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Mpepucnosune

Llenun, ocHOBHbIE NPVHLMMbI M 06LMe NpaBuia NPoBeAEHNSA paboT Mo MeXrocyapCTBEHHON cTaHAapTM3aLmumn
yctaHoBneHsl FTOCT 1.0 «MexrocygapcTBeHHas cuctema craHgaptunsauum. OCHOBHble nonoxeHusa» n FOCT 1.2
«MexrocyiapcTBeHHas cuctema ctaHgapTusaumn. CtaHAapTbl MEXTOCYAapCTBEHHbIE, NpaBuia U pekoMeHaaumm
No MEXrocyapCTBEHHO cTaHAapTu3auun. Mpasuna pa3paboTku, NPUHATUS, OGHOBNEHUS U OTMEHbI»

CBepeHusa o cTaHgapTe

1 PA3SPABOTAH ®epaepanbHbiM rOCYAapCTBEHHbIM 6GHOMKETHBIM 06pa3oBaTe/lbHbIM  yUpeXaeHneMm
BbICLLEro npocheccMoHasbHOro 06pas3oBaHna «MOCKOBCKUIA rOCYAapCTBEHHBI YHUBEPCUTET NULLLEBLIX NPOU3-
BoACTB» (PrBEOY BMO «MIYIMIM»)

2 BHECEH ®epepanbHblM areHTCTBOM M0 TEXHNUYECKOMY PerympoBaHuio 1 METPOsIOrum

3 MPUHAT MexrocygapcTBEHHbIM COBETOM MO CTaHAapTM3auuun, MeTponorum n ceptudukanmm (npo-
TOoKoN OT 25 uioHs 2014 1. Ne 45)

3a NpUHATHME NporosiocoBasin:

KpaTkoe HauMeHoBaHuWe cTpaHbl Kog cTpaHbl no MK CokpalyeHHOe HauMeHOBaHWe HauuoHanbHOro opraHa
no MK (MCO 3166 (004 - 97 (MCO 3166)004-97 no craHgaprtusayuu
ApmeHus AM MuH3KkOHOMUKN Pecny6nunkun ApmeHus
Benapycb BY FocctaHgapt Pecny6nukn Benapycb
Kuprusus KG KblprbT3ctaHgapT
Poccus RU PoccraHgapt

4 Mpukasom PenepanbHOro areHTCTBa No TeXHUYECKOMY peryanpoBaHnio u MeTposiorum ot 19 asrycta
2014 r. Ne 896-cT MexrocyfgapcTBeHHblli ctaHgapT TOCT 32835—2014 BBefeH B AelicTBME B KayecTBe Ha-
unoHanbHoro ctaHgapta Poccuiickoli ®epepauum ¢ 1 aHBaps 2016 r.

5 HacToswwii ctaHfapT pa3paboTaH C y4eTOM OCHOBHbIX HOPMATUBHBIX NMOMOXEHWU CNeayowmnx Mex-
OYyHapOaHbIX [LOKYMEHTOB:

- CODEX STAN 247—2005 «EpuHblii mexayHapoaHblli cTaHgapT Komuccuu Kopekc AnvmMeHTapu-
yC Ha (ppykTOBble COKM U HekTapbl» («Codex General Standard For Fruit Juices And Nectars of the Codex
Alimentarius Commission». NEQ);

- «PernameHT Komunccum EBponeiickoro coto3a oT 23.02.2006 r. Ne 406/2006/EC «O meTogax oT60-
pa npo6 n meToAax aHanusa AN oMLNaNbLHOTO KOHTPONSA YPOBHE MUKOTOKCUMHOB B MULLEBbLIX MPOAYKTax»
(«Regulation of the Commission of the European Union of 23.02.2006 r. No. 406/2006/EC Laying down the
sampling methods and methods of analysis for the official control of the levels of mycotoxins in foodstuffs».
NEQ);

- «CBog npasun A4/15 OLEHKN kayecTBa 1 NOA/NHHOCTU (OPYKTOBbIX M OBOLLHbIX COKOB EBponerickoii ac-
coumaumm hpykToBbix cokoB» («AIJN Code of Practice for Evaluation of Quality and Authenticity of Fruit and
Vegetable Juices of the European Fruit Juice Association». NEQ)

6 BBEJEH BIEPBbIE

7 NEPEN3OAHUE. Hos6pb 2019 r.
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WNHbopmaLuus o BBefeHUN B AeicTBME (NpekpalleHun AeiicTBMA) HaCcTosAWero ctaHgapra u usme-
HEHWUI K HEMY Ha TEPPUTOPUMN yKa3aHHbIX Bbille rocyaapcTB Ny6aMKyeTCs B ykasaTensixX HauuoHasIbHbIX
CTaHAapToB, U3gaBaeMbiX B 3TUX rOCyAapcTBax, a Takke B CeTu VIHTepHeT Ha cailTax COOTBETCTBYIO-
LLMX HaLMOHa/IbHbIX OPraHoB NO cTaHgapTu3auuu.

B cnyyae nepecmoTpa, U3MEHEHMSA WAN OTMEHbl HacToslW ero cTaHjapTa COOTBETCTBylOL as
nHdopmauua 6yaet onybnmkosaHa Ha opULMaIBHOM NHTEpPHeT-caliTe MexrocyfapCTBEHHOro coseTa
no ctaHgapTusaynun, MeTponornuu n ceptTudukaLmm B katanore «MexrocyfapcTBeHHble CTaHgapTbl»

© CtampapTuHdopMm, opopmnerue, 2015, 2019

B Poccuiickoli ®efiepaluy HaCTOALWMIA CTaHAAPT HE MOXET 6bITb MOMHOCTHLIO UK
YacTWYHO BOCMPOM3BEAEH, TUPaXMPOBAH U pPacrnpocTpaHeH B KauecTBe oguLMaibHOIo
usgaHus 6e3 paspellieHns ®eaepasibHOrO areHTCTBa N0 TEXHUUYECKOMY PEryNMpPOBaHI0
1 METPO/Iorumn
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CopepxaHune
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M E XX I OCVY A4 APU CTUBEHH bl 7 CTAHAOAPT

NPOAYKLMA COKOBAS

OnpepeneHne MUKOTOKCUHOB METOA40M TaHAEMHOMN BblCOKO3(D(DEKTUBHO
XULKOCTHOW xpomaTomacc-crnektpoMmeTpun (BAXKX-MC/MC)

Juice products. Determination of mycotoxins by tandem high performance liquid mass spectrometry (HPLC-MS/MS)

fata eBefeHns — 2016—01—01

1 O6nacTb NpUMeEHeHNs

HacToswwii ctaHgapT pacnpoCcTPaHSAeTCa Ha COKU U APYryi0 COKOBYHO NPOAYKLMIO U3 chpyKTOB 1 OBOLLEN,
3a WCK/IOYEHNEM K/IETOK LUTPYCOBbIX (OPYKTOB, M yCTaHaBNMBaeT MeTO[ onpefenieHnss MUKOTOKCMHOB — na-
TY/IMHA N OXpaToKCMHA A — C NMPUMEHEHUEM TaHAEMHOU BbICOKO3I((EKTUBHOW XNAKOCTHOW XpomMaTomacc-
CNEeKTPOMETPUUN B AnanasoHe U3MEepPeHUl MaccoBOl KOHUEeHTpauuy natynnHa ot 0.1 go 100,0 mkr/gm3 n ox-
patokcuma A ot 0.1 go 20,0 mkr/am3.

NMpuMeuyaHne — HacTosAwWMil cTaHAAPT PEKOMEHAYETCS NPUMEHATL B Liensix anpobauun 1 HaKonaeHus Lo-
MOJIHUTE/IBHON MH(OPMAaLMM B YACTM €70 NPUMEHEHUS.

2 HopMaTVBHbIE CCbI/KM

B HacTosiem cTaHAapTe UCMONb30BaHbl HOPMAaTUBHbIE CChISIKU Ha CreayroLme MexXrocyAapCTBeHHbIe
cTaHjapThbl:

FOCT 12.1.004 Cuctema ctaHgapToB 6e3onacHocTu Tpyaa. MoxapHas 6e3onacHocTb. O6Lme TpeboBaHUs

FOCT 12.1.007 Cuctema ctaHgapTtoB 6e3onacHocTu Tpyaa. BpegHble BewiectBa. Knaccudukaums un
o6wme TpeboBaHMA 6e30NacHOCTU

FOCT 12.1.010 CucTtema cTaHAapToB 6e3onacHocTy Tpyga. B3apbiBob6esonacHocTb. O6Lme TpeboBaHus

FOCT 12.1.019 Cuctema ctaHgapToB 6e3onacHocTy Tpyfa. dnektpobesonacHocTb. O6wune Tpebosa-
HUA 1 HOMEeHKaTypa BU0B 3alnTbl

[OCT 61 PeakTtuBbl. Kucnota ykcycHas. TexHuyeckue ycnosus

FOCT OIML R 76-1 locygapcTBeHHas cuctema obecnevyeHnss eguHCTBa UsMepeHunin. Becbl HeaBToMaTu-
yeckoro geincTeusa. Yactb 1. MeTponoruyeckue n texHmyeckme tpeboBaHus. VicnbiraHms

FOCT 1770 {NCO 1042—63. NCO 4788—80) MNMocypa mepHas nabopaTopHas cTeknsHHasA. LiunuHapsl,
MEH3YPKU, KON6bI, MPO6GUPKM. OB6LLNE TEXHUYECKME YCOoBUS

[OCT ISO 3696 Boga ans nabopaTopHOro aHanusa. TexHuyeckme TpeboBaHMsa U MeToAbl KOHTponsa' >

FOCT NCO 5725-1—2003 To4YHOCTb (NPaBu/IbHOCTb W NPEUu3noOHHOCTb) METOLOB U pe3ynbTaToB U3-
MepeHuit. YacTb 1. OCHOBHbIE MOMOXEHUSA 1 onpeAeneHnsaz:

FOCT UCO 5725-2 To4yHOCTb (NPaBU/IbHOCTb M NPELM3NOHHOCTbL) METOLOB U Pe3y/bTaToB U3MEPEHUIA.
YacTb 2. OCHOBHOI MeTog, onpefesnieHns noBTOPSAEMOCTU U BOCNPOU3BOAUMOCTH CTaHAAPTHOrO MeToAa U3-
MepeHnii3'

FOCT 5789 PeakTtusbl. Tonyon. TexHUYeckmne ycnosus

FOCT 16317 MNpubopbl XonoAnabHbIE 3NeKTpuYeckme 6biToBble. ObLLMe TEXHUYECK e YC/I0BUSA

'* B Poccuiickoih Pegepauum gelicteyet FOCT P 52501—2005.

2>B Poccuiickoii ®egepaunmn geiicteyet FOCT P UCO 5725-1—2002.
3* B Poccuiickoli ®epepauunm geiicteyetr FOCT P UICO 5725-2—2002.

N3paHue odbuymanbHoe



FOCT 32835—2014

FOCT ISO/1EC 17025 O6wwue TpeboBaHNs K KOMNETEHTHOCTM UCMbITATENbHbIX Y KAIMGPOBOUHbIX 1abo-
paTopuii

FOCT 20015 XnopodopM. TexHMYecKue ycnoBus

FOCT 25336 MNocyaa n obopynosaHme nabopatopHsie. Tunbl. OCHOBHbIE NapaMeTpbl U pasmepsbl

FOCT 26313 MpoaykTbl NepepaboTkn hpyKTOB 1 0BOLLEi. [NpaBuna npuemMkn 1 MeTodpl oT60pa Nnpob

FOCT 26671 TNpoAykTbl nepepaboTkn (PpyKTOB M OBOLLEN, KOHCEPBbI MSACHbIE W MACOPACTUTESIbHbIE.
MoaroToBka Npob Ans NabopaTtopHbIX aHa/IM30B

FOCT 29030 MpopykTbl NnepepaboTky NI0A0B 1 oBOLLel. [MKHOMETpMYECKUiA MeTog, onpeseneHust oT-
HOCUTE/IbHOW NIOTHOCTU M COAEPXaHUSI PacTBOPUMbIX CyXMX BellecTs

FOCT 29227 (MCO 835-1—81) MNocyna nabopartopHan cTeknsaHHas. MNunetkv rpagympoBaHHble. YacTb 1.
O6Lwue TpeboBaHNA

FOCT 32689.1 MNpoayKuma nuuieBas pacTUTENbHOIO NPOUCXOXAEeHMA. MynbTuMeToAbl 419 ra3oxpoma-
TOorpadnyeckoro onpefenieHns octatkoB nectnumnaos. Yactb 1. O6ume nonoxeHus

FOCT 32689.2 lNMpoayKuma nuwieBas pacTUTENIbHOro NPOUCXoXaeHUs. MynbTumeToasl 415 ra3oxpomMa-
Torpacdunyeckoro onpegeneHnsa ocTaTkoB necTuynaos. Yacte 2. MeTofbl 3KCTpaKUuun 1 OHUCTKN

FOCT 32689.3 lNMpoaykuma nuuiesas pacTUTENIbHOIO NPOUCXOXAeHMA. MynbTuMeTobl A/19 rasoxpoma-
TorpadMyeckoro onpefenieHns octatkos nectuumaos. Yacte 3. OnpegeneHvie n noaTBEPXAEHNE pesy/bTaTtoB

MpumeyaHne — T[pu NONb30BAHUN HACTOSLWMM CTaHAAPTOM Lenecoobpa3Ho NpoOBEPUTL AEWCTBUE CCbIIOY-
HbIX CTaHAAPTOB W KNaccugrkaTtopoB Ha OhULMaATbHOM UHTEpHeT-caliTe MexXrocyjapcTBEHHOro coBeTa No cTaHA4apTu-
3ayuu. meTtponiorn n ceptudmkaymm (Www.easc.by) nam no ykasatensam HaumoHasbHbIX CTaHA4apTOB, M34aBaembiM B
rocygapcTBax, ykazaHHbIX B NPeAMCIOBUU, UK HA OdMLMabHbIX caiTax COOTBETCTBYHLMX HALMOHA/IbHbIX OPraHOB Mo
cTaHfapTusaunv. Ecnv Ha JOKYMEHT faHa HegaTupoBaHHas CCblfika, TO ceayeT UCNob30BaTbh AOKYMEHT, AeCTBYOLW A
Ha TeKyLU A MOMEHT, C YY4ETOM BCEX BHECEHHbIX B HEr0 U3MeHEeHWi. Ecnu 3aMeHeH CCbINIOYHbIN [OKYMEHT, Ha KOTOpPbI
[aHa jaTupoBaHHas CCbinka, TO cnefyeT UCMNO/b30BaTh YKa3aHHYl BEpPCUI0 3TOr0 AoKymMeHTa. Ecnm nocne npuHATMA
HaCcTosALWEero cTaHaapTa B CCbINIOYHbIV JOKYMEHT, Ha KOTOPbIA AaHa faTMpoBaHHas CCbifika, BHECEHO U3MeHeHMne, 3aTpa-
rmBaroLlee nosoXeHne, Ha KOTOPOe AaHa CCblfika, TO 3TO MOMOXEHNE NpuMeHseTcs 6e3 yueTa JaHHOro nsMeHeHus. Ecnu
CCbI/IOYHBI JOKYMEHT OTMEHEH 6€e3 3aMeHbl, TO NOJIOXEHVE, B KOTOPOM AaHa CCblfika Ha HEero, NPUMEHSIETCA B YacTu, He
3atparuBatoLeli 3Ty CCbiky.

3 CokpauieHus

B3>XXX-MC/MC — TaHAeMHasi BbICOKOI((EKTMBHASA XNAKOCTHAA XpOMaTOMAaCC-CNeKTpoMeTpus;

OTA — OXpaToKCUH A,

MAT — natynuH;

ESI— unoHuzauus pacnolneHnem B anekTpuyeckom none (Electrospray lonization)-,

IARC— MexayHapofHoe areHTCTBO MO UCCef0BaHNI0 OHKO0rMyecknx 3aboneBaHuii;

LOD — npefen feTekTMpoBaHus,

LOO — npegen KonmMyecTBEHHOro onpeaeneHuns;

SRM— naeHTudmKaLns KOMMNOHEHTOB B PEXNME KOHTPONS CeNekTUBHbIX peakuuii (Selected Reaction
Monitoring).

4 CywHoCcTb MeToAa

CyLWHOCTb MeToAa 3ak/4aeTcs B NpefBapuUTEsIbHON 3KCTpakuumM MUKOTOKCUHOB MAT n OTA aueToHu-
TPUIOM B NPUCYTCTBMU 6€3BOAHOrO0 CynbdaTa MarHusi, KOHLEHTPUPOBaHUW, NepepacTBOPEHNN B aLeTOHUTpUIe
N KONMYECTBEHHOM OMnpefesieHn MacCoBOW KOHLLEHTpaUMu MUKOTOKCMHOB C NpumeHeHnem B3IXXX-MC/MC c
MOHM3aLMeln pacnblieHNeM B 3/1EKTPUYECKOM Nofe U nAeHTUgUKaumneli KOMNOHEHTOB B PEXUME KOHTPOSS
CeNEeKTUBHbIX peakuuii.

5 CpeacTBa M3MepeHuii, BcmomoraTenibHoe o60pyAoBaHMe, CTaHAapTHbIe
o6paslbl, peakTuBbl 1 nocyaa

Cuctema aHanuTuyeckas B3XXX-MC/MC1>c TpexkBaapynosibHbIM Macc-4eTEKTOPOM A1 U3MEPEHNS B
ananasoHe macc ot 10 o 3000 aTOMHbIX e4MHUL, Macchl (a. €. M.), C TOYHOCTbIO U3MEPEHNST MACChl HE HUXe

O JononHuTenbHas uHgopmauma o pekomeHgyembix BOXX-MC.'MC-cuctemax npmefeHa B NpunoxeHun A.


https://mosexp.ru#
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0,1 a. B. M, MOHM3aUWEN pacnbiNEHNEM B 3N1EKTPUYECKOM M0J1e, BO3MOXHOCTAMU paboTbl B PEXMME KOHTPOSIA
BblOpaHHbIX peakuuii 1 CKaHMPOBaHUA [OYEPHUX U POAUTENbCKAX WOHOB, MUHUMaJIbHLIM OTHOLUEHUEM CWUr-
Han/wym r 1000:1. AHannTMyeckas cucTeMa AoJ/HKHa BkKI4YaTb Moaynb BIXKX. cocToswmin us 6uHapHoro
Hacoca co cMecuTenieM, TepMocTaTt Xxpomartorpaduueckoii KOJIoHKM, 06ecneynBatLLuii Temnepartypy Harpesa
0o 50 *C. n xpomaTorpaduueckyto Ko/IoHKy ¢ obpalleHHO-ha30BbIM copbeHTOM 3epHeHnem 5 mkm C1B anu-
Ho 150 MM 1 BHYTpeHHUM guameTpom 3 MMm. MprMeHsemMas cuctema fomkHa obecneumsBarb 06HapyxeHne
MMWKOTOKCMHOB B MHTepBasie oT 0.1 go 100.0 mkr/gm3.

CnekTpodoTOMeTp AnanasoHoOM U3MepPeHUs, NMo3BOMAIOWMM NPOBOAUTL UCMLITAHUA NPU ANTIUHE BON-
Hbl 0T 250 f0 400 HM. fONyCKaeMoi abCONTHON NOrPELUHOCTLH N3MEPEHUIA ONTUYECKON NNIOTHOCTU He 60-
nee 0.1 %.

Becbl no FOCT OIML R 76-1, obecneumBatolie TOYHOCTb B3BELUVMBAHUS C NPeAesioM AonycKaemoi
abCo/I0THOI NOrpeLlHOCTM OfHOKPaTHOTO B3BELIVBaHNA He 6onee + 0.01 wr.

BaHs ynbTpassykoBas.

LlenTpudpyra co ckopocTbio BpauieHns potopa 4000—5000 06/MUH gnsa npobupok BMECTUMOCTbIO
50 cm3

LleHTpudpyra co ckopocTbio BpalleHus potopa 10 000— 12 000 o6/MyH A1 Npobmpok Tvna 3nneHgopd
BMecTMMOoCTbio 1,5—2.0 cm3.

Lkady cylwmnbHbIA, obecneunBatLLmii nogaepxaHne Temneparypsl fo 200 °C.

XonoannbHUK 6biTOBONM No FOCT 16317.

BcTpaxusarens Ana nepemMeLlnBaHus.

YcTpolicTBa A03UpYOLLME XUAKUX NPO6 NOCTOSIHHOW MW NePeMeHHOo BMecTuMocTbio 20— 1000 mm3
C OTHOCWTE/IbHOW NOrPeLLIHOCTbI0 403MPOBaHUs hakTuyeckoro ob6bema He 6onee 2.5 %.

MukpothmnbTp — Hacafjka Ha wnpul (pereHnpupoBaHHas Lennnosa, guametp 13 mm. pasmep nop
0,2—0.4 MKm).

KioBeTbl kBapLeBble paboyeii 41MHOW 1 cwm.

MwukoTokcuHbl MAT n OTA AN ucnonb3oBaHWsA B KayecTBe 06pasL0B CpaBHEHWA C COAepXaHneM oc-
HOBHOTO BellecTeBa He meHee 98 %.

Kucnota negsaHasn ykcycHas no NOCT 61, u. 4. a.

ALETOHVUTPUN 418 rpagneHTHoin BOXKX.

MeTaHon gNns rpagueHTHol BIXKX.

MarHuii CepHOKUCbIA 6e3BOAHBIN, X. Y.

Kanbuwnii xnopucTbliii 6€3B0AHbINA, TPAHY/IMPOBAHHBIN, X. Y.

Xnopodopm no MOCT 20015, x. u.

Tonyon no FOCT 5789. x. u.

CnmpT 3TUNOBbLI a6CONOTUPOBAHHBI.

Bopa gns nabopaTopHoro aHanunsa cteneHun yictotbl 1 no FOCT ISO 3696.

MuneTkn rpagynpoBaHHble 2-ro K1acca TOYHOCTN BMeCcTMMOCTbio 1.2. 5,10 cm3no FOCT 29227.

Konb6bl MepHble 2-ro knacca TOYHOCTM BMecTUMOCThio 5, 10, 25. 50,100 1 1000 cM3 UCNOMHEHWIA 2 nnn
2a no NOCT 1770.

Konbbl 0cTpoAOHHbIE BMECTMMOCTLIO 10, 25 cM3.

LleHTpudyxHaa npobupka Tuna 3nneHgopd BMecTuMocTblo 1,5—2,0 cM3.

Mukponpo6upka BMecTuMocTbio 100—400 mm3.

LmnuHgpbl MepHble 2-ro knacca TOYHOCTW BMecTumocTblo 25. 50. 250 cm3 n060ro UCnosiHeHMs Mo
FOCT 1770.

Mpobupka Ansa LeHTpUdyrMpoBaHna ¢ 3aBUHYMBAIOLLENCS KPbILLKOA BMECTUMOCTbIO 50 cm3.

Yawka papdoposas guametpom 125—150 mMm.

DKcmkaTop N1abopaTopHbIi BMECTUMOCTbIO 3 AM3.

BopoHku nabopatopHble no NOCT 25336.

Kon6bl nnockogoHHble BMecTuMocTbio 50.100, 250 cm3 no NOCT 25336.

CrakaHbl Xummnyeckne sMmectumocTbio 10, 20, 50.100 1 200 cm3 no NOCT 25336.

[JlonyckaeTcs npumeHeHve Apyrux cpefcTB n3mMepeHuii, BCnomoraTenbHoro obopyfoBaHus, nocyabl, He
yCTynatLLMX BbllleyKa3aHHbIM N0 METPO/IOrMYECKUM U TEXHUYECKUM XapakTepucTukam 1 obecneymsatoLmm
Heo6X0AUMYI0 TOYHOCTb U3MEPEHNUS, a TakkKe CTaHAapTHbIX 06pas3LoB, peakTVBOB U MaTepunasnos No ka4yecTBy
He XyXe BbllleyKa3aHHbIX.
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6 OT160p Npob

OT60p Npo6 — no MOCT 26313. MNoarotoBka U XxpaHeHne npob6 — no MOCT 26671, TOCT 32689.1,
FOCT 32689.2 n TOCT 32689.3.

7 MoAroToBKa K NPOBEAEHUNIO UCNbITAHWUIA
7.1 O6wume TpeboBaHusA

Mepepn vcnbiTaHMem NPOBOAAT NpeABapuTEIbHY0 MOATOTOBKY 1abopaTtopHOl MoCcyAbl, & TakKe NpoBepKy
KayecTBa peakTVMBOB U BCOMOraTe/ibHbIX MaTepuanos cornacHo Tpeb6osaHnsam MOCT 32689.1, FOCT 32689.2
n FOCT 32689.3.

7.2 MpuroToBfeHve BCNOMOTraTe ibHbIX PacTBOPOB

7.2.1 MNpuroTtoBneHne NOABMXHONM hasbl A

B MepHyto konby BMecTMOocTbio 1000 cm3 € NAOTHO 3aKpbiBaOLWeica NPULWIMGOBaHHOK CTEKNAHHONM
nnun chToponnacToBoii NPo6Kol nomMelatoT nuneTkoli 1 cm3 1efsHol yKCyCcHOM kncnotbl. 100 cm3 MeTaHuna u
[OBOAAT [0 METKM BMANCTUNNNPOBAHHOW Bofol. CMech TuiaTelbHO NepemMeLLnBatoT.

Cpok XpaHeHus NoABMXHON hasbl A Npu KOMHaTHOW Temnepatype — He 6onee 1 mec.

7.2.2 NpuroToBneHne noaBuxHol dasbl b

B MepHyt konby BMecTumocTbio 1000 cm3 ¢ NAOTHO 3akpblBaoLWeica NpyULWIMgoBaHHOK CTEKNAHHOM
uny TOopoNnIacToBOi NPo6KoV NnomeLLanT nuneTkoi 1 cM3 neAsHOW YKCYCHOW KUCOTbl U JOBOAST A0 METKU
meTaHosIoM. CMechb TwaTeslbHO NepemMeLLnBaoT.

Cpok XxpaHeHus NoABMXHON hasbl B Npu kKOMHaTHOW Temnepatype — He 6onee 1 mec.

MpumeuyaHne — HefONyCTUM KOHTAKT MOABWMKHONM (Pasbl C PE3VHON N NONMMEPHLIMW MaTepuanamm [3a uc-
KnoyeHnem nonutetpacTopaTuieHa (MTOI,.

7.2.3 MNpurotoBneHne pactsopurtens 1

B noaxofsiein eMKocTu cmelnBaT 99 06bEMHbIX YacTel Tonyona 1 ogHy 06beMHY0 YacTb NefsHol
YKCYCHOW kncnotbl. CMech TuiaTeslbHO nepemeLumBaloT.

CpokK XxpaHeHus1 pacTBopuTens 1 npu KOMHaTHOI TeMnepaTtype — He 6onee 6 mec.

7.3 TloarotoBka CEPHOKMCNOTO MarHus

Vcnonb3yemblii Npy NpPOBeAEHNM 3KCTPaKLUy B KayecTBe copbeHTa CEepPHOKMC/bIA 6e3BOAHbIM MarHui
Jaxe B npegenax cpoka rofHoOCT! He06XOAUMMO BbICYLUMBATbL NS yAaNeHNs NOT/OWEHHON BNarm Bo3gyxa.
Cop6eHT npokanueatT npu Temnepartype 180 °C — 200 °C B TeueHne 6— 10 4 1 XpaHAT B 3KCUKaTOpeE Hafg,
6€3BOJHbIM X/I0PUCTbIM KanbLuuem. KpuTeprem rogHocTM peakTMBa CAYXWUT OTCYTCTBUE AOMNOHUTENBbHOMO
BOJHOIO CNoSA NpW HarpesaHWUW pacTsopa, NpoBefeHun cTaaumn akcTpakumm o temnepatypsl 30 °C — 40 °C
1 yepes 2—3 MWH NepemMeLlLnMBaHnNsA peakyMoHHON mMacchbl.

7.4 TpuroToBneHne NCXoHbIX pacTBOPOB MUKOTOKCUHOB

7.4.1 TpurotoBneHne pactsopos MNAT

7.4.1.1 TMpurotoBneHve ucxogHoro pacteopa MNAT maccoBoii koHueHTpaumm 200 mkr/cm3

BepyTt 2,0 Mr uncToro kpuctannunyeckoro MNAT. B3BeLIEHHOrO ¢ ToO4YHOCTbIO 0.01 Mr, pacTBOPSAIOT B Mep-
HoOW Konbe BMecTMOCTbI0 10 cM3B HEGO/BLLOM KONMYEeCTBE X10podhopMa 1 3aTeM A0BOAAT 06BbEM pacTBopa
X/10pOHOPMOM A0 METKW.

Cpok xpaHeHus ncxogHoro pactsop MAT npu TemnepaType O °C B CTeKNAHHOM MepHoli konbe ¢ npu-
TepToii NPO6KOIA, NJIOTHO 3aBEPHYTON B atOMUHKEBY (DO/bIy. — He 6onee 1 mec.

7.4.1.2 MpuroTtoBneHue pacteopa MAT maccoBoli koHUueHTpauun 20 Mkr/cm3

MepeHocAaT 1 cM3 nonyvyeHHOro ucxogHoro pacteopa MAT (cm. 7.4.1.1) B MepHyt konby BMeCTUMO-
cTbto 10 cmM3 1 goBoAAT o6bem pacTBopa X/10podOpMOM A0 MeTku. [l onpegeneHns TOYHOW MaccoBOW
KoHueHTpauumn MNAT B pacTBope oTbupatoT 5,0 cm3 nonyyeHHOro ctaHgapTHoro pactesopa MNAT n nepeHocsT B
€MKOCTb BMECTUMOCTbIO 0KO/10 15 cM3, 3aTeM NpogyBaHNeM asoTom yansoT X/10podopM 0 NonayveHus cy-
xoro Belyectsa. Cpasy nocne nosyvyeHus Cyxoro Belectsa BHOCAT B eMKOCTb 5,0 cM3abCco/oTHOro ataHona.
MonHocTbo pacTBopstoT MAT. MonyyeHHbIl pacTBop MAT BHOCAT B KBApLEBYHO KIOBETY C A/IMHON ONTUYECKOTO
nyTn 1cMm. 3aTem PerucTpupyloT Ha CnekTpooTOMETPe CNeKTp pacTsopa B UHTepBasie A/INH BOH OT 250 Ao
350 HM. UCnonb3ys B KIOBETE CPaBHEHUS B KAUeCTBE KOHTPO/Si abCONOTHBIA aTaHoN.
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MaccoByto koHueHTpauuto MAT B pactsope C ~, MKr/cM3. paccunTbiBaloT No hopmyne

rae A — mMakcuMasibHOe 3HauyeHne ONTMYECKOW MAOTHOCTY cnekTpa (4/MHa BOJIHbI OKO0 275 Hm), eg. OfT;
MW — monekynspHas macca MNAT. paBHaa 153.1 r/monb;
1000 — KoahpULUUNEHT nepecyeTa;
CF — nonpasoyHblIii KO3 ULMEHT, onpeaeneHHbIli COrlacHo NPUNOXEHNIo A;
£ — MONAPHbIA KO3 PULMEHT ONTUHECKOTO NOFNOLWEHUS (3KCTUHKLMM), paBHblid 14 600. M2/Monb.
7.4.1.3 MNpuroTtoBneHue pacteopa MAT maccoBoli koHLeHTpaymmn 100 mkr/cm3

5 cm3 ncxopHoro pacteopa AT B x/opodopMe MaccoBoi KoHueHTpauum 200 mkr/cm3 (cm. 7.4.1.1)
nepeHocaT B MEPHYIO K016y BMECTUMOCTbI0 10 cM3, KOHLEHTPUPYIOT [0 CyXOro ocTatka npu KOMHAaTHOW TeM-
nepatype noj TOKOM a3oTa U HeMe[/1IeHHO NepepacTBOPSAIOT B aLeToHUTpuIe, 4oBoAA UM 06beM B konbe [0
METKM.

7.4.1.4 Cpok xpaHeHus pactsopos MNAT no 7.4.1.2 n 7.4.1.3 npn Temnepatype 0 °C B CTEKNSAHHOWR mep-
HO kon6e ¢ NpuTepTolt NPOBKON, NIOTHO 3aBEPHYTON B a/IlOMUHMEBYIO (DONLIY. — He 6onee 24 u.

Mepepn vcnonb3oBaHneM TemnepaTypy pPacTBOPOB AOBOAAT A0 KOMHATHOWM (He gonyckaeTcs yaansiTbh
antoMuHeBYyto Qonbry ¢ MEPHOM KON6bl A0 AOCTUXKEHNA COAEPXMMbIM KOMHATHON TemnepaTypbl). Mo npuun-
He fecTpykuun MAT He gonyckaeTcs XpaHUTb 06pasLbl CPaBHEHUS B BUAE TOHKOM MIEHKM CyXOro BeLLecTsa,
noslyyeHHow nocne yganexHus pactsoputens [1}—(2].

7.4.2 TlpurotoBneHne ncxofgHoro pactsopa OTA

7.4.2.1 TlpurotoBneHne ncxogHoro pactsopa OTA maccoBoi kKOHUeHTpauuy 20 mkr/cm3

2.0 mr yuctoro kpuctannnyeckoro OTA. B3BeLLUEHHOro € TOYHOCTbLI0 0.01 Mr, pacTBOPAOT B XMMUYECKOM
cTakaHe BMecCcTMMOCTblo 25 cm3 pactBoputeneMm 1 (cMm. 7.2.3), KOIMYECTBEHHO MEPEHOCAT B MEPHYI KONnby
BMeCTUMOCTbI0 100 cM3 1 foBOAAT pacTeBopuTenem 1 06bem pacTsopa Ao METKW.

[nsa onpefeneHns To4HOl MaccoBoli KoHUeHTpauum OTA B pacTBOpe NOJyYeHHbI UCXOLHbI pacTBop
OTA BHOCSIT B KBapLIeBYI0 KIOBETY C A/IMHOM ONTUYECKOro NyTW 1 CcM. 3aTeM perucTpupytoT Ha cnekTpodoTome-
Tpe CnekTp pactsopa B MHTepBasie AsnH BoH 0T 300 o 370 HM. UCMONL3YA B KIOBETE CPABHEHUSA B KQYECTBE
KOHTpONA pacteoputens 1

MaccoByto KoHueHTpaumio OTA B ucxogHom pactsope COTA. MKr/CM3, paccunTbiBaloT Mo hopmyie

AWW 1000 CF
'OTA (2)

rae A — MakcuMmasibHoe 3HavyeHue ONTUYECKOW MIOTHOCTU crnekTpa (A/SMHa BOMHbI 0kono 333 Hm), ea. O,
MW — monekynspHas macca OTA. pasHas 402,7 r/monb;
1000 — Ko3ahhUUMEHT NepecyeTa,;
CF — nonpaBoYHbIi KO3 PMLNEHT, OnpeseneHHbli COrTacHO MPUIoXeHNIo A.
£ — MONAPHbIA KOIPPULMEHT ONTUYECKOTO NOrNOLWEHNs (IKCTUHKLUK). paBHblA 544, M2/Monb.
Cpok xpaHeHusi ucxogHoro pactsopa OTA npu Temnepartype MuHyc 18 °C B CTEK/ISIHHOW MepHOoli konbe
C NPUTEPTOI NPOGKOI, NIOTHO 3aBEPHYTON B antoMUHMEBYIO DOMbrY, — He 6osee YeTbipex fieT.
7A.2.2 NpuroTtoBneHune pactsopa OTA maccoBoil KOHUeHTpauuu 5 mkr/cm3
OTbupatoT 2,5 cm3ucxogHoro pactsopa OTA (7.4.2.1). nepeHoOCAT B MEPHYIO KOGy BMECTUMOCTbIO
10 cm3 n goBoaaT pacteoputenem 1 (cm. 7.2.3) 0 METKU.
Cpok xpaHeHus pactsopa OTA npu Temnepatype 4 °C B CTEKNAHHON MePHO konbe ¢ NpuTepToi Npo6-
KOli, NSIOTHO 3aBEPHYTON B a/IlOMUHUEBYIO (DO/bIY, — He 6osiee 24 u.
Mepen vcnonb3oBaHWeM TemnepaTypy pacTBopa [OBOAAT [0 KOMHATHOM (He gonyckaeTtcs yaansitb
anioMnHMeBY DONbry C MEpHOW KONbbl A0 AOCTMXKEHUS COAEPXMMbIM KOMHATHOM TemnepaTypsl) [1]—{4].

7.5 TlpurotoBneHune rpafympoBoYHbIX pacTBopoB MNAT n OTA

pagynposouHblie pacTteopbl MAT n OTA roToBAT NyTEM CMeELLUMBaAHUA onpefesieHHbIX 06beMOB UX UC-
XOAHbIX pacTBopoB (cM. 7.4.1.1 n 7.4.2.1) c oCBET/IEHHbIM SAG/IOYHBIM COKOM, KOTOPbI HE COAEPXUT onpeae-
NsAeMble aHanThbl.
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7.5.1 MNpurotosneHne rpafynpoBoYHbIX pacTBopos MAT

7.5.1.1 TMpuroTtoBneHne NpoMeXxyToyHoro pacTteopa AT maccoBoi koHueHTpauun 1000 Hr/cm3 {pac-
TBOp U-1)

1 cm3 pacteopa MAT (cm. 7.4.1.3) unn 1 cm3 cTaHgapTHOro o6pasuya coctaBa MAT MaccoBOW KOHLLEH-
Tpauum MAT 100 Mkr/cM3 NepeHOCAT B MEPHYI0 KON6y BMeCTUMOCTbio 100 cM3 1 [0BOAAT aueTOHUTPUIOM
06beM pacTBopa A0 MeTKN.

7.5.1.2 MpuroToB/ieHNE NPOMEXYTOYHOro pactsopa lMAT maccoBoi KoHueHTpauun 10 Hr/cm3 (pac-
TBOP N1-2)

1cm3pacteopa /-1 (cm. 7.5.1.1) nepeHoCAT B MEPHYI0 KoNnby BMmecTumocTbio 100 cM31 foBOAAT aueTo-
HUTPUIOM 06BEM pacTBopa [0 METKHU.

7.5.1.3 MNMpuroToBneHve rpagyMpoBOYHbIX pacTBopos MNAT

OT6MpaloT B COOTBETCTBUM € Tabnumueli 1 onpeseneHHble 06beMbl MPOMEXYTOUHbIX PACTBOPOB /r-1 1 /r-2
(cm. 7.5.1.1 n 7.5.1.2) 1 BHOCAT B MepHble KON6bl BMECTUMOCTbIO 10 cM3.

Tabnunya 1— O6beMbl pacTBOPOB /1 W 1-2 A4S NPUTOTOB/IEHNS FPaAYVPOBOYHBIX pacTBopoB MAT

HAVMEHOBHE [pamyvipoBOHHbIE PACTBOPb I
2 3 4 S B 7
O6bem pacTsopa IT-2, cM3 01 0.5 1.0 — — — —
O6bem pacTsopa /-1, cM3 — — — 01 0.2 0.5 1.0
Konunyectso BBefeHHOro MAT. Hr 1 5 10 100 200 500 1000
MaccoBas koHUeHTpauus MAT B pactBope, Hr/cm3 01 0.5 10 10 20 50 100

[Josoaat o6bem pacTBopa B K0/16aX 0 METKN OCBET/IEHHBLIM AG/I0UHLIM (MM MHBIM (PUNIbTPOBAHHBLIM) COKOM.

Cpok xpaHeHus1 rpagyvnpoBoOYHOro pacteopa npu Temnepartype 0 °C — 4 °C B CTEK/ISAHHON MEPHOW KOJI-
6e ¢ nputepToli Npo6koli — He 6onee 24 u.

7.5.2 TllpuroTtoBneHue rpafgynpoBoYHbIX pacTtsopos OTA

7.5.2.1 MpuroTtoBneHne npomMmexyToyHoro pactesopa OTA maccoBoi koHueHTpauum 200 Hr/cm3 (pac-
TBOp A-1)

1 cm3 pactBopa OTA koHueHTpauueir 5 mkr/cm3 (cMm. 7.4.2.2) KOHUEHTPUPYIOT A0 CYXOro octaTka nog,
TOKOM a30Ta Npu KOMHAaTHOW TemnepaType v HeMe[/IeHHO NepeHOCAT C NOMOLLbI0 aLleTOHUTPUIa B MEPHYIO
Kon6y BMeCTUMOCTbIO 25 cMm3.

7.5.2.2 TpuroToBneHne NpoMexyTodyHoro pacteopa OTA MaccoBoi KoHueHTpauuu 10 Hr/cm3 (pac-
TBOp A-2)

0.5 cm3 npomexyTouHoro pactsopa OTA AJ1 (cM. 7.5.2.1) nepeHOCAT B MEPHYI0 K016y BMECTUMOCTbLIO
10 cmM3 v [,0BOAAT aleTOHUTPU/IOM PacTBOp 40 METKW.

7.5.2.3 lNMpuroTtossieHne rpagympoBoyHbIX pactsopos OTA

OT6mpaloT B COOTBETCTBMMU C Tabnuuein 2 onpefeneHHble 06beMbl MPOMEXYTUYHbIX PacTBOPOB A-1 u
A-2 (cm. 7.5.2.1 1 7.5.2.2) 1 BHOCAT B MepHble KON6bl BMeCcTumMocTbio 10 cm3.

Tabnuuya 2— O6bemMbl pacTBopoB A-1 1 A-2 4511 NPUrOTOBNEHNS TPaAyVPOBOYHbIX pacTeopos OTA

I"paoyvpoBOUHbLIE PaCTBOPLI
HaviMeHoBaHVe nokasaress
1 2 3 4 S B 7
O6bem pacteopa A-2. cm3 01 0.2 0.5 10 — — —
O6bem pacteopa A-1. cm3 — — — — 0.25 0.5 10
Konuyectso BBegeHHOro OTA. Hr 1 2 5 10 50 100 200
MaccoBas KoHueHTpauys OTA B pacTBope, Hr/cm3 01 0.2 0.5 1.0 50 10 20

[oBopAT 06beM pacTBopa B konbax A0 METKM OCBET/IEHHbIM SA6/104HbIM (MM MHBIM PUNBTPOBAHHbIM)
COKOM.

[Ona nposegexusa ucnbiTaHns B BOXXX-MC/MC-cucteMy UHXeKTUpyT no 10 MM3 NPUroTOBNEHHBIX MO
7.5.1.3 un 7.5.2.3 rpagynpoBoyHbIXx pactsoposB MAT n OTA n NpoBOAAT rpagyvpoBKY COMNacHo 7.7 € yyeTom
ycnoswuii no 8.3.1.
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CpoK XxpaHeHus rpaflyupoBoYHOro pactsopa npu Temneparype 0 °C — 4 °C B CTEKNSHHOW MepHol kon6e
C nputepToit Npo6koli — He 6onee 24 u.

7.6 MoarotoBka BaXXX-MC/MC-cuctemsl

Mogrotosky BOXXX-MC/MC-cucteMbl K U3MEPEHUSM NPOBOAAT B COOTBETCTBUM C PYKOBOACTBOM (MH-
CTPyKLMeii) No akcnayaTaumm n nHpopmauvein, npusefeHHo B npunoxeHun b.

Mpwn HacTpolike pexnmMoB paboTbl Macc-CnekTpoMeTpa pekomeHayeTcsa ucnonb3osare MC/MC-napameTpbl
ANns onpefeneHnss MUKOTOKCMHOB, NPUBEAEHHbIE B NpuoxeHuu b.

Mpw 3TOM A0/IXKHBI 6bITb COBNIOAEHBI CneayoLLme YyCNoBUS:

- Temnepatypa okpyxatoLiero sosgyxa ot 20 °C go 25 °C:

- atmocchepHoe aasneHue ot 84 go 106 kMa;

- HanpsbxkeHue B anekTpoceTtun (220 £ 10) B;

- yactoTa Toka B anektpoceTu ot 49 go 51 Iy

- OTHOCUTESfIbHasA BNaXHoOCTb Bo3gyxa oT 40 % fo 80 %.

7.7 Tpapyvposka BOXXX-MC/MC-cuctemsl

pagyvpoBKy cucTeMbl pacTBOpamMu MUKOTOKCMHOB B COKax Mo 7.5 npoBofAT B COOTBETCTBUW C PYKO-
BOACTBOM (MHCTpYyKUMeid) no akcnayataunm kK BOXXX-MC/MC-cucteme 1 ¢ ydeTom ycnosuid no 8.3.1 oanH pas
B MecAl. Ha xpomartorpammax onpegenstot niaowaan nukos MAT 1 OTA v no naowagn nuka yctaHasnusa-
10T rPafynpoBOYHYI0 3aBUCUMOCTb B MHTEpBasie KOHLEeHTpauuii cornacHo 7.5. PaccuntbiBaloT KOaduLmneHT
KOPPenaunm 1 oTKNOHEHUSI PACCUUTAHHBIX 3HAYEHWUI I MacCOBOW KOHLEHTPaLuM MUKOTOKCMHOB B K0 rpa-
Z[YVPOBOYHOW TOYKe OT (DaKTUYECKOro 3Ha4YeHNs B COOTBETCTBUM C NPOLLeAYyPOi NPUroTOBEHUS TpafynpoBOY-
HbIX PacTBOPOB (CM. 7.5). [pagynpoBKy cunTaloT Npuemsiemol, ecnu KoahuLMeHT Koppensummn coctasnset
He meHee 0,999 (ans MAT) n 0,965 (ana OTA). a OTHOCUTENIbHOE OTK/IOHEHWE pacCUYMTaHHOro 3HayeHns mac-
COBOIi KOHLeHTpauuy oT akTUyeckoro 3HavyeHns He 6onee + 10 %.

BMecTo OTHOCMTENbHOr0 OTK/IOHEHUSA NPYeMNIEMOCTb TPafyvpPOBOYHON XapakTePUCTUKN MOXET ObiTb
OLeHeHa No OTHOCUTENIbHOMY CTaHAapTHOMY OTK/TOHEHMIO, KOTOPOE He JO/MKHO npeBbiwatsh 5 %.

8 lMpoBepaeHne ncnbiTaHui

8.1 SKcTpakuusa

10 cm3 (Vnp) NnpeaBapuTefibHO TlaTelbHO NepemMeLlaHHOoR COKOBOIM NPOAYKLMN BHOCAT B MPOGUPKY AN
LeHTpUdyrnpoBaHus ¢ 3aBMHUYMBAIOLLEICS KPbILLKO BMecTUMOCTbio 50 cm3. B npobupky gobasnsoT 20 cM3
aueToHuTpuna u 15 r 6e3BO4HOr0 CEPHOKMCIONO MarHnsa. CMecb VHTEHCMBHO MepeMelLnBaloT B TeyeHue
3—5 MUH BPYYHYI0 WM C NOMOLLbIO BCTpsXuBatesnd. locne nepemMelunBaHns NonyYeHHbl SKCTPaKT LeHTpu-
dyrmpytoT B TeyeHne 10 muH npu 4000—5000 06/MUH Npu KOMHATHOW TemnepaType Wi 5 MiH NpU Hannymum
LeHTpUdyru ¢ oxnaxgeHvem npu temnepatype 5 °C. Vi3mepsoT o6wmuini 06bem akcTpakTa nocne ueHTpudy-
rupoBaHus (V)-18—19 cm3 (V) aKkcTpakTa, 0TO6PaHHOr0 C MOMOLLbIO MUMETKN UV AO3MPYHOLLEro yCTPOoCTBa,
NepeHoCsT B OCTPOAOHHYI0 KONby BMECTUMOCTbIO 25 cm3. PacTBOp KOHLEHTPUPYIOT 40 CyXOro octartka nog
TOKOM a3oTa npy KOMHaTHOW TeMnepartype uav Ha pOTOPHOM vcnapuTene npu Temnepartype He 6onee 40 °C
1 HemefneHHo nepepacTtsopsaloT B 1 cm3 (Vr) aueToHnTpuna.

Mpy HaNMuYMM Ha CTEHKax cocyfa HepacTBOPVMMOI KapaMmesibHOW NJIeHKN NMPOBOAST ee paspylueHve B
yNbTPa3ByKoBOl BaHHe B TeyeHne 3—5 MuH. PacTBop nepeHocAT B Npo6upky Tuna dnneHgopd BMecTnMo-
cTbio 1.5—2.0 cm3u ueHTpndyrupytoT npm 10 000—12 000 06/MuH B TeueHne 3—5 MuH. OTOMpPaloT BEPXHWIA
CNo 1 UNbLTPYIOT Yepe3 MUKPOUALTP ¢ pasmepamu nop 0,2—0.4 MKM HenocpeACTBEHHO B MUKPOMPOGUPKY
BMecTMMOCTblo 100—400 mMm3. 4ns nposedeHus ucnbitaHusa B BOXXX-MC/MC-cuctemy nHxektnpytot 10 mm3
NPVroTOB/IEHHOM NPO6bI.

8.2 MpuroTtoBiieHne NPob6bl N3 KOHLEHTPUPOBAHHbIX NPOAYKTOB

KOHUeHTpupoBaHHbIe COKM (Mope) BOCCTaHaBMBAaOT BOLOM [0 MUHUMAbHOIO YPOBHSA PacTBOPUMBIX
CYXUX BeLLEecTB, NPeayCMOTPEHHOTO HOPMATUBHBLIMU AOKYMEHTaMWN Ha KOHKPETHbIW BWA COKOBOW NPOAYKLUW.
KOHLeHTpMpOBaHHY0 COKOBYIO NPOAYKLMNIO, MAHUMASIbHbIE YPOBHM PACTBOPUMbIX CYXWX BELLEeCTB A1 KOTO-
poil He NpefyCMOTPEHbI, BOCCTaHaBNMBAOT 6UAMCTUNNNPOBAHHOW BOAON A0 COfAepxXaHusa pacTBOPUMbIX Cy-
xux Beuwects 11,2 %. CofepxaHve pacTBOPUMbIX CyXuX BeLecTs KOHTponupytT no FOCT 29030.

DKCTpakKL M0 BOCCTAHOB/IEHHbLIX NPO6 nNpoBoaAT no 8.1.
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8.3 [lpoBeaeHne n3mepeHunii

8.3.1 O6wume ycnosus

VIHXeKL Mo NoAroToBNEHHbIX M0 8.1 Npo6 v rpagynpoBOYHbIX PACTBOPOB NPOBOAAT B BbIOGPaHHON nocre-
poBaTenbHocTU. Hanbonee pacnpocTpaHeH cnocob, Korga MHXEeKUWsA rpagyupoBOYHbIX PacTBOPOB HaYMHaeT
1 3aBepLUaeT CEPUI0 UHXeKUUI Npob.

B3XXX-MC/MC-cuctema gomkHa 6bITb HacTpoeHa Ha pexum SRM c nepexogamu, obecneunsatoLyMm
CenekTMBHOE feTeKTMpoBaHWe aHann3upyeMbiX MUKOTOKCUMHOB. BpemeHa yaepxuBaHua W nNaowwagn NnkoB
onpefensioT ¢ NoOMOLLbIO NPOrpaMMHOro obecnevyeHus AN perucTpauun u pacyeta pesynbTaToB aHanusa,
npunaraemoro Kk BOXXX-MC/MC-cucteme. Mpumepbl BOXXXYMC/MC-cuctem, ycnoBusi pasgeneHns n macc-
CNeKTPOMETPMYECKOro AeTEKTVPOBAHNA NpUBEAEHbI B NpunoxeHun b.

McnbiTaHnsa npo6 NpoBoAAT B YCNOBUAX MOBTOPSAEMOCTH A1 ABYX napannesfbHbIX onpegeneHnin B cooT-
BeTcTBUM ¢ TOCT NCO 5725-1—2003 (nogpasgen 3.14) n FOCT NCO 5725-2.

8.3.2 geHTudnkaumss MMKOTOKCUHOB

Ana naeHTudmkauum MUKOTOKCMHOB BPEMEHAa YAEPXMBaHWA, NOJlyYeHHble Ha pacTBopax npob, cpas-
HMBAIOT CO BPEMEHEM YAEepXMBaHUS COOTBETCTBYIOLMX MUKOTOKCUHOB U3 rPafyvpoBOYHbIX PacTBOpoB. 15
noATBEPXAEHNSA NPUCYTCTBUSA MUKOTOKCUHOB NMPOBOAAT CPaBHEHWE COOTHOLLEHUS UHTEHCUBHOCTEN CUrHaI0B
13 NepBoro 1 BTOPOro m/z-nepexofa C COOTHOLEHNEM UHTEHCUBHOCTEN CUTHaN0B MUKOTOKCUHOB U3 rpagdyw-
POBOYHBIX pacTBOPOB.

COOTHOLLEHME NMKOB AN5 0AHOr0 MUKOTOKCHMHA He [O/MKHO oTMyaTbes 6onee yem Ha 20 % oT oxunpaae-
MOFO COOTHOLLUEHNA WHTEHCUBHOCTEN CUTHAMOB.

9 O6paboTka 1 opopmMaeHNe pe3ynbTaTOB UCNbITaAHUA

9.1 KonuuyecTBeHHOe onpejeneHue

KonvnuyecTBeHHOe onpeaesieHne MUKOTOKCUHOB B MHXEKTMPOBAHHOM 06beMe NMPUrOTOB/IEHHOIO 3KCTpak-
Ta (cm. 8.1) NpoBOAAT MyTEM CpaBHEHMA naowaau (UNu BbICOTbI) MMKA MUKOTOKCUMMA C COOTBETCTBYIOLLEN
rpaslyvpoBOYHOl XapakTepUCTUKON 415 AaHHOTO MUKOTOKCUHA.

MaccoByl0 KOHLEHTpaLuio MUKOTOKCMHOB B WCMbITyeMoi npoaykuun C. MKr/gm3. paccuutbiBaloT Mo
thopmyne

roe 1000 — koadpchmumeHT nepeBoga U3 KyGMyeckux CaHTUMETPOB B Kybuyeckme geummeTpbl:
M — KOHUEeHTpaumsa MUKOTOKCUHA B 06beMe akcTpakTa 10 MM3, MHXeKTupoBaHHOM B BOXXX-MC/MC-
cuctemy. onpefenieHHoe Mo rpagynpoBOYHON 3aBUCUMOCTH, Hr;
Vt — 06beM aueToHUTPWIa, B KOTOPOM Obll NepepacTBOPEH 3KCTPaKT NOC/e KOHLEHTPUPOBaHUs, cM3;
V — 06LWwuii 06beM 3KCTpakTa, M3 KOTOPOro OTOMpaeTca ANA KOHLEHTPMPOBaHNA 06beM W cm3;
V*H* — 06bem npobbl, BBEAEHHLIN B xpomaTorpad (¥Ya” 10 mm3), Mm3;

Vhp — 06bem npobbl COKOBOW MpoAyKUuuW, B3ATOW AN UCMbITAHWSA, CM3;

V — 06beMm 3KCTpakTa, 0TO6paHHbI A5 KOHLEHTPUPOBaHUS, CM3.
Mpy pacueTe KONMYECTBA MUKOTOKCMHOB B KOHLLEHTPUPOBAHHON COKOBOM MPOAYKLWU YUUTHIBAKOT CTe-
neHb ee pa3baseHns BOAOI cornacHo 8.2.
3a pesynbTaT M3MEpeHWii MpYHUMaloT cpefHeapuMeTuyeckoe pesynbTaToB TPeX napasinesibHbIX
onpefeneHuit, ECY BbINOHSAETCA YCOBUE NPUEMIEMOCTH

3 ... S| (4)
K 1 HATI2+*M3)

rae wnVBKC yimm — MakcrMasibHOe U MUHUMasIbHOE 3HaYeHUs U3 NOMyYeHHbIX TPpeX pesynbTaTtoB napas-
NenbHbIX onpegeneHnin, Mkr/gm3;
*ym, wn2. wn3 — pe3ynbTaTbl TpeX napannesibHbix onpeaeneHunii, Mkr/am3,
CR09 — 3HauyeHue Kputuyeckoro guanasoHa. %.
PacxoxaeHvne mexay Tpems napannenbHbiMy onpegenenmamu (B NpoUeHTax OT CpefHero 3HayeHus),
BbIMO/IHEHHBLIMU B OAHON nabopaTopun, He AO/KHO NpeBblWaTtb Npegena NOBTOPSAEMOCTM (CXOAMMOCTM)
C/?095, paBHoro 3.6 S, npu BeposTHocTu P = 0,95. MNpu cobngeHnn 3Toro yCcrioBUS 3a OKOHYaTesbHbIl
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pe3ynbTaT U3MepeHnUs NpUHUMAalOT cpegHeapugMeTnyYeckoe 3HauyeHue Tpex napannenbHbIX onpeaeneHuii,
oKpyrneHHoe [1o TpeTbero 4ecATUYHOro 3Haka.

Pe3ynbTartbl U3MepeHUii perMcTpupytoT B NpoTokosie B cooTBeTcTBuU ¢ MTOCT ISO/1EC 17025.

9.2 B cnyyae, ecnv nofyYeHHbI pe3ynbTaT NokasbiBaeT, YTO cOoAepXaHue MUKOTOKCMHA NpeBbillaeT
BEPXHIOK rpaHuLy Anana3oHa rpagynpoBOYHOM 3aBUCMMOCTU, NOAroTaBAMBAKOT HOBYIO Npoby, yBennuneas ee
pa3baBneHne BOJON, 1 MPOBOAAT NOBTOPHOE U3MEPEHME.

10 MeTponoruyeckme xapakTepmcTuku

MeTposnornyeckme xapakrepuctukn metoga ansa MNAT n OTA COOTBETCTBYIOT YCNOBUAM, NPUBEAEHHbIM
B Tabnuue 3.

Tab6nunya 3 — lNMokasatenu npeymsnoHHocT metoga BOXKX-MC/MC

OTHOCUTENbHOE CTaHgapTHoe OTHocUTENbHOE CTaHAapTHoe

1anasoH 13mepeHuii, Mkr/agm3
A P A OTK/IOHEHMe NoBTOpsieMoCTH St % OTK/IOHEHVe BOCMPOM3BOAMMOCTU SR, %

Mpu onpepeneHun MNAT (He 6onee)

<20 30 AO
20—50 20 30
>50 15 25

Mpwu onpegenenun OTA (He 6onee)

<1 40 60
1—10 20 30
> 10 15 20

Mpepensl o6HapyxeHus MAT n OTA B npo6ax COKoBOI npoAaykuun coctaBnsaT: LOD — 0,03 mkr/gm3,
LOQ — 0,1 mkr/gm3.

11 KoHTpO/Ib KayecTBa pe3ynbTaToB U3MeEpPEHMUI

KOHTpo/b NokasaTteneii kauecTsa pesynbTaToB U3MEPEHWiA B naGopaTopum npegycmaTpuBaeT nposee-
HUE KOHTPO/S CTabWUbHOCTU Pe3y/ibTaToB U3MEPEHUI ¢ UCNONb30BaHMEM NPOBEPKU CTabUIbLHOCTU cpeaHe-
KBafpaTMyeckoro (CTaHZapTHOr0) OTKMOHEHWSI MPOMEXYTOUYHON Mpeun3MoHHOCTU. MNpoBepKy cTabunbHOCTH
OCYLLECTBASAIOT C NPUMEHEHUEM KOHTPOJIbHBLIX KapT LlyxapTa. MNeproAnyHOCTb KOHTPOS cTabuIbHOCTU pe-
3y/IbTATOB BbINO/HAEMbIX U3MEPEHUI PernaMeHTUPYT BO BHYTPUNA60paTOPHbLIX 4OKYMEHTaX CUCTeMbl Kade-
cTBa. Mpu Hey[0BNETBOPUTESIbHBLIX Pe3ynbTaTax KOHTPO/IS, Hanpyumep Npu NPeBbILIEHUN Npejena AelicTBus
WK PErynsipHOM NpeBbILEHUN Npeaena npeaynpexaeHnsl, BbIACHAT NPUUMHbI 3TUX OTK/IOHEHWIA, B TOM YMC-
/e NPOBOAAT CMEHY PeakTUBOB, NPOBEPSIIOT PaGOTy onepaTopa.

12 Tpeb6oBaHus 6e3onacHoCTuU

Mpy npoBeAeHWN n3MepeHuii cnegyeT cobnogaTb TpeboBaHNs:

- anekTpo6e3onacHoctn B cooTBeTcTBMM ¢ TOCT 12.1.019 n TexHW4YecKoil AOKyMeHTauuu Ha
B3XXX-MC/MC-cuctemy;

- B3pbIBO6GE30nacHocTu B cootBeTcTBMM ¢ FTOCT 12.1.010;

- moxapHoW 6e3onacHocTn B cooTBeTcTBMM ¢ TOCT 12.1.004;

- 6esonacHocTu npu paboTe ¢ BpegHbIMK BelwecTBamMu B cootBeTcTBumn ¢ FOCT 12.1.007.

BHVMAHWE! Mpu pa6oTe ¢ MUKOTOKCUHaMu crnefyeT yuntbiBatb, 4To MAT n OTA 061a4at0T CUbHBbIMU
TOKCMYECKNMMN CBONCTBAMU C BbIpaXXeHHbIM HEPOTOKCUYECKUM. UMMYHOTOKCUYECKAM, TepPaTOreHHbIM U re-
HOTOKcuyeckum gelictememM. CornacHo knaccudukaumm IARC OTA 0THOCUTCA K NOTEHLMaNbHO OnacHbIM Ans
yesioBeka KaHLieporeHHbIM BelecTsam (rpynna 2B). MNpu paboTe ¢ MUKOTOKCMHaMK HeobxoAuMo cobnojaTb
noBbIWEHHbIE Mepbl 6e3onacHocTH. MepcoHan nabopaTtopun AOMKEH HOCUTL 3aLlLUTHYIO 04Xy, B TOM uncne
3alMTHYI0 Macky, nepyaTku 1 o4yku. Bce onepauumn ¢ MUKOTOKCMHaMV NPOBOAAT B BbITSXHOM LiKadyy. Mocne
3aBepLUeHns paboT MCNosb30BaHHY0 N1abopaTopHy Nocyay 1 OTX0Abl NoABepraT feakTusauuu.



FOCT 32835—2014

MpunoxeHne A
(o6sa3aTenbHoe)

MoBepka cnekTpothoToMeTpa U onpejesieHne nonpaBoyHoro koagduuneHta CF
NS pacyeTa MacCOBbIX KOHLEHTpauuit MUKOTOKCMHOB B CTaHAAaPTHbLIX pacTBopax

A.1 nsa onpefeneHns MaccoBblX KOHLEHTpaunii MMKOTOKCMHOB B UCXOAHbIX pacTtBopax (cm. 7.4.1.1 n 7.4.2.1) unc-
nonb3ylT cNeKTpothoTOMETP, NPUFOAHbBIV NS U3MEPEHUS ONTUYECKO NI0THOCTU PacTBOPOB B KBapLEBOi KloBere ¢ An-
HOW onTuyeckoro Nyt 1cm B nHTepsasne AAnH BOAH oT 200 fo 400 HM.

Kannbposky cnektpooToMeTpa NpoBOAAT CieAyowmumMm 06pas3om.

M3mepsalT onTuyeckyo NI0THOCTb A Tpex pacTBOpoB guxpomata kanus (KgC~O?} B cepHoit kucnote (H2S04) —
0,25; 0.125 1 0.0625 mmanb/gmM3 B MakcuMasibHO ToUke NOrnolweHns (ganHa BofHbl 0kono 350 HM), ©cnonb3ys B Kade-
CTBE KOHTPO/IA pacTBOp CepHoii kncnoTbl (H2S 04) koHueHTpauny 0.009 mmonbl'am3.

3aTeM paccuuTbiBAOT 3HAYeHWEe MONAPHOro KoapdrumeHTa onNTMYeckol NIOTHOCTU e, M2/MOSb, ANS KAXAON KOH-
LeHTpauumn guxpomarta Kanus no gopmyne

n 1000 ‘ (A1)
Cc
rae A — n3MepeHHoe 3HayeHue ONTUYEeCcKol NJOTHOCTU pacTBopa guxpomarta Kaivus B CEPHON KucnoTe s cooTBeT-
cTBylOL el KoHLeHTpauun, ea. Orl;
C — KOHUeHTpauusa pacTeopa guxpomaTa Kanus B CEPHOI kucnote, MMosnb/am3.

Ecnu pasHuua mexgy Tpems Nosiy4eHHbIMU 3HAYEHUSIMU e BbIXOAMT 3a Npejesibl rapaHTUPOBAHHOIO MHTepBasna
TOYHOCTW M3MEPEHMWIt ONTUYECKO NAOTHOCTU A, TO HEOOXOAMMO MPOBEPUTL NPOLEeAYPY BbINOMIHEHNA KanMbpoBKM Wan
obopypoBaHune. PaccunTbiBaloT cpefHeapudMeTHecKoe 3HaYEHNE e.

OnpegensaloT NonpaBoyHbIi KoadduumeHT CF (6e3pa3mMepHas BeNMynHa) 419 KOHKPEeTHOro obopyaoBaHus (cnek-
TpodoTOMeTpa U KIOBET) N0 hopmyne

of=2C!" (A-2)

rae 3160 — xapakTepHoe 3HayeHne MOMAPHOro Ko3aduLMeHTa oNnTMYecKoil NIOTHOCTW ANS PacTBOPOB Auxpomara ka-
nnsa (K2Cr20 7), m2/monb:
e — MOJISIPHbIA KO3 PULMEHT ONTUYECKO NNOTHOCTU, paccumTaHHblil No chopmyne (A.1). MKMOb.
Ecnv nonyyeHHoe 3HayeHve nonpaBoyHOro koadduuyneHta CF meHee 0.95 nnmn 6onee 1.05. To ANs ycTpaHeHus
OTKNOHEHW1 Heob6XxoAMMO NPOBEPUTL NPOLEeAYPY BbINOHEHUA KaNMGPOBKKU UM 060pyfoBaHne (AN KannbpoBKM U Npo-
BEPKM YNCTOTbI MCMOML3YIOT OAWH 1 TOT Xe Habop kioseT) (1)—[3].
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Mpunoxexne b
(cnpaBoyHOE)

Mpumepbl B3XXX-MC/MC-crctem gnsa onpegenieHns MUMKOTOKCMHOB B cOKax
W ApYroii COKOBOWN npoaykumnml

B.1 BOXXX-MC/MC-cuctema Ne 1

AnnapaTHasa nnatgopma: Varian 320-MS LC/MS/MS.
VIOHHBbIi NICTOYHUK: MOHMU3aLUs B anekTpocnpee [ESI).
CucTtema nogaum pactsoputeneit: Varian Prostar 210.
ABTOMaTU4eckuii nogatumk npob: Varian Prostar 430.

Xpomatorpaduueckan konoHka: Polaris C-18A c pasmepom 3epHa copbeHTa 5 MKM. A/1MHON 150 MM. BHYTPEHHUM

anameTtpom 3.0 Mm.
MopasuxHas tasa A: cm. 7.2.1.
MopasuxHan asa b: cm. 7.2.2.
TemnepaTypa xpomatorpadmuyeckoi KOSIOHKN: KOMHaTHas.
O6beM MHXeKLMn Npobbl: 10 MmM3.
CKopoCTb NOABWXHOI thasbl U rpafneHT npuseaeHsl B Tabnuue b. 1.

Ta6nunuya b.1 — CKopocTb NOABWXKHON hasbl 1 rpagueHT

CKOpOCTb NOABWMXHOMI (hasbl.

Bpems, MuH M NoasuxHas dasa A. % MoasuxHas dasa B. %
00,00 0.285 100 0
25.00 0.285 15 85
25.01 0.400 100 0
35.00 0.400 100 0

MapaMeTpbl HACTPOVKM MOHHOTO NCTOYHMKA W 06LLMe NapamMeTpbl Macc-CnekTpoMeTpa nNpuBeseHsbl B Tabnuue b.2.

Ta6bnuua b.2— MNapameTpbl HACTPOWKN MOHHOTO NCTOYHMKA U O6LLME NapaMeTpbl Macc-cnekTpomeTpa

MapameTpbl 3HauyeHune
Pexum noHnsaumm ESI (NO3VUTUBHbIV NN HEraTUBHbIN)
KONnn3noHHsbIii ras AproH (1.8 mTopp)
PacnbinnTtenbHblii ras (61), kMa 346
BcnomoratenbHslii ra3 (G2). kMa 207
Hanps»eHne MoHHOro pacnbineHuns, B 4500
Temnepartypa G2. °C 250
Kanunnsp Pexum ckaHupoBaHus (cMm. Tabnauuy A.3)
3awwrta (shield). B 600
[JeTtektop. B 1900
LWnpuHa SIM (cenekTuBHOE AeTekTUpoBaHue U36paHHbIX 0.7

VNOHOB), a. e. M.

Mpumepbl MC/MC-napameTpoB 4151 onpejefieHnsi MUKOTOKCUHOB NpuBefeHbl B Tabnuue B.3.

[aHHble NpuMepbl SIBAAIOTCS PEKOMEHAYEMbIMW U NPUBeAeHbl 415 YA06CTBA NoMb30BaTeNell HaCTOSALero cTaH-

fapra.
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Ta6nunya b.3 — MNpumepbl MC/MC-napameTpoB AN onpefeneHns MMKOTOKCUHOB

MUKOTOK- Ksasumo- 108 01 Kanunnsip rlepesti SRM Bropoit SRM 35%%'\;'2(14
UMb MoHwnsauus JIeKynap- (awm| Vi Macca 03 OHeprus Macca 03 OHepLus Ildwoll
VbIA OH (atn) konmaum Vo (amu) Ko V. gime), ¢
NAT ESI- [M-H}- 153.1 40 108.9 7.00 81.00 10,0 0,3
OTA ESI- [M-H1- 402.7 70 358.0 18.5 167.0 34.0 0,3

B.2 [jonyckaeTcA MCNO/b30BaHue APYrux aHanutuyecknx cuctem BIXKX-MC/MC n cnoco60B noAroToBku npoo,
Haxogawmxca B npogaxe, Hanpumep Agilent 1260 Infinity Binary LC or 1290 Infinity LC system. Agilent 6400 Series
Triple Quadruple LC-MS system. Agilent SampliQ QUEChERS AOAC Extraction kit. p/n 5982-5755. Agilent SampliQ
QUEChERS AOAC Dispersive SPE kits for Highly Pigmented Fruits and Vegetables. p/n 5982-5321 (2 ml) and p/n 5982-5356
(15 ml)2). Cuctembl 418 NOArOTOBKM NPO6 1 NPOBEAEHUS aHA/IMTUYECKOTO N3MepeHns [O/MKHbI obecneunsaTtb cobnoge-
Hue ycnoBwuii onpeaeneHusi, yCTaHOB/IEHHbIX HACTOALWMM cTaHfapTom [5]1—([7].

Macc-cnekTpbl, nosiydeHHble Ha BAXX-MC/MC-cncteme cornacHo BbllienpuBEAEeHHbIM NpuMepam onpejeneHus
MWKOTOKCMHOB, NpuBefeHbl Ha pucyHkax b.1 n b.2.

T TQUS pE&mIlSOCO-a00flOI n
n B> U OJIHOEe CKaHnpo3aHue

bl

10776

o3 I™*»

J ]-I 'l & ” fC—G#]l 7M» M122 W 3» 47133 405 S3 44133
D gl

Pexum MC/MC [rllr 153)

11 flaHHan vHopMauus ABNsSeTCs pekoMeHAyeMoi 1 npuBejeHa As ya06CTBa Nosb3oBaTesnieli HACTOSALLEro CTaH-
napra.
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