaHThl k npobe ao aobaBneHus pacTeopa ruapookcuaa kanus. Takke MOXeT ObiTb f00aBNeEH cynbdua

HaTpua (CM. 4.6) ANA yCTpaHEeHUA OKUCTIMTENbHbIX KaTanuTu4ecknx 3pdeKToB OCTaTOUHbIX KONNMYECTB METANMOB.
MpuMepbl COOTBETCTBYIOLLMX COOTHOLLEHWIN peakTUBOB yKa3aHbl B Tabnuue 1.

Tabnuya 1 — CoOOTHOWEHNE PeakTUBOB ANA OMbISIEHUA

Macca npo6bl, r O6bveMm cnupTa, om® AHTUOKCUAAHTLI, T Mapokeng kanusa, com®
y 5 5 cm® pacTBOpa
2-5 50 cM” MeTaHona 0,25rAK 50 17100 cm®
5-10 100 cm® sTaHona 1,0 rAK + 0,04 r Na,S 20 cm® pacTeopa
: : 2 60 r/100 cm®
3 50 cm® pacTBopa
10 150 cm” sTaHona 1,0r AK 60 /100 o’

Bpema ombineHus cocrasndet ot 15 0o 40 muH npu Temnepatype ot 80 °C ao 100 °C.

Ecnu nocne okOH4YaHUA OMbINIEHUS] HA MOBEPXHOCTU OXITAXAEHHOW PEAKLUMOHHOW CMECU NPUCYTCTBYET
XKUp nnm Macno, To oMbineHNne nNpoaornKarT nocne /J,06aBJ'IeHI/IFI AONONHUTENbLHOIo KonnyecTtesa BOAHO-
9TAHONbHOIO pacreopa rmgpokcuaga Kanus.

MpuMeYaHune —YcTaHOBMEHO, YTO NPU UCTIbITaHNSAX NPOB CHU3KUM CcofilepXkaHNeM Xnpa, Taknx, Kak ppyKTsl Unu 0BOLLK,
L onycKaeTcA NPOBOANTL 3KCTPaKLMIO COOTBETCTBYIOLMM pacTBopuTeneM 6e3 npegBapuTenisHoro oMelnieHuns (cm. [91-[11]).
OpfHako, B 9TOM criyqae peKoMeHAYEeTCA NPoBepsATb cobntoeHune npuBefeHHbIX Bollle TpeboBaHWi K adhdeKTUBHOCTH
Xpomarorpaduyeckoro pasgenenus (cM. 5.4), n3-3a BO3MOXHOMO MellatoLLero BIUAHWUA SPYrMX KOMMNOHEHTOB Npobbl.

7.2.2 dKkcTpaKuma

Bo nsbexaHune o6pasoBaHusi SMynbCUK K pACTBOPY OMbINIEHHON NPo6bl 406ABNAIOT TAKOE KONMYECTBO
BOAbl, UTOOLI 0O6bEMHOE COOTHOLLUEHUE CNUPTA U BOAbLI B MOIYYEHHOM pacTBope coctaBsuno 1:1.

SKCTpakumio S-kapoTUHaA U3 pacTBOpa OMbINIEHHON NPOObLI NPOBOAAT C MOMOLLbIO COOTBETCTBYHOLLETO
pacTBOpUTENs UMM CMecu pacTBopuTenei (Cm. 4.7), NnOBTOPASA npoueaypy Tpu—deTbipe pasa ¢ o6bemamu
oT 50 g0 150 cm®. OBbLeANHEHHbIN IKCTPAKT NPOMbIBAIOT BOAON [0 HelTpanbHoN cpeabl (0T 2 A0 4 pas,
oT 50 no 150 cm®).

7.2.3 BeinapuBaHue

SOKCTpaKT BbiNapueatoT, UCNONb3ya POTaLUMOHHbIN ucnapurtens (CM. 5.2) npu NOHMXEHHOM AaBNEeHNK
n Temnepartype He Bbiwe 50 °C. OcTaTku BOAbI YAANSAOT BbiCyLUMBAHUEM HAA CynbdaToOM HaTpUsa unu
CNocoboM a3eoTPONHOW NEPErOHKN C 3TAHONOM (CM. 4.2) unu Tonyonom (cm. 4.6). [lpyrue paBHOLEHHbIE
CcnocoObl, TaKne Kak NCnonb3oBaHue punbrpoBansHon Bymarn ana pasaeneHua ¢das (cMm. 5.7) ansa yaa-
NeHna oCcTaTkoB BOAbI MCNOMb3YIOT NPU YCNOBUMW, YTO OHM HE BIUAIOT HA pe3ynbTaT UCNbITAHUNA.

7.2.4 MNMpuroToBneHue pacTeopa ansa xpomartorpacgpmuyecKkoro aHanumsa

OcTaToK pacTBOPSIOT B TOWN e CMECK pacTBOpUTENEN, B KOTOPON ObinM NPUTOTOBIEHbI CTAHA4APT-
Hble pacTBopbl (CM. 4.12.3 1 4.12.4), npeaAnoyYTUTENLHO B NOABUXHON pase (cMm. 4.8) unun B Apyrom pac-
TBOpUTENE, COBMECTUMOM C NOABUXHOW drason ana BAXKX takum o6pasom, 4ToObl NONY4UTb MACCOBYIO
KOHLIEHTPaLMIO B-KapoTMHA BMNOTb A0 5 MKr/cm>. MonyYeHHbIi pacTBOP MCMONbL3YIOT ANS XpomaTorpa-
duyeckoro aHanusa.

7.3 Npentudmkauma

MaeHTuukaumio S-kapoTnHa npoBOAAT NyTEM CPABHEHUS BPEMEHM yAEPXKMBAHUA UHAUBUAYANbHbIX NK-
KOB Ha Xpomarorpammax pacreopa ucnblTyemoi npoBbbl (CM. 7.2.4) u ctaHaapTHoro pacteopa (cm.4.12.314.12.4).
MaeHTudmkaumus NUKOB TakXke BO3MOXHA nyTem AobaBneHns HEOONbLUOTO KONMYECTBA COOTBETCTBYHOLNX
CTaHAapTHbIX 00pa3LUoB B PaCTBOP MCNbITYEMONW NPOOLI.

MpumMedaHUe— PasgeneHne U KONMMYECTBEHHLIN aHanW3 SBNAETCS YAOBNETBOPUTENBHEIM NPU COBMoLeHUN
cregyroLmx XpomaTtorpaduyeckmx yCcroBuii (B COOTBETCTBUN C pUCYHKOM A.1).
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HenogeuxHaa dasa: Spherisorb®" ODS2, 5 mMkm, kapTpumk paamepom 100x4,6 MM, KOMBUHUPOBAH-
Hblii ¢ Vydac®V 201TP54, 5 mkm, 250%4,6 MM
MoaswuxHasa asa: AUETOHUTPUN/METAHONBHbIN PACTBOP aLeTata aMMOHNA/ANXIIopMeTaH (B 06beM-

HOM COOTHOLUeHUK 75:20:5), ¢ maccoBoi gonen dytunrugpokcutonyona 0,1 %
n Tpuatunamuua 0,05 %

CKOpOCTb MOTOKA: 1,5 cM3/MuH
O6beM BBOAUMOIE Npobbl: 50 MM
HeTtekTupoBaHue: 450 HMm

7.4 Onpepgenexue

CoO0TBETCTBYIOLLME 00BbEMbI (HanpumMep, 20 MM®) CTaraapTHOTO pacTeopa (cM. 4.12.3) n pacTBoOpa UCTbI-
Tyemoi npobbl (cM. 7.2.4) BBOAAT B cuctemy BOXKX (cm. 5.3). Inst Konu4ecTBEHHOro onpeaeneHnst METOA0M
BHELLUHEro CTaHaapTa onpeaenatoT NnoLwaib UK BbICOTY NUKa U CPABHMBAIKOT PE3YNbTaTbl C COOTBETCTBYHOLLMMU
3HAYEHUAMM CTaHAAPTHOrO BELLIECTBA C OnuxkaiLLen NnoLaablo/BbICOTON NUKA UNKU UCMOMb3YIOT rpagynpo-
BOYHYIO XapaKTepUCTUKY.

BBOaAT paBHble 06bEeMbI NPODOLI U UCXOAHbLIX PACTBOPOB (CM. 4.12.3 1 4.12.4) Unn KOMNEHCUPYIOT pPasnu-
yme, NPUMEHAS COOTBETCTBYHIOLLUIA KOIDMULIMEHT NPU pacyeTax pedynsratos. [poBepAIOT NMMHENHOCTb rpaay-
MPOBOYHON XapaKTEPUCTUKU, UCMOMNb3Yst MUHUMAnNbHbIA N3 TPEX 3HAYEHUI YPOBHEN pa3baBneHnss MCXOAHOIO
pacrtBopa B-kapoTuHa (cMm. 4.12.1).

7.5 KonnuecTBO onpeaeneHumn

MpoBOAAT HE MeHee ABYX HE3ABUCUMbIX ONPeaEneHui.
8 ObpaboTka pe3ynbraToB

BbluncneHus oCHOBLIBAIOTCA MO0 Ha rpagyupOBOYHON XapaKTePUCTUKE, MMBO UX NPOBOAAT C UCMOSb-
30BaHMeM NporpaMm MHTErpatopa unu no cneayLlen ynpoLeHHOW npoueaype.
MaccoByto aonto o6uiero kapotuHa B npode o, Mr/100 r, BbIMMCNAKT N0 hopmMyrne
Ag c- Vi Vy

P= 4 mVv, 1000 190, @

roe A, — nnowaab Unu BbICOTa NUKa AnNA U30MEPOB B-KapoTuHA, NOMYYEHHOro B PACTBOPE UCMbITYEMOW
npobbl (CM. 7.2.4), eANHULbI NNOLAAN UK BbICOTbI;

C — MaccoBas KOHLUEHTpauumsa 8-kapoTMHa B CTaHAapTHOM pacTBOPE, CKOPPEKTUPOBAHHASA HA YUCTOTY
(cM. 4.12.2), mMkr/cm®.

V,— 06bem pacTBopa aHanuampyemoii npobbl (cM. 7.2.4) B cM>;

V— 06beM BBEAEHHOIO CTaHJapTHOMO PacTeopa, B MM®;
Ay — nnowaab Unu BbiCoTa NUKa AnA B-KapoTuHa, NoNy4eHHOro B CTaHAapTHOM pacteope (CM. 4.12.3),
eAnHULBI NAoLWAaan UK BbICOTbI;
m — macca npoosl, T;
Vs — 06bem BBEAEHHOTO PacTBOPA UCMLITYEMOI NPobbl, MM>;
1000 — koachhuUMeHT ana nepeBoaa U3 MKr B Mr;
100 — Ko9(ppUUMEHT ANa BblYMCNEHUS MACCOBON A0NKU B nepecyeTe Ha 100 r.

9 MNpeun3snoHHOCTb

MoapobHas nHdopMaumst 0 mexxnadbopaTtopHOM UCTLITAHUN NMPELUM3MOHHOCTU AAHHOIO Metoaa no [12]
npmneeaeHa B NPUNoOXXeHnun B. 3Haquvm, nony4eHHbIe B X0A€e 3TOro nccneaoBaHnAa, MOryT okasatbCsa HenpuMeHu-
MbIMW K Anana3oHamM cogepXaHnus KOMMNOHEHTOB U MatpuuamM Npod, OTAMYHBLIM OT YKa3aHHbIX B NpUnoXxeHun B.

) Spherisorb® — 310 NpoaykT, nocTtasnsemslii PhaseSeparationsinc; Vydac® — 310 NpogyKT, NocTasnsiemsbiii
TheSeparationsGroup. JaHHasa uHgopmaLuus npuBefeHa Tonbko Ans yao6cTBa nonb3oBaTeneil 3Toro craHjapTHOro Me-
TOAa U He ABNAETCA peknaMMpoBaHUeM yKkasaHHbIX NpofAykToB. MoryT Ucnonb3oBaThCs 3KBUMBaNeHTHbIE NPOAYKThI, ecrnu
OHM JatoT aHanornyHele pesynesraThl.
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9.1 MoBTOPAEMOCTDL

ABconioTHasa pasHOCTb MEXAyY pesynsraraMu ABYX OTAENbHbIX UCTbITAHWUMI, MOSTyYEHHbIX HA UAEHTUYHOM
nuccrnegyeMomM marepuane Og4HMM OnepaTtopom Ha O4HOM U TOM ke 060pya0BaHMM 3a MUHUMATbHO BO3MOXH bl
NPOMEXYTOK BPEMEHU, NPEBLICUT Npeaen NoBTOPSAeMOCTU r He Gonee Yem B 5 % cnyyaes.

3HaueHusa ans obuero B-kapoTuHa:

MaprapuH xX=0,253 mr/100 r r=0,032 mr/100 r
BUTaMWHN3NPOBAHHbLIA HANUTOK X=2,248 mr/100 r r=019 mr/100 r
NOPOLLIOK ANA NyAWHra x=1,531 mr/100 r r=024 mr/100 r
OBOLLHAA CMeCb xX=18,05 Mr/100 r r=20 mMr/100 r

9.2 BocnpousBoauMocCTb

ABconioTHasa pasHOCTb MeXay pesynsraraMu ABYX OTAENbHbIX UCTbITAHWUMI, MOSTyYEHHbIX HA UAEHTUYHOM
uccrnegyemMom matepuane B AByX naboparopusax, NpeBbICMT Npeaen BOCNpou3BogUMOCTU R He Bonee yem B
5 % cny4aes.

3HaueHusa ans obuiero B-kapoTuHa:

MaprapuH X=0,253 mr/100 r R =0,069 mr/100 r
BUTAMWUHU3NPOBAHHbIA HANUTOK X=2,248 mr/100 r R=041 mr/100 r
NOPOLLIOK ANA NyAWHra X=1,531 mr/100 r R=010 mr/100 r
0BOLLIHAA CMeCb X=18,05 mr/100 r R=76 mr/100 r

10 MpoToKon ncnbiTaHUn

[NpOTOKON UCNbITAHUI AOIMKEH COAEPXKaTb CNeayoLWwy MHOPMaLMIO:

- UHpopMauuto, HeobxoaMMyo ANA naeHTuduKkauum npobsl;

- CCbINKY HA HACTOALMIM CTAaHAAPT UMK HA UCMNOMNb30BAHHbLIA METOA;

- pe3ynbraTthbl M €4WHULbI, B KOTOPbIX BbIPaXXEHbI Pe3ynbTaThl;

- 4aty u Tun npoueaypbl otéopa npobbl (ECNU U3BECTHBI);

- Aaty noCTynneHusi npoosl;

- aTty NpoBeAeHUs UCNbITAHWIA;

- nobble 0cobeHHOCTU, HAbnaaBLLUMECA NPU NPOBEAEHUN UCTILITAHUNR,

- nioBble onepauun, He yKaszaHHbl€ B JaHHOM METOAEe UNU CUMTarLmecs HeobA3aTenbHbIMU, KOTOPbIE
MOFYT MOBMMATb HA pe3ynbTaTbl UCMbITAHUNA.
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MpunoxeHue A
(cnpaBouHoe)

Mpumep xpomaTorpamMmmebl

A.1 lMpumep xpomatorpaMmmbl NpuseaeH Ha pucyHke A.1.
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b) Bpema

PucyHok A.1 — lNpumep xpomarorpaduyeckoro pasgeneHusa a u S-kapoTUHOB
¥ nuKonuHa B Npobe 0BOLLHOW cMecH

HenogsuxHas dasa: Spherisorb®50DS21) M, kapTpuax 100 x 4,6 MM, KOMBUHUPOBAHHBIV € Vydac®” 201TP54, 5 MKkM,
250 x 4,6 MM.

MogBwxHas dasa: ALETOHUTPUI/METAHOMBHLINA PacTBOP aueTaTta aMMOHWSA/AUXIIOPMETaH (B 06beMHOM COOTHOLLEHWM
75:20:5) ¢ maccoBol gonei 6ytunrugpokcutonyona 0,1 % u Tpuatunamura 0,05 %.

CkopocTb noToka: 1,5 cM®/MuH.

O6bem BBOAMMOIA Npobkl: 50 MM>.

HeTtektupoBaHue: 450 HM.

) Spherisorb® — Toprosoe Ha3BaHWe NPOAYKLMW, NocTaBnsiemMoil PhaseSeparationsinc; Vydac® — Toprosoe Hassa-
HWe npogykuumn, noctaensemMon TheSeparationsGroup. JaHHasa nHdbopmMauus npueegeHa ans yaobctsa nons3oBatenei
HacTosiLLero cTanfapTa u He SBNSAETCA peknamupoBaHMeM Ha3BaHHOW NpoAyKLuuW. MoryT Ncnonb3oBaTbest aHanormvHble
U3genns, ecrnu oHW JaroT aHanornyHble pesynesrarsl.
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MpunoxeHue B
(cnpaBouHoe)

JaHHble O NpeuUn3nOHHOCTH

CTaTucTuyeckue pesynesrathbl U AaHHble 0 NPELM3NOHHOCTH, YKasaHHble B Tabnuue B.1 ans onpegeneHus obLyero
B-kapoTuHa, Bbinn ycTaHoBMEHb! B MexnabopaTopHoM ucnbitaHuu [12], opraHunsosaHHoM W. Schuep u J. Schierte [11].

Tabnuya B.1

Mpo6a MaprapuH BI/ITaMIA:aI/IrTlI/I/Ifc?KBaHHbIIZ HOﬁ;.IpL:.'IAOHKréQJ'IH Oi;:t::ﬂ

OnpepenseMblil KOMMOHEHT [MorHeIR B-kapOTKH
lop npoBeaeHuns MexnabopaTopHbIX UCMBITaHWUIA 1995
Uncno nabopatopuit 13
Uncno npob 1
Uncno nabopatopwnii, ocTaBLUMXCA Nocne yaaneHus

BbIOpocoB 12 12 11 12
Uncno mckntodeHHbIx nadopartopuit 1 1 2 1
Uncro NpUHATEIX pesynsraTos 55 59 51 56
CpegHee 3HauveHue, mr/100 1 0,253 2,248 1,631 18,05
CranfjapTHoe oTKnoHeHune nosTopsaemoct S,, mr/100r 0,011 0,065 0,085 0,71
OTHoCUTENbHOE CTaHJapTHOE OTKIOHEeHWe MoBTOpPS-

eMocTtn, RSD,, % 4.5 2,9 56 3,9
Mpeaen nosTopAemocTu r (2,83:s,), Mr/100 r 0,032 0,19 0,24 2,0
CTtaHpapTHOe OTKNOHEeHWe BOCNPOU3BOAUMOCTU Sy,

mr/100r 0,024 0,15 0,14 2,7
OTHocuTemNbHOE CTaHgapTHOE OTKITOHEHWE BOCMPOU3-

BoguMocTu, RSDg, % 9,7 6,5 9,3 15
Mpegen Bocnpoussogumoctu R (2,83-sg), mr/100 r 0,069 0,41 0,40 76

[aHHble 0 Banuaauuu, npeacrasneHHble B Tabnuue B.2, Obliv NonyYeHbl B X04€ CPaBHUTENbHLIX UCTBITaHUMA, KOTOpbIE
NPOBOAMIUCE B pamKkax NporpamMbl No UaMepeHuto obLero B-kapoTiHa B NpoGe OBOLHOW CMecH, opraHu3oBaHHoili EBpo-
NencKoi KOMUCCHUEN MO CTaHAapPTU3ALMHK, USMEPEHUSIM U UCTIBITaHWUAM, MHCTUTYTOM UCCresoBaHUs MULLEBLIX MPOLYKTOB,

r. Hopsuy, Benuko6putanusa B 1996 rogy [10].

Tabnuya B2

Mpoba Mpo6a
loa npoBeaeHns MexnabopaTopHbIX UCMbITAaHWUIA 1996
Uncno nabopatopuit 14
Uncno npod 1
Unucno nabopatopuii, ocTaBLUMXCA Noche yaaneHus Beibpocos 14
Uncno nckntodeHHbIX nabopartopuii 0
Uncno HabopoB faHHbIX 14
YUKncro NpUHATLIX pe3yrnsraToB 60
CpenHee 3HadeHue, mr/100r 2,37
CTtaHaapTHOe OTKINOHeHWe nosTopsiemoctn S,, mr/100r 0,159
OTHOCUTENBHOE CTaHgapTHOE OTKINOHeHUe nosTopseMocTu, RSD, % 6,7
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OkoHYaHue mabnuubl B.2

Mpo6a Mpoba
Mpegen nostopsiemocTu r (2,83-s,), Mr/100 r 0,450
CraHpapTHOe OTKNOHeHWe BOCNpou3BoAMMOCcTU Sy, Mr/100 0,241
OTHocuTenbHOe CTaH4apTHOe OTKIOHeHWe BocnpounasoguMoct, RSDg, % 10,2
Mpegen Bocnpoussogumoctn R (2,83-sg), mr/100 r 0,682

MpuMeyaHne — [daHHble MexnabopaTopHbIX CPaBHUTEMbHLIX UCNBITaHUA BblNKU NOMyYeHs! NPU NOMOLLY pas-
NINYHBIX YCTAHOBIEHHbIX METOAO0B, WAEHTUYHBIX OOLIMHBEIM aHaNUTUHYECKUM MpoledypaM, NPUHATBIM B y4aCTBYHOLLMX
nabopatopusx, ¢ ucnonb3oBaHnem BOXKX-cnctem, onucaHHbix B npunoxerHun C.
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MpunoxeHue C
(cnpaBouHoe)

AnbsTepHaTMBHbIE BAPUAHTbI YCNOBUI XpOMaTorpacuyeckoro aHanumsa

NaoeHTudunkauma n KonuyecTBeHHOe onpefeneHne fanu yaoBneTBoOpUTenbHbIe pesynbTaThl Npu UCNoMb3oBaHnm
xpomatorpadguyeckux ycrnosmin B Tabnuue C.1[10], a Takxke B [11].

Ta6nuya C1"

Pasmep CkopocTb
HenoasuxHaa dasa KOJTOHKW, MoaBuxHag dasa HoToka [LeTekTnpoBaHue
MM
Spherisorb®0DS2, 5 MkM 100 x 4,6 | CH3CN :(MeOH+0,05 monb/gm®
NH,Ac): DCM (75 : 20 : 5), cogep- | 1,5 cM®/MuH 450 HM
nntoc Vydac®201TP54, 5 Mkm | 250 x 4,6 | »xawmin 0,1% BHT n 0,05% TEA
. CH4CN : (MeOH :0,05 mon/gm®
\’\/IuggicglﬁnggMKM ;gg : j’g NH,Ac) : DCM (70 :20: 10), cogep- AnogHas MaTpuua
y ' ' wawuii 0,1% BHT n 0,05% TEA
Vydac® 201TP54, 5 mkm 250 x 46 | MeOH: THF (95:5) + 0,1% BHT | 1,0 cM3/MUH AvofHas MaTpuua
VydacR 218TP54, 5 Mkm 250 x 4,6 | MeOH:THF (99 : 1) + 50 u./mrH. AK | 1,5 cm3/Mun 450 HMm
0—86 MUH:
3
Eurosher® 100-C18, 5 mkm | 250 x 4,0 CH5CN :MeOH (85 :15) 1é§2°(“)"“;“m":_” [vonHas MaTpuLa
3,5 cM3/MUH

IpagueHTHbIN c: CHL,CN : MeOH
Spheri-5-0DS, 5 mkm 220 x 4,6 (85:15) M CH;CN : DCM : AvofHaa MaTpuya
MeOH (70 : 20 : 10)

) ) . Ynerpaduonerosas
. CH;CN :MeOH : DCM : H,O
Hypersil® ODS, 3 MkM (700 : 150 100 : 25) n Bugumas obnactb
cnekTpa
50 em® YneTpadguonerosas
LichrospherR RP18, 5 Mkm 220 x 4,6 MeOH : THF (95 :5) Cl\,/ls/MI/IH n Bugumas obnactb
cnekTpa

YMeOH — meTaHon:

EtOH — sTaHon;

AK — ackopbuHoBas kucnoTa unu ackopbat HaTpus,
KOH — rugpookeung kanus;

THF — TeTparngpodypaH,;

CH;CN — auleToHuTpUnN,

DCM — guxrnopmerTaH,;

NH,Ac — aueTaT aMMOHUS,

TEA — TpuatunamuH;

BHT — 6yTunupoBaHHbI 6EH3UNOBLIA CIUPT.

10
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U3MepeHne cofepxaHus KapoTMHOWAOB B OBOLLAX M (PpyKTax, YacTo notpebnsemelx B BenmkobputaHum)
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Commission of the European Union, Luxembourg (OnpegeneHve MaccoBoi J0MW BUTaMUHOB B YETbLIPEX 3TaNOH-
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