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MNpegncnosne

Llenn, oCHOBHble MPUHUMMNbI Y OCHOBHOI MOPSiAOK NpoBeAeHUss paboT MO MeXrocyAapCTBEHHON CTaH-
fapTtusaunm yctaHosneHsl B FOCT 1.0—2015 «MexrocygapctBeHHasa cuctema craHgaptmsaumn. OCHOBHble
nonoxexua» n FOCT 1.2—2015 «MexrocyfapcTseHHas cuctema ctaHgaptusauun. CtaHgaptel Mexrocygap-
CTBEHHbIE, MpaBuia U pekoMeHAaumy No MeXrocyaapcTBeHHOW cTaHgapTusaumn. Mpasuna paspaboTku, npu-
HATWSA. 0GHOBIEHUS N OTMEHbI»

CeefileHns o cTaHgapTe

1 NOArOTOBJ/IEH PecnybnukaHCKUM YHUTapHbIM npeanpusatneM «benopycckuini rocyfapcTBeHHbIi
WHCTUTYT MeTponorun» (benlIM) Ha ocHoBe COBGCTBEHHOrO NepeBofa Ha PYCCKWI A3bIK aHr10583bIYHOW Bep-
CUN MexayHapoAHoro ctaHgapTa, ykasaHHoro B nyHkre 5

2 BHECEH locygapcTBeHHbIM KOMUTETOM MO cTaHgapTusaumm Pecnybnvku Benapych

3 MPUHAT MexrocyaapCTBEHHbIM COBETOM MO CTaHAapTu3auumn, MeTponorum n ceptudmkanmm (npo-
TOKON OT 14 Hos6psa 2013 1. N» 44-2013)

3a NpuHATME NPOrosI0CoBasIn:

KpaTKOe HanMeHoBaHuUe CTpaHbl KOA CTpaHsbl Mo MK COKpaLI.teHHOe HanmMeHOBaHWe HaynoHanbHONo opraHa
no MK(MCO 3166)004-97 <MCO318B)0<M~97 no ctaHgapTusayum
ApmeHusa AM MWuH3KoHOMMKN Pecny6nkn ApMmerns
Benapycb BY locctaHgapt Pecny6nvkvn Benapycb
Kuprususa KG KbipreisctaHgapt
Mongosa MD Mongosa-CtaHgapt
Poccusa RU PoccTtaHgapt
TagknkucTaH T TamkukcTaHgapT

4 Tlpukaszom defepasibHOro areHTCTBa no TeXHUYECKOMY PerysimpoBaHunio U MeTposiornn oT 23 asrycra
2016 r. Ne 936-CcT MexrocyaapcTBeHHbIi ctaHaapT FOCT 1ISO 3890-2—2013 BBeAeH B AeiicTBUE B kayecTBe
HaLMoHanbHOro ctaHgapTta Poccuiickoin ®epepaunmn ¢ 1 nona 2017 1.

5 HacTosawmii ctaHfapT WAEHTUYEH MeXAyHapogHoMy cTaHgapTy ISO 3890-2:2009/IDF 75-2:2009
«MOMOKO M MOJIOYHbIE MPOAYKTbl. OnpefeneHne OCTaTOYHOrO COAEPXaHWA X0POPraHUYyeckux coepuHe-
HWin (necTuumaoB). Yactb 2. MeTodbl O4MCTKM 3KcTpakTa u noarBepxaeHue» («Milk and milk products —
Determination of residues of organochlorine compounds (pesticides) — Part 2: Test methods for crude extract
purification and confirmation», IDT).

MexzayHapoaHblli cTaHAapT paspabotaH nogkomutetom SC 5 «MOMOKO 1 MOJIOYHbIE NPOAYKTbI» TeXHU-
yeckoro komuteTa ISO/TC 34 «[MpofyKTbl NULLEBLIE CENbCKOXO3ANCTBEHHbIE» MexAyHapoaHOo opraHu3auum
no ctaHgapTusauun (1ISO) n MexayHapoAHoI MonoyHoli cheaepauuein (IDF).

OdhmumanibHble 3K3eMNIApbl MeXAyHapoAHOro craHjapTa, Ha OCHOBE KOTOPOro NoAroTOB/EH HACTO-
AWM TOCYAAPCTBEHHBIA CTaHAAPT, U MeXAyHapoAHbIX CTaHAapTOB, Ha KOTOPble AaHbl CChIIKA, UMEKTCS B
defepanbHOM areHTCTBE N0 TEXHNYECKOMY PerysimpoBaHvio 1 MeTposIoruu.

Mpu NpUMeHeHUN HacTOosILLEero cTaHjapTa pekoMeHAyeTCs UCM0/b30BaTb BMECTO CCbIIOYHOTO Mexay-
HapoAHOro ctaHAapTa COOTBETCTBYIOLMI €My MEXrocyAapCTBEHHbI cTaHAapT, CBeAeHNA O KOTOPOM npuBe-
[eHbl B AONO/THNTENBHOM NPUIOXeHUn JA

6 BBE/JEH BIMNEPBbIE
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WNHdopmaumsa 06 nsMeHeHnax K HacTosALeMy cTaHfapTy Nny6aMkyeTcs B eXerogHoM nHopMaLmnoH-
HOM ykasaTene «HaunoHaslbHble CTaHAapPThl», @ TEeKCT W3MEHEHWA U NONPaBOK — B €XEeMEeCAYHOM WUH-
hopmaLnoHHOM yKasaTene «HaunoHanbHble CTaHAapThi». B cnyyas nepecMoTpa (3aMeHbl) UM OTMeHbI
HacTosLWero craHfapTa CooTBeTCTBYLWee yBefom/eHe OyaeT onyb/IMKOBaHO B €XeMeCAYHOM WH-
opmaunoHHOM ykasaTene «HaunmoHanbHble cTaHgapTbl». COOTBeTCTBYHLWAas UHpopmauus, yseLom-
NleHne 1 TeKCTbl pasMeLialnTCcsa Takke B MHPOPMALMOHHON cucTeme obLiero nonb3oBaHnsa — Ha odu-
UunanbHoM caliTe ®eaepasbHOro areHTCTBa N0 TEeXHNYECKOMY PeryanpoBaHuio U MeTposornum B ceTu
NHTepHeT (Www.gost.ru)

© CrtaHpapTuHdopMm. 2016

B Poccuiickoli ®efepayuy HaCToOSWMIA CTaHAAPT HE MOXET GbITb MOSIHOCTHIO U/IM YACTUYHO BOCMPOU3-
BeAeH. TUPaXMPOBaH M pacnpocTpaHeH B KAYeCTBe OULMaNIbHOTO n3gaHus 6e3 paspelleHns deaepanbHoro
areHTCcTBa Mo TEXHUYECKOMY PerynnpoBaHuio U MeTposiorm
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BBepeHve

MexgayHapogaHblli ctaHgapTt 1ISO 3890/IDF 75 cocTouT U3 crieAyoLmx YacTein nog o6LmmM 3aro/ioBKOM
«MO/I0KO 1 MOJIOYHbIE NPOAYKTLI. OnpefeneHne oCTaTOYHOrO COfEepPXaHWsa X10POPraHnyecknx coeanHeHui
(necTnumpoB)»:

- yacTb 1. O6LWue NOMoOXEHNS N METObl SKCTPaKLUK:

- yacTb 2. MeToAbl OUYMNCTKM SKCTPaKTa 1 NOATBEPXKAEHME.
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M E X T OCUY A4 APCTUBEHH®bB 7 CTAHAAPT

MOJIOKO N MOJIOYHbIE MPOAYKTbI
OnpegenexHne oCTaTOYHOTO COAEPXXaHNA X/IOPOPraHNyeCcKuX coeAuHeHnii (nectTuunaos)
YacTb 2
MeTozbl O4MCTKM IKCTPaKTa U NOATBEPXAeHVe

Milk and milk products.
Determination of residues of organochlorine compounds (pesticides). Part 2:
Test methods for crude extract purification and confirmation

Jata BBefeHus — 2017—07—01

NPEAYNPEXAEHWE — lMNprMeHeHue HacTOsWero craHgapta MoOXeT O6biTb CBS3aHO C MCMOJb-
30BaHMEM OMnacHbIX maTtepuanoB, onepaunini 1 o6opypoBaHusa. HactoAwmii ctaHgapT HO onpegensieT
BCe npob6sieMbl 6€30MacHOCTU, CBA3aHHble C ero npumeHeHuem. MNMonb3oBaTesb AO/KEH YCTAaHOBUTb
caHMTapHO-TUrneHnyeckme TpeboBaHua n onpeaennuTb NPUMEHEHME Perynpylowmnx orpaHnyeHnin go
Hayana nx Ucnosib30BaHus.

1 O6nacTb NpPUMEHEHMNS

HacToswwii ctaHgapT ycTaHaBIMBaeT MeTOAbl OYMCTKM SKCTPAKTOB, NOSlyYEHHbIX MeTogamu, OnucaH-
HbiMK B ISO 3890-1/IDF 75-1. B HacTosiLLeM cTaHAapTe Takke nNpuBeAeHbl pekoMeHAyeMble MeToAbl onpeje-
NIeHVA 0CTaTOYHOro CoAepXaHNsa X10POPraHNyYecknx CoefUHEHN B MOIOKE N MOJIOYHBIX MPOAYyKTax, a Takke
noAreepxjatoLine TecTbl U NpoLeaypbl OUNCTKN.

2 HopmaTtunBHbIe CCbISIKA

B HacTosem cTaHAapTe UCMO0/b30BaHbl CChIJIKM HA MEXroCyfapCTBeHHble CTaHAapThl, KOTOpble ABNA-
t0TCs 0653aTeNlbHbIMU. [N 4aTUPOBaHHbIX CCbI/TOK MPUMEHSIIOT TOMTbKO yka3aHHoe n3jaHue. na Hepatupo-
BaHHbIX CCbI/IOK MPUMEHSAIOT NocneAHee U3faHne CCbIIOYHOTo CTaHaapTa (BK/IYas BCe ero U3MeHeHus:

ISO 3890-1/IDF 75-1:2009 Milk and milk products. Determination of residues of organochlorine
compounds (pesticides). Part 1: General considerations and extraction methods (Mon0Ko 1 Mono4Hble npo-
AykTbl. OnpefeneHne ocTaTKoOB X/I0POPraHnyecknx coegunHerunii (nectuumgos). Yacte 1. O6Lme nonoxeHus
N MeToAbl IKCTpaKLuumn)

3 MeTtoz A. XXNAKOCTb-XNAKOCTHOE pa3jesieHne aLeTOHUTPUIIOM N OUUCTKa
Ha konoHke c Florisill

3.1 CywHocTb MeToga

(Cm. cebinky [3]).
XnopopraHnyeckne coefuHeHUss BMECTe C XUPOM IKCTParvpyloT u3 npoodbl, NPpUMEHAs OAWH U3 MeTo-
[0B. onucaHHbIX B ISO 3890-1/IDF 75-1. 3KCTpakT BbiNapusaloT NOYTK fOCYyXa, 3aTeM NMOBTOPHO PacTBOPAOT

11 Fkxisil (Hanpumep, ot Floridil Co) — 3To npumep usgenuii, nmetowmxcs B npogaxe. [aHHas vHdopmauus npu-
BefieHa A1a ya06cTBa nosib3osaresiell HacTosLLEro cTaHaapTa.

MN3paHue ouymansHoe
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B NETPONEiMOM 3hUPE U X/IOPOPraHNYeckne coeanHEHNS BbIAENAIOT C NOMOLLbI0 aleToHnTpuna. Mocne cme-
LUMBAHUS aLEeTOHMTPUNa ¢ 6OMbLIUM KOMMYECTBOM BOAbl X/I0pPOpraHnyeckme CoeAvHEHUs BblAENsIT C No-
MOLLbI0 NeTposieitHoro achmpa. JaHHyto opraHmyeckyto hasy ouuLLalT XpoMaTorpagMpoBaHNeM Ha KOMIOHKe
¢ Florisil. icnonb3ys neTponeiiHblii achmp/AnaTnnoBbIi 3hnp B KAYECTBE I/OMPYHOLLETO pacTBOpPUTENS. INio-
aTbl KOHLEHTPUPYIOT U 3aTeM aHa/IM3UPYIOT METOAOM ras3oXMAKOCTHOW xpomatorpacpum (MKX). Ons cbipa
MCMOMb3YHOT cneunasbHbIi MeTos.

3.2 Peaktusbl

MprYMEHAT peakTBbl TONbKO YCTAHOBIEHHON aHaNNTUYECKOW KBasMdmkaLumum, ecnm He yCTaHOB/IEHO
VHOe, a Takke AUCTUNNVPOBAHHYIO UM AeMUHEePasIM30BaHHY0 BOLY WN BOAY 3KBUBAIEHTHOW YNCTOTHI.

3.2.1 MeTponeliHblii achup ¢ TemnepaTypoit kuneuust B gunanasoHe ot 40 go 60 °C. MeperoHsAT Hag
TMOPOKCUAOM Kanus Uan rmApoKkCUAOoM HaTpusi B rpaHynax.

3.2.2 AueTtoHuTtpun (CH3CN), HacbIWweHHbI neTponeliHbiM 3chupom.

[ns ouncTtkm cmewmBarT 4 agM3 aueToHUTpUia ¢ 1 cm3 opTodhochopHoii KucnoTbl 1 30 T NEHToKCMAaa
dochopa B cTeKNAHHON Konbe ¢ KpyribiM AHOM. [Jo6aBNAIOT CTEKIAHHbIE LIAPUKA U NEePEeroHAT npy TeMmne-
patype ot 81 o 82 °C (Temnepartypa He fo/kHa npeBbiwartb 82 °C).

OuNLLEHHbIN aLeTOHUTPUA CMELUMBAIOT C NETPONEliHbIM 3(INPOM Mepes caMbiM HavasioM ¢hasbl pas-
fenexus.

3.2.3 Anatunossbiii acup (C2H50C2H5), He coaepXxalymini NepoKCUa0B.

MeperoHsAT 1 CTAbUNN3NPYIOT, NCNOJb3YSA 2-MPOLLEHTHbIA N0 06beMY YKCTbIN 3TaHon (C2H50H).

3.2.4 Snoupyowmii pacteopuTesib A; cMechb AM3TUN0BOro admpa (3.2.3) n netponeiiHoro agupa (3.2.1)
(6 : 94 no o6bemy). O6e3BoxnBaloT 10—25 r 6e3BoAHOrO cynbaTa HaTpus (3.2.6).

3.2.5 Snoupytowwmii pacTBoputenb B: cmech AnaTnnosoro acupa (3.2.3) u netponeiHoro acgmpa (3.2.1)
(15 : 85 no o6bemy). O6e3BoxmBatoT 10—25 r 6e3Bo4HOr0 cynbdara Hatpus (3.2.6).

3.2.6 Cynbdpat HaTpusa (Na2S 04) rpaHyMpoBaHHbIA, 6€3BOAHBIN.

HarpesatoT npu TemnepaTtype (500 + 25) CC B TeueHue 4 4. OxnaxaarT 1 XpaHST B CTEKIAHHON nocyae
C NpUTEpPTOI NPOGKOWA.

3.2.7 Apcop6eHT: Florisil. 60— 100 meLw.

AKTUBUPYIOT HarpesBaHuem npu Temnepatype (650 + 25) °C B TeyeHune 4 4 N HEMeA IEHHO BbiCbinatoT
af,cCoOpPOEHT B CTEK/ISIHHYIO MOCYY C XOPOLLO NMPpUTEPTLIMU NPo6KkamMmn, XpaHAT B TEMHOM MecTe. Mepef ncnosb-
30BaHMeM HarpesatoT o TemnepaTypbl 130 °C B TeyeHne He meHee 5 u.

AfcopbeHT fomkeH xpaHuTbest Nn6o npy TemnepaType (130 + 2) °C. 1M60 Npu KOMHATHOI TeMnepaType
B aKcukatope. B nocnegHem cnyyae ero cnefyeT HarpeBaTb A0 Temnepatypbl (130 + 2) °C kaxAble ABa OHSA.

Kaxayto naptuio agcopbeHTa npoeepsoT BpeMsa 0T BPEMEHU CNefyoLWum 06pa3om.

MponyckatT 1 cM3 cTaH4apTHOrO pacTBopa rekcaHa, cogepxawero 0.1 mr/gm3 nuHgaHa, renta-
Xfiopanokcuga. anbapuHa u gunsapuda. a takke 0,3 mr/amM3 sHapuHa, yepes afcopOoLNOHHYI0 KONTOHKY
(cm. ISO 3890-1/IDF 75-1:2009, nyHKT 9.3). SniompyioT 1 BbiNnapmneatoT, kak onucaHo B 3.4.3. MNpoBogaT onpe-
JeneHune, ucnonb3ys rasoBylo XxpomaTorpaduto.

ALCOP6EHT cUATAIOT Y[0B/IETBOPUTENbHBIM, EC/IN NIUHAAH, renTaxsiop, abAPUH 1 renTaxnopanokcus obHa-
PYXMBAIOT B 3/1I0MpytoLLemM pacTeoputene A (3.2.4), a AUNbAPUH Y 3HAPWH B 3NtonpytoLem pacteoputene B (3.2.5).

3.2.8 PactBop xnopuga Hatpus (NaCl), 2-npoLeHTHbIA pacTeop.

Mepen n3roToBNEHNEM pacTBoOpa CyxOil X/I0pUA HaTpusi HarpeealT npu Temnepartype (500 + 25) °C
B TeyeHue 4 u.

3.2.9 9raHon (C2H50H). ymncTblii.

3.2.10 Okcanart Hatpusa (Na2C20 4) unu okcanat kanus (K2C20 4).

3.3 O6opypoBaHue

MpumeHsT 06bluHOE TabopaTopHoe 060opyaoBaHMeE.

3.3.1 XpomaTorpadunyeckme KO/IOHKM BHYTPEHHUM AnameTpom 20 MM 1 AnnHoi 300 MM C 3anopHbIMU
KpaHamu 13 nonuteTtpadTopatunera (MTPI) n gnuckamm 13 NOPUCTOro CTEKNA UM TaMMOHbI U3 CTEK/10BaThI.

3.3.2 PoTopHbIit ucnaputens (Kudema-Danish1>vnu akBuBaneHTHbI) ¢ kon6oi BMecTMocTbio 500 cm3
1 NPUKPENIEHHOW rpagyupoBaHHON NPOGUPKOIA.

11 Vicnaputens Kudema-Danish — npumep usgenwii, uMmetolmxcst B npogaxe. faHHas vHopMauusi npuesegeHa
NS yao6CcTBa Nosb3oBaTesieit HaCTOSALLErO CTaHaapTa.

2
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3.3.3 BbICOKOCKOPOCTHOW CMECUTESb.
3.3.4 lenntenbHble BOPOHKN BMECTUMOCTbLIO 125 n 1000 cm3.

3.4 MeToguka

3.4.1 SKCTpakuma Xupa n XI0pOpPraHnyoCcKUX coeguHeHn

3.4.1.1 O6wme meTOoapI

CwMm. ISO 3890-1/IDF 75-1 (npunoxeHue A).

3.4.1.2 CneumanbHblii MeTOA ANS Cbipa

JlocTaToyHoe KONMYecTBO M3MeNbYeHHON Npobbl (4715 BblaeneHus 3 rxxupa), OKoo 2 r okcanara HaTpus
unn kanusa (3.2.10) n 100 cm3 3TaHoNa (3.2.9) noMeLLaloT B BbICOKOCKOPOCTHOM cMmecuTesnb (3.3.3) 1 cmeluu-
BalOT B TeYeHne 2—3 MWH. (ecnv onbIT obpaleHnsa ¢ NPOAYKTOM NokasbiBaeT, YTO aMYy/IbCUM He paspyliaTcs
npu ueHTpudyruposaHuun, To nepej cmellnBaHnemM gob6asnsaT 1 cm3 Bodbl Ha 2 T Npo6bl). FoMoreHnsmpo-
BaHHYO0 CYCMeH3UI0 nepenvBatoT B eMKOCTb LeHTpudyrn BmectumocTtbio 500 cm3, fo6asnsaT 50 cm3 anaTtu-
noBoro 3adgupa (3.2.3) 1 3HeprMyHo BCTPSAXMBAKOT B TeueHne 1 MuH. [lob6asnsatoT 50 cm3 neTposeliHoro acupa
(3.2.1) 1 3HEPr1MYHO BCTPSAXMBAIOT B TeYeHne 1—2 MuH. (Mv pasnunealoT B BE EMKOCTM BMECTUMOCTbI0 250 cm3
N 3KCTPAarmpytoT Kaxayto nyTeM CUIbHOTO BCTPAXMBAHWSA B TedyeHne 1—2 MuH. ¢ 25 cm3 neTponeiiHoro acmpa.
MpogonxatoT, kak onucaHo B ISO 3890-1/1DF 75-1 (A.6.3.3).

3.4.2 )XupkocTHoe pasfgernieHue

B3gewmnBaoT 1—3 I 3KCTparmpoBaHHOI0O Xunpa ¢ TOYHOCTbIO A0 0,01 r. NepeHoCAT B Ae/INTESIbHYI0
BOPOHKY BMecTuMocTblo 125 cm3 (3.3.4) u pacteopsitoT B 15 cm3 netponeiiHoro acupa (3.2.1). lob6aBs-
naT 30 cm3 aueToHMTpUNa, HacbIWEHHOro netposieliHbiM adgupom (3.2.2), 1 3HEPrMYHO BCTPAXMBAIOT
B TeyeHne 1—2 muH. lMocne pasgeneHus a3 NepeHoCAT HWKHWUIA CNoi aueToOHUTpuUIa B Ae/UTENbHYI0
BOPOHKY BMecTuMocTbio 1000 cm3 (3.3.4), cogepxalwyt 700 cm3 pactBopa xiaopuga Hatpusa (3.2.8) u
100 cm3 neTponeiiHoro achmpa (3.2.1). Cnoit neTponeiiHoro acmpa, ocTaBLUUACA B A€NNTE/IbHON BOPOHKE
BMECTMMOCTb0 125 cM3, 3HeprnyHo BCTPAXMBAIOT TPK pasa ¢ nopuusamun auetoHntpuna (3.2.2) o6bemom
30 cm3.

CoeauHAIT 3KCTPaKTbl aLeToOHUTpUIa B AeNUTeNIbHOM BOPOHKE BMeCTUMOCTbH 1000 cM3 11 OCTOPOXHO
BCTPAXMBAIOT. C/IMBAIOT HUXXHIOK BOAHYIO a3y BO BTOPYIO Ae/IMTesbHYH0 BOPOHKY BMECTUMOCTbI0 1000 cm3 1
BCTPSXMBAKOT ee B TeueHne 12 ¢ co 100 cm3 neTponeitHoro acmpa. CoeguHsoT ¢asbl NeTposieiiHoro agmpa
13 obenx fennTesibHbIX BOPOHOK BMeCTUMOCTb0 1000 cm3. BOPOHKM ABaX/ bl MPOMbIBAIOT NOPLUSMU BOAbI
unu pacteopa xsaopuga Hatpus (3.2.8) o6bemom 100 cm3. O6e3BOXMUBAIOT NETPOSENiHbI 3hup Hag cynboa-
Tom HaTpus (3.2.6) 1 hubTpyrOT B KONby poTopHOro ncnaputens (3.3.2) BmectumocTbio 500 cm3 ¢ npukpe-
NAEeHHOW rpasympoBaHHON Npo6upKoii. MpoMbIBaloT cynbaT HaTpMsa TpeMst NopLMsMU NeTposeiHoro acmpa
(3.2.1) no 10 cm3. 3atem BbiNapuBalT pacTBoOp NeTposieiHoro acmpa go o6bema 10 cm3, UCNoNb3ys poTop-
HbIl ucnaputens (3.3.2).

3.4.3 Ouunctka Ha Florisil

B xpomartorpaduueckyto konoHky (3.3.1) gob6aensoT cnoii agcopbeHta 100 mm (3.2.7). MokpbiBaloT
cnoem 10 mm cynbcpata Hatpus (3.2.6) n npombiBatoT 40—50 cm3 neTponeiiHoro achupa (3.2.1). B KomoHky
(3.3.1) nuneTkoi fo6aBnAT 10 cmM3 KOHUEHTpaTa neTponeliHoro acgmpa (3.4.2). gBaxiibl ONosiackMBatoT em-
KOCTb NOPLMSMMN NeTpoeinHoro achnpa 06LEMOM NPUMEpPHO No 5 cm3. dntompytoT B konby ucnaputens (3.3.2)
C MPUKPEN/IEHHO rpagynpoBaHHO Npobupkoii, ucnonblys 200 cMm3 anoupyowero pacteoputens A (3.2.4).
CKOpOCTb 3/110MPOBaHNA He A0/KHa NpeBbiwaTth 5 cMIMUH. CMEHNB eMKOCTb, TakuM Xe 06pasom a/ompyHoT,
ncnonb3ya 200 cm3 antompytowero pactsoputens B (3.2.5).

BbinapusatoT 06a antara No oTAeNbHOCTU A0 3afaHHOro He60obLOro 06beMa, NCNoNb3yst POTOPHBLIN
ncnaputens (3.3.2). Kaxablii ant0aTt NpoBepsioT C NOMOLLbI0 ra30XUAKOCTHON xpomartorpadun. Ecnm Tpeby-
eTCcs A0NO/THUTEbHAA 0YMCTKa, TO OHa MOXET 6bITb NPOBeAeHa BO BTOPOI, 3aHOBO NPUrOTOB/IEHHOW afcop-
GupytoLLeli KoNoHke un Kak onvucaHo B 1ISO 3890-1/IDF 75-1 (npunoxexue A).

MepBbliii anoaT cogepxunt nbblie MXB. n3omepsl MXUN, renTaxnop, rentaxaopanokcug, anbapuH, A4E,
000 v OOT. BTOpoi anat CoOAepXUT ANNbAPVH U SHAPUN.

3.5 Na3oBas xpomaTtorpadus

Cwm. ISO 3890-1/IDF 75-1 (nyHKT 6.2). OTHOCUTE/IbHO NpeABapuUTEsibHbIX UCMbITaHUA cM. 1ISO 3890-1/
IDF 75-1 (pa3gens 10—14).
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4 MeTopa B. XXnakocTb-XUAKOCTHOE pasgeneHme gumetundopmammaom (AMOA)
M OYNCTKA HA KOJIOHKE, 3arnO/IHEHHOW OKCUAOM a/TlOMUHUSA

4.1 CywHocTb MeToga

(Cm. ccbinku [4]. (5)).

XnopopraHuyeckne CoefUHEHNss BMECTe C XUPOM 3KCTparnpytT n3 npobbl N0 MeToAMKe, ONUcaHHoM
B ISO 3890-1/IDF 75-1 (A.6), 3aTem OCTaTku pasfensioT, Ucnosb3ys aumeTtundopmamug. Mocne gobasne-
HUSA pacTBopa cyfbhara HaTpua XaopopraHmyeckme coefuHeHns ganee pasfenstoT H-rekcaHom. OpraHuye-
CKyl0 (hasy ouumLlaloT, NPUMEeHss XpomaTtorpadiuio Ha HelTpasibHOM OKCUAE aslloMUHUSA C UCNO/Ib30BaHNEM
H-rekcama B KayecTBe 3/10MPYIOLLEero pacTBoputens. /0aT BbiNapusalT U aHasIM3npYIoT, UCMOMb3Ys raso-
XNOKOCTHYIO XpomaTorpaduio (MKX).

[lns monoka n macna onucaHbl cneymanbHble MeTobl.

4.2 PeakTuBbl

MpYMEHAT peakT!Bbl TONbKO YCTAHOB/IEHHOW aHaIMTUYECKOW KBanmdmkaLlum, ecnim He YyCTaHOB/IeHO
WHOe, a TakkKe ANCTUIIMPOBaHHYI0 AW AeMUHepPaniM30BaHHy0 BOAY WM BOAY 3KBUBANEHTHOW YMCTOThI.

4.2.1 H-rekcaH (CH3(CH2)4CH3] c Temnepatypoii kuneHns 68— 70 ‘ C.

MpoBepsAlT METOLOM rasoBoi Xxpomartorpadun Ha YMCTOTY Npu pabounx ycnosusix. MNeperoHs0T Hag,
TMAPOKCUAOM Kanus, ecnvm Heob6xoanMo.

4.2.2 AueToH [CH3COCHJ o6Lero HadHayeHuUs, 1abopaTopHOro kavyecTsa.

4.2.3 AumeTtundopmamng (AMPA).

MpoBepsIOT H-reKkcaHoBbI 3KCTpakT AM®A BogHoro pacteopa AM®A Ha Hannuue nHTepcepmpyoLwmx
MMKOB, UCMOMb3YsA ra3oXUAKOCTHYO XxpomaTorpaduio. Ecnn Heobxoaumo, NoBTOPHO NEPEroHsT pacTBopu-
Tenb U cobrpaloT hpakumio ¢ TemnepaTypoii kuneHns 152—154 °C.

4.2.4 H-TeKCaH. HaCbILEeHHbI gumMeTnAgopMamMmngom.

4.2.5 inmeTundopMamus. HacblLEeHHbIA H-reKCaHOM.

4.2.6 MecokK, NPOMbITbI/ KAC/TOTOW.

HarpeBatoT npu Temnepatype 500 °C B TeueHue 4 4. 3aTemM OX1aX4al0T U XPaHAT B CTEK/ISIHHON nocyae
C NPUTEPTOI NPOBKOIA.

4.2.7 Cynbdpat HaTpusa (IMa2S 04) rpaHy/iMpoBaHHbIi, 6€3BOAHbINA.

HarpeBatoT npu Temnepatype 500 “C B TeueHue 4 4. 3aTemM OX1aX4aloT U XPaHAT B CTEKISAHHON nocyae
C NPUTEPTO NPOBKOIA.

4.2.8 Okcng anoMuHus (A1203) HenTpasibHbI, aKTUBUPOBAHHBIA.

HarpesatoT okcufg antomumHma Ao temnepatypbl 500 ®C B TeueHune 4 4. 3aTtemM oxnaxgator. OCTOPOXHO
[06aBNSAOT 7 yacTein Bogbl kK 93 yacTAM oKcuaa anioMuHUsA (MaccoBas A0/4) U TIaTelbHO nepemMeLunBalT
TBEPAYIO hasy B 3aKpbITOM cocyfe B TeyeHue He meHee 90 MUH. CocyA XpaHAT XOPOLLO 3aKynOpPeHHbIM U 1C-
NoNb3yHT OKCUA, asiloMnHKA B TedeHne 10 gHeid.

4.2.9 PacTtBop cynbata HaTpus. 2-NPOLEHTHbIV pacTBop.

4.3 Ob6opypoBaHue

MpuMmeHsT 06blYHOE TabopaTopHoe 060opyaoBaHMe.

4.3.1 Mpunbop Cokcneta A/ IKCTparnpoBaHus.

4.3.2 PoTtopHblii ucnaputens (Kudema-Dantsh unm skBuMBanieHTHbIN) ¢ kon6oli BMecTuMocTbio 500 cm3 1
NPVKPENIEHHON rpagyvpoBaHHON NPOBUPKOIA.

4.3.3 BbICOKOCKOPOCTHOI CMecuTesb.

4.3.4 Xpomarorpaduyeckmne KOMOHKN BHYTPEHHVUM AnaMeTpoM 12 mm u gnuHoli 300 MM € 3anopHbIMK
KpaHamu 13 nonuteTpadpTopatuneHa (MTPI).

4.3.5 MukpokosioHka Snyderl).

1. MuKpoKo/IoHKa Snyder — npumep M3genuii, UMelwWwmxca B npogaxe. JaHHas uHopMauusi npuseaeHa 4
yAo6CTBa Nosib30BaTe el HAaCTOALLEro CTaHaapTa.

4
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4.4 MeToauka

4.4.1 3KcTpaKkuma xumpa nu X10popraHnyecknx coefuHeHuni

4.4.1.1 O6bwume meToabl

Cwm. ISO 3890-1/IDF 75-1 (npunoxeHue A).

4.4.1.2 CneunasnbHble MeToabl

4.4.1.2.1 Monoko

B BrxpeByt MeLLaniky BMeCTUMOCTbIO 250 cM3 HanmBaloT B cnegytolem nopsgke: 40 cM3xopoLlo nepe-
MeLLaHHoro monoka. 80 cm3aueToHa (4.2.2) n 80 cM3H-rekcaHa (4.2.1). FToMOreHn3npyoT CMecChb B TeYeHre 3 MUH.
3arem Heme[/IeHHO NepesMBaloT ee B LLIeHTPUMYXHY0 NPo6UpKy BMECTUMOCTbI0 250 cM3, TpoMbIBalOT /1ona-
cTn mewankn 10 cM3H-rekcaHa, 3atemM 5 cm3 BoApl 1 A06aBASIOT UX B NPOGUPKY.

Mpo6urpky BpalLalT B LLEHTpUAYre ¢ YacToTol BpaleHns 2500 06/MUH B TeueHne 5 MuH. OTaensT
H-rekcaHoBbIli CMOW 1 NPOMycKalT ero yepes KOPOTKYHO KOJIOHKY, 3anosiIHEHHY0 6e3BOAHbIM CynbaTom
HaTpusa (4.2.7). MpombiBalOT cogepxvmoe Npobupkn nocnefoBaTesibHO ABYMS MOPUMAMU H-rekcaHa no
25 cM3 v nponyckatT MPOMbIBHbIE BOAbl Yepe3 KOMOHKY. O6beANHEHHbIE 3KCTPAKTbl KOHLLEHTPUPYIOT B
poTopHoM ucnaputene (4.3.2) npumepHo Ao 15 cm3. PacTBop nepenvsatoT B fe/INTE/IbHYI0 BOPOHKY BMe-
ctumocTbio 100 cm3, genatoT MeTky 25 cM3 1 goBoaAT ob6bem Ao 25 cm3 (cM. Takxke metoq 7.4.1.2.2 gna
MOJI0Ka).

4.4.1.2.2 Macno

PacTBopAlT 5 I 0UMLLEHHOTO MOJIOYHOIO XMpa (pacniaBfeHHOro 1 fekaHTUPOBAHHOIO Yepes uabTp)
B 10 cm3 H-rekcaHa. MNepeHoCAT pacTBOp B Ae/INTE/IbHY0 BOPOHKY BMeCTUMOCTbI0 100 cM3, UCnosb3ys no-
cnepoBaTenbHO 3 NOPLMKN H-rekcaHa 06beMoOM 5 cm3.

4.4.2 PaspeneHuve xupa v XxJ1I0popraHn4yecknx coeguHeHuin ¢ npuMeHeHHom AM®A

OkcTparupytoT xup u3 25 cm3 pacteopa rekcaHa (4.4.1), wcnonb3ya 10 cm3 gumeTtundopmamuga
(AM®A). HacbILWEHHOTO H-rekcaHoM (4.2.5) nyTem BCTPSIXMBaHUSI B e/IMTE/IbHON BOPOHKe. Yepe3 2—3 MuH.
nepeHocAT HWKHWI cnoil IM®A BO BTOPYIO AeNUTENbHYI0 BOPOHKY BMeCTUMOCTbio 100 cMm3 (ocTaBnsas Mex-
hasHylo aMyNbLCUID B NEPBOI AeNUTEeNIbHOW BOPOHKE). MNpouecc 3KCTpakuuy pacTBopa H-rekcaHa noBTOpsitoT
ele ¢ Asymsa nopumamun AMOA (4.2.5) o6bemom no 10 cm3. CoeuHSAOT akcTpakTel AM®PA 1 npomMbIBalOT MUX
10 cM3 H-rekcaHa. HacblweHHoro AM®A (4.2.4).

OTtpgensoT 10 cM3 H-rekcaHa n onsaTb npombiBatoT 10 cM3 AMDA (4.2.5). OTb6pacbkiBatloT H-rekcaH u fo-
6aBnAT NPOMbITLI AMPA B nepBoHayasnbHble 30 cM3akcTpakta JM®A B flennTelbHy0 BOPOHKY BMECTUMO-
cTbto 500 cM3 (nnm xenatensHo 350 cm3). Jo6aBnsaoT 6 cM3 H-rekcaHa (4.2.1) n 200 cm3 pacTBopa cy/bdaTa
HaTpusa (4.2.9) ¥ 3HEPrMyHO BCTPAXMBAIOT B TEYEHNE 2 MUH.

[JatoT oTcToATbCA B TeyeHne 20 MUH. Ana paccrioeHus. CobupatoT asy H-rekcaHa nocpeacTBOM S1erko-
ro BpaueHus. CnuBatoT BOAHbIV CNOW, BbITUPAOT AOCyXa AeNNTENbHYI0 BOPOHKY OMNbTPOBasIbHOW Gymaroi
1 BbINNBAIOT H-TEKCAH B rPagynpoBaHHy0 Npobupky co WandoM, B KOTOPOW AO/MKHO HaxoanTbes 15 cm3 pac-
TBOpPUTENS. [lenuTenbHy0 BOPOHKY OMOSIackMBalOT HEGOMbLIMM KOMYECTBOM H-rekcaHa v Ao6aBnsT npo-
MbIBHYO XWUAKOCTb B NPOBGUPKY.

CoeauHAIT NPoGUPKY C MUKPOKOOHKOW Snyder (4.3.5) 1 BbinapmBaloT 3KCTPaKT H-rekcaHa A0 obbema
npménn3nTenbHO 2 cM3.

4.4.3 OuyncTka Ha KOJIOHKe, 3arn0/IHEHHON OKCUAOM aNtOMUHUS C H-TEKCAHOM

CycneH3unio 13 5 r NpuroToB/IEHHOINO OKCUAa antMuHusa (4.2.8) B H-rekcaHe (4.2.1) BblIMBAKT B
XpomaTtorpauyeckylo KosioHKy (4.3.4), copepaliylo TamrnoH W3 BaTbl, NPOMbITOV pacTBOpUTENEM
(ISO 3890-1/IDF 75-1, A.5.15). JlaioT okcuay antoMUHUS OCecTb U nokpbiBalT ero cnoem 30 cm3 6e3BO-
AHoro cynbata Hatpusa (4.2.7). CnuBatoT H-TekcaH A0 Tex Nnop. noka MeHUCK He AOCTUTHET Bepxa Cfos
cynbhata HaTpua. HaHOCAT aKCTpakT H-rekcaHa (4.4.2) Ha KOMOHKY W MPOMbIBAIOT KOJIOHKY MOpLUMAMU
H-rekcaHa 06bLemMom 2 cM3.

SntonpytoT 50 cM3 H-rekcaHa (4.2.1) npy ckopocTu noToka He 6onee 5 cM3IMuH, cobupas antart B rpa-
[yvpoBaHHYy0 NpobupKy poTopHoro ucnaputens (4.3.2). dnwart BbinapuealT A0 o6bema NpubaM3nTesIbHO
5 cm3. OTCoeamnHSAT rpasynpoBaHHy0 NPOOMPKY, NOACOEANHSIIOT MUKPOKONOHKY Snyder (4.3.5) n Bbinapusa-
10T 3/t0at Ao obbema 1cm3.

4.5 Ma3oBasa xpomatorpagus

CwMm. ISO 3890-1/IDF 75-1 (nyHKT 6.2). OTHOCUTENbHO NpeABapuTesibHbIX UcnbiTaHnii cm. 1ISO 3890-1/
IDF 75-1 (pa3genbl 10—14).
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5 MeTopg C. )KnakoCcTb-XnaKoCTHOe pasfeneHne gumetundopmammaom (JMPA)
M O4YNCTKA Ha KOJIOHKe, 3anonHeHHon Florisil

5.1 CyuwHoCTbL meTofa

(Cm. ccbinky (6)).

XnopopraHuyeckne coefMHeHUss BMECTE C XMPOM 3KCTparnpyroT n3 npobbl N0 METOAUKE, OMUCAHHON B
5.4.1. SKCTpaKT BbiNapMBatoT MOYTU fOCYXa, 3aTEM PacTBOPSAT B neTponeiiHom admpe. XnopopraHmyeckme
coefiMHeHNA 3aTem BbIAeNAT, UCNoNb3ys AnMeTundopmamug. Mocne gobasneHns pacteopa cynbgara Ha-
TPWS X/1I0pOpraHuyeckne CoefuHeHns fganee pasgensior neTponeliHbiM achupom.

OpraHuyeckyt hasy ounLaoT, UCMOMb3ys XPoMaTorpaduio Ha KosIoHKe, 3anosiHeHHol Florisil. npume-
HAS NeTponeiHbli adnp/anaTnNOBLIA 3Np B KAYECTBE /THOUPYIOLWEr0 pacTBOpUTENA. DntoaTt BbiNapueatoT U
aHaNM3npyIoT, NCMOMb3YS Fa30XUAKOCTHYH XpomaTtorpaduio.

5.2 PeaKkTuBsbl

MpUMEHSAIOT peaKkTUBbl TOMIbKO YCTAHOB/IEHHOW aHaIMTUYECKOW KBa/iMdmKalumm, ecnm He yCTaHOB/IEHO
WHOe, a TaKkKe AUCTUIIMPOBaHHYI0 WY AeMUHepasniM30BaHHy0 BOAY WM BOAY 3KBUBANEHTHOW YMCTOThI.

5.2.1 MeTponeliHblii achnp ¢ Temnepatypoit kuneHns 30—40 X . NoABEPrHYTLIN NOBTOPHOI NeperoHke.

5.2.2 AnaTtunoBsblii 3coup (C2H50C2H5). He coaepXUT NepoKCUAO0B.

5.2.3 MNeTponeliHblit achmp ¢ Temnepatypoit kuneHus 60—0 X , NoABeprHyTbIli MOBTOPHON MeperoHke.

5.2.4 dnwovpyowunii pactBopuUTENb, CMECH AN3TUN0BOrO achmpa (5.2.2) n netponeiiHoro agupa (5.2.1)
(6 : 94 no o6beMy).

5.2.5 Agcop6eHT: Florisil. ot 60 go 100 meLu.

Afcop6eHT HarpeBalT B MycheibHOM Nneyn npu TeMmnepaType 650 °C B TeueHue 2 4. OxnaxaarT 40 TeM-
nepatypbl 130 °C 1 BbiAEPXMBAIOT NpU 3TO TemnepaType B Te4eHne 5 4 B CylInbHOM LWikadyy. [JaT ocTbiTb
[0 KOMHATHOW TemnepaTtypbl B 3KCUKaTope, 3aTeM NEPEHOCAT B NIOTHO 3aKyNOPEHHbIN COCY/ C LUMPOKUM rop-
nom. lo6aBnsoT 5 yacTteil ANCTUNNMPOBAHHOW BoAbl K 95 yacTaM agcopbeHTa (Mo 06bEMY) M BCTPSXUBALOT,
Nnoka He MCYEe3HYT KOMOYKMW. [laloT OTCTOATLCA B TeueHue 24 4 1 nepes Ucnosib3oBaHNEM BCTPSAXMBAIOT.

5.2.6 Cynbdhat HaTpusa (Na2S 04) rpaHyIMpoBaHHbIn, 6€3BOAHbI.

HarpesatoT npu TemnepaType (500 + 25) X B TedeHue 4 4. OxnaxaarT 1 XpaHST B CTEKIAHHON nocyae
C MpUTEpPTOI NPOGKOWA.

5.2.7 fumeTtnndopmamng (QMPA), HacblLeHHbI neTponeliHbiM adpmpom. MeperoxsioT AM®PA 1 oTbu-
paT dpakymio ¢ TemnepaTtypoii kuneHusa 15—154 X . HacbiwatT ero netposeliHsiMm acoupom (5.2.1).

5.2.8 MNeTposeliHblit 3¢hmp, HaCbIWEHHbI AUMETUICDOPMaMULOM.

5.2.9 PacTBop cynbchata HaTpus. 2-NPOLLEHTHbIV pacTBop.

5.2.10 H-rekcaH (CH3(CH2)4CH3J.

5.3 O6opyaoBaHue

MprmeHsOT 06bI4YHOE NabopaTopHoe 060pyAOBaHMeE.

5.3.1 BbICOKOCKOPOCTHOW CMeCuTESb.

5.3.2 PoTopHblii ucnaputens (Kuderna-Danish wnn akBmBaneHTHbIN) ¢ Kon6oii BMecTumocTbio 500 cm3
1 NPUKPENIEHHOW rpagynpoBaHHON NPOGUPKOIA.

5.3.3 XpomaTorpacmyeckme Ko/IoHKM BHYTPEHHUM AnameTpom 20 MM 1 AnnHoi 300 MM C 3anopHbIMU
KpaHamu 13 nonutetpadpTopatuneda (MTPI) n naacTMHamm M3 NOPUCTOrO CTekna.

5.4 MeToaunka

5.4.1 JKCTpaKLuus Xupa 1 XJ1I0popraHnyecknx coeuHeHn

[ns o6wmx metonos cm. 1ISO 3890-1/IDF 75-1 (npunoxeHue A).

5.4.2 SKCTpakums xupa n necTuunmaoB ¢ npumeHeHnem JMPA

Mpoby 3KcTpakTa, cogepxaliero ot 2 4o 5 rxupa, pactsopsitoT B 25 cM3 neTponeiiHoro acumpa, Ha-
cbiweHHoro AM®A (5.2.8). MepenvBalT B AeNUTENbHYH BOPOHKY BMeCTMMOCTbO 250 cm3. SkcTparnpytoT
He6OoNbWMY NOPUMAMU U3MEPEHHOro obbema (Hampumep. 75 cm3) MDA, HacbIWEeHHOro neTposeliHbiM
achupom (5.2.7). koTopbIi fob6aBneH B AeNNTENbHYI0 BOPOHKY. KaxAablii pa3 aHeprnyHo BCTPAXMBAIOT B Teue-
HVe 1—2 MuH. 1 cnusatoT M A-dasy B AenmTenbHy BOPOHKY BMecTMMOCTbio 500 cm3. MNepemelumBatoT coeau-
HeHHble dpasbl ¢ 200 cm3 pacTBopa cynbtarta HaTpus (5.2.9) 1 Kaxaplil pa3 BCTPAXMBAIOT B TedeHne 1—2 MuH. ¢
opHoli nopuueii B 40 cM3u Tpems nopumamu no 25 cm3 netponeiiHoro acupa (5.2.3). ®asbl neTponeiiHoro agmpa
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cobupatoT 1 npombiBaloT NpnbamsntensHo 10 cm3 Bogpl. O6e3BOXMBAIOT Hag cynbdartom HaTpus (5.2.6) u
nponyckawT yepe3 unbTP U3 BaTbl. [l06aBNAT Yepe3 BaTHbIi TaMNOH 0Ko/o 5 cm3 H-rekcaHa (5.2.10) u
yMeHbLIalT 06bem npumepHo Ao 5 cm3 B potopHom ucnaputene (5.3.2).

5.4.3 OuucTtka Ha Florisil c nctpononHeiM achmpom

Xpomarorpacguyeckyto KonoHky (5.3.3) 40 NOS0BMHbI HANOJHAKT neTponeiHbim acdupom (5.2.3). [o-
6asnsaoT 20 r Ae3akTMBMpoBaHHOro agcopberTa (5.2.5) ManeHbkuMun f03aMu Yepes BOPOHKY, AepXa Npu aTom
3anopHbIi KpaH 13 nonutetpadTopaTuneHa (MTPI) YaCTUUHO OTKPbITHIM, Y OCTOPOXHO NOCTYKNBAKOT KOJIOH-
Ky. Vicnonb3yloT TONIbKO KOMOHKM 6e3 BUAMMBIX BKpanneHuii Bo3gyxa. MokpbialoT crnoem 20 mm 6e3B0AHOT0
cynbhaTa HaTpua (5.2.6) 1 gatoT neTponeinHomy acmpy BnmMTaThCs.

OKCTPaKT NPo6bl HAHOCAT Ha KOJIOHKY C HECKONbKUMU KyGUYECKUMUN CaHTUMeTpaMm 3/11MpyoLwero pac-
TBOopuTens (5.2.4). flaloT eMy NPOCOYUTLCA B KOJTOHKY Yepes OTKPbITbI/ KpaH A0 Tex Nop, noka MeHWUCK He Ao-
cTurHet cnosl cynbgara Hatpus (5.2.6).

OnonacknsalT nepBoHavYasbHYl0 eMKOCTb HECKOIbKMMW KyBUYEeCKUMN CaHTUMeTpamn anupytoLle-
ro pactsoputens (5.2.4) n NpofoMKatT, Kak onmucaHo Bblilwe. IUPYIT KOMNoHKY 200 cm3 anouvpyowero
pactsoputens B Konby € KpyribIM AHOM BMeCTUMOCTbI0O 500 cM3 Npu CKOPOCTM NOTOKA, He NpeBblluatoLLel
5 cm3/MWH. BbinapuBaloT an0at B potopHom ucnaputene (5.3.2) go 5 cm3. MepemeliaoT BbiNapeHHbIi
3KCTPAKT B rpaflyupoBaHHyt0 Npobupky ¢ AnatunosbiM adpupom (5.2.2) n paszbasnaioT A0 onpefesieHHoro
o6bema 10—20 cm3 AN3TUNOBLIM 3HNPOM.

5.5 Tlas3oBad xpomaTorpadus

Cwm. ISO 3890-1/IDF 75-1 (nyHKT 6.2). lnsi npeABapuTesibHbIX ucnbitaHuii cm. 1ISO 3890-1/IDF 75-1 (pas-
pensl 10—14).

6 MeTopa D. Ko/loHo4YHast xpomaTtorpadoms Ha oKCuae altoMUHUS TOUHO
onpeaeneHHol akTMBHOCTM

6.1 CywHoCTb MeToAa

(Cm. ccebinky [7]).

XnopopraHuyeckme coefnHeHNs 3KCTParmpyroT U3 Npobbl, UCMONb3Ys aueToH/H-rekcaH. ALeTOoH oTae-
NAT C BOAHLIM CyNb(aToOM HaTPUSA; M-TEKCaH OCYLLAlOT U KOHLLEHTpUpYIoT. OnpeaeneHHoe KOMYeCcTBO 3KC-
TpaKTa Xupa o4uLLalT, UICNOMb3Ys XpoMaTorpadmio Ha oOKCcuae aloMUHUSE TOYHO OnpeAesieHHON akTUBHOCTM,
NPUMEHSIA H-TeKCaH B KauyecCTBe 3/10MPYIoLLEero pactsopuTens.

Jniat ocyLaloT, 3aTeM aHaIn3npyrT C NOMOLLbLI KX,

6.2 PeakTuBbl

MPYMEeHSAI0T peakTBbl TO/IbKO YCTAHOB/IEHHON aHa/IMTUYECKON KBanuukaumm, ecnm He yCcTaHOB/IEHO
MHOe, a TaKkke AUCTUIIMPOBAHHYI0 WK AEMUHEPAM30BaHHY0 BOAY WV BOAY SKBMBASIEHTHON YMCTOTHI.

6.2.1 AueToH (CH 3COCH?3).

6.2.2 H-rekcaH 1CH3(CH2)4CH3].

6.2.3 Cynbcpat HaTpus (Na2S 04) rpaHyIMpoBaHHbIiA, 6e3BOAHbIN.

HarpeBatoT npu Temnepatype 500 °C B TeyeHMe 4 4. 3aTeM OX/1axLaloT N XPaHAT B 3aKpbITOM cocyfe.

6.2.4 PacTBOp cy/nbara HaTpusi. 2-MPOLEHTHbIA pacTBop.

6.2.5 Okeng antoMuHua (A120 3). HeliTpanbHblin (W 2001)). cTeneHb akTUBHOCTM — Super 1 unmn akeBuBa-
NeHTHas.

Matepvan npu nonyvyeHWn npefsapuTenbHO nporpesatoT npu Temnepatype (500 = 25) °C B TeueHue
3—4 4 ana yganeHus snarv U no6bIX AUWHUX OPraHNYyeckuX BELLLEeCTB U OX1aXatoT Hajg NEHTOKCUAOM oc-
dopa. flesakTmsupytoT nopumio, obasnsas npumepHo 10 cm3 Bogbl Ha 90 T okcuga antoMUHNA, NOPLMSAMUN MO
2 nan 3 cMm3, Bpalas npu 3ToM Konby unu Apyryto CTekNsHHyt nocygy. MA0THO 3aKynopusatT U BCTPAXU-
BalOT WM MOMELLAOT Ha Bpallalolmiics Banvk ANa TwaTenbHOro nepemelwiveanus. Mepes npumMeHeHnem
[JaloT OTCTOATLCA B TeyeHue 24 4 B 3aKpbITOM COCyfle 1 TemnepaTtype okpyxatlLleln cpefbl. MaTepvan npo-
BepAlT cnegyowmm obpasomM. B3sewmsaoT 22.0 r okcuga astoMuHNUA. [OTOBAT CyCNeH3nI0 B HE6O/bLIOM
06beme H-rekcaHa (6.2.2) 1 NnepeHocAT ee B xpomaTtorpadgmyeckyto konoHky (6.3.2). lo6aBnstoT cioit 10 mm

1>W 200 — npumep usgenuid, UMetoLLmMxca B npodake. JaHHas uHdopmauma npueegeHa Anasa yaobcrtesa nonb3o-
BaTeneil HacTosLero cTaHgapTa.
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6e3B0AHOr0 cynbhaTta Hatpus (6.2.3) U NPOMbIBAKOT KO/TIOHKY 15—20 cM3 H-rekcaHa. YcTaHaBUBalOT C/0i
H-rekcaHa HEMHOTO HuXe Coa cynbdara HaTpus.

MomelyatoT noA KO/IOHKY NOAXOAALLMIA NpuemMHUK (06bemom He meHee 250 cm3). B BepxHIO 4acTb
KOMIOHKN NUNETKO BBOAAT HeOOMbLLOW 06beM pacTBopa H-rekcaHa. cogepxaliuii 1 r macna wim XuUBOTHOrO
xupa. MuneTka Ao/MKHA GbiTb CyXOi, M Macnio He AO/HKHO NPOWTU B HWXKHIOK YacTb KOMOHKM. [aloT ypOBHIO
macna B pacTBOpe H-rekcaHa BNUTaTbCA HWXe BEPXHel MOBEePXHOCTU cfos cynbdarta Hatpus. Jobasnsiot
2 cM3 H-rekcaHa v onaTb AaloT eMy BNUTATLCS.

AnonpyoT KosloHKy 150 cm3 H-rekcaHa. BbinapuBatoT antoat fo Hebosnbloro o6bema B ucnaputene
(6.3.3) 1 NepeHOCAT ero B cocyf ANS B3BELWVBaHWA, NpeasapuTenibHO nporpeTbiii Ao 110 eC. oxnaxAeHHbI
1 B3BELLEHHbIN. YAansoT ocTaBLIMACS pacTBOPUTE b HArPeBOM Nog cnabbiM NOTOKOM asoTa. BbicylwmBaioT B
neun npu Temnepatype 110 eC B TeyeHne 5 MUH. OXnaxaalT B 3KCMKATOPE U B3BELUMBAKOT C TOYHOCTbLIO [0
0,01 r. Heo6x0AMMO yA0CTOBEPUTLCS, HTO Macca Xupa crtana NoCTosAHHON. lonycTum, Macca xupa pasHa T A.

OTMepsIoT NMNeTKol Takol e 06beM NepBOHa4YaIbHOTO pacTBopa H-rekcaHa B 4pYryt npefBaputesb-
HO B3BELLUEHHYIO KOMOY, BbiNapvBatoT, BbICYLLUMBAIOT U B3BELUMBAIOT Kak onucaHo paHblue. flonyctum, macca
Xvpa pasHa Ta.

Cnoco6HOCTb NOTMOLWEHUS XMpa B KONIOHKE paBHa (TB- T A)T. BbIYUC/IEHHAA C rounocteio o 0,01 LA «-
tuenocte OKCUZA AJTIOMUHUA PETYNUPYIOT NPU HEOO6XOAMMOCTU B HECKOJIbKO 3TanoB Tak, YTo6bl CNOCOGHOCTL
MOrNoLWEeHNs Xunpa B KofloHKe 6bina paBHa (0.62 + 0.02) r XMBOTHOrO Win pacMHNPOBAHHOIO pacTUTEe/TbHOTo
xupa nnm (0.52 + 0,02) r MONIOYHOTO Xupa.

[nsa nposefeHua psga aHann3os onpefeneHHoro obbema xumpa Ae3akTMBUpyIoT AoCTaTOYHOE Konye-
CTBO OKCUa a/loMUHUA (Hanpumep, ocTatoLeecs KoIM4ecTBO B CTEK/ISAHHON nocyae BMecTumocTbio 500 r).

6.3 O6opypoBaHue

MprmeHsieTca 06blYHOE NabopaTtopHoe o6opyAoBaHMe, a Takke yKkasaHHOe HuxXe.

6.3.1 BbICOKOCKOPOCTHOI cMecuTeb.

6.3.2 Xpomatorpacguyeckas KosioHKka BHYTPEHHUM gunameTpom 20 MM U AnvHoi 300 MM C 3anopHbIM
KpaHom u3 nonuteTpadTopaTunerHa (NTPI).

6.3.3 PoTopHsbiit ncnaputens (Kuderna-Danish nan akBMBaneHTHbIN) ¢ k01601 BMecTuMocTbio 500 cm3
1 NPUKPENIeHHOW rpasynpoBaHHON NPOGUPKOIA.

6.3.4 BaTa, npombiTas neTposeiiHbiM 3npoMm.

6.4 MeToauka

6.4.1 O6wme meToabl

[nsa o6wmx metonos cm. 1ISO 3890-1/IDF 75-1 (npunoxeHue A).

6.4.2 TecTupyemblii obpasel,

B3BewwBatoT ¢ ToYHOCTbIO 0.01 r Takoe KONMYECTBO HaBECKM, YTOObI NOAYYUTb NpubamanTensHo 0.7 1
Xupa. Ecnv npoaykTel TBEpAbIE, TO UX XOPOLLO U3MENbYatoT.

6.4.3 SKCTpaKLMs Xupa 1 X/10poOpPraHnyecknux coefuHeHuni

M3menbuatoT TecTupyemsblii o6pasel, ¢ 50 cm3 aueToHa (6.2.1) B BbICOKOCKOPOCTHOM cMmecuTene (6.3.1)
B TeueHune 2 MuH. lo6asnsatoT 200 cM3 H-rekcaHa (6.2.2) 1 NpoAo/XalT usMesnibyath, Noka He nosayyaT NnosHo-
CTbI0 M3MesnbyYeHHyo npoby. faloT dasam pasfennTbes. [lekaHTUPYT MakcuMaibHblil 06beM aKCTpakTa B
OenuTenbHy BOPOHKY BMECTMMOCTLI0 1 aM3uepes chunbTp M3 6e3B04HON0 cynbdaTa HaTtpus (6.2.3) Ha cTe-
knosate (6.3.4). iBaxabl NpomMbIBatoT aKCTpakT 500 cm3pacTBopa cynbhata HaTpus (6.2.4), cnuBas B 0TX04bI
HWXHWE BOAHbIE C/ION U HEMHOTO C/1051 H-TeKcaHa.

MepeHocaT 10 cM3 aKCTpakTa H-rekcaHa B npefsapuTesibHO B3BELLEHHYIO CTEKNAHHYIO0 Nocyay A/15 B3Be-
LIMBaAHNS U ONpPefensoT SKCTparnpoBaHHbI XUp B COOTBETCTBMU € 6.4.4. Ha ocHoBe BbluucneHuii no 6.4.4
nepeHocAT 06bem aKCTpakTa H-rekcaHa. cogepxaluero 0.40 r MO/IOKa, Cbipa WM MOJIOYHOIO XuUpa B pOTOp-
HbIli ucnapuTens (6.3.3). BbinapnBaloT NepeHeceHHoe KoMYecTBo A0 06bemMa 5—8 cM3, pasbeauHSAT 1 Npo-
[o/mkalT BbinapuBaTb A0 1—2 cm3 Ha BoAsiHOl 6aHe npu TeMmnepatype 60—70 °C nof TOkoM asoTa.

6.4.4 OnpefeneHne aKCTparMpoBaHHOIO Xupa

MomewatoT 10 cM3 3KCTpakTa rekcaHa B NpeABapuUTe/lsHO B3BELUEHHbIV COCyf, A5 B3BELUMBaHUS. Bbl-
napusalT gocyxa npu temnepatype 60 °C nof TokoMm asorta. CyliaT ocTatok B wwkady npu TeMmnepaType
105 °C B TeueHve 15 MUH., OXNlaxjaloT 1 B3BELNBAIOT COCY/A C €ro COAEPXMMbIM. [OBTOPAIOT NPOLECC CYLLUKN
[10 Tex Nop. Noka Macca cocyia C COAEPXUMbIM HEe CTAHET NOCTOSIHHON. BbIYMCNSIOT KOIMYECTBO XMpa B rpam-
Max Ha 10 cmM3 aKCTpaKTa rekcaHa, yuuTbiBas pasHuLy Mexay KOHe4yHOl maccoli (B rpamMmax) rmocse CyLKu u
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maccoli (B rpammax) npeaBapuTesnibHO B3BELLEHHOT0 cocyfa A5 B3BelVBaHWA. [JaHHOoe onpefeneHune xmpa
He UCMoNb3ylT AN BbIYUC/IEHNA COAEePXaHUsA X/I0pOpraHNYecKmnx oCTaTKoB.

6.4.5 OuuncTka

[OTOBAT CcycneHsunio U3 22 r Ae3akTMBMPOBAHHOIO okcuaa antoMuHusa (6.2.5). umetoLlero npuemaemyto
CMOCOGHOCTL MOINOLWEHUA XMpa, B HEGO/LLLOM 06beMe H-rekcaHa 1 NepeHocaT ee B xpomaTorpapuyeckyto
KONoHKy (6.3.2). lo6aBnsatoT cnoli 10 MM 6e3BoaHOrO cynbgara HaTpus (6.2.3) B BEPXHIO YaCTb KOMTOHKU 1
NPOMbIBAIOT KOMOHKY 15— 20 cM3 H-rekcaHa. PerynmpyloT ypoBeHb H-TekcaHa YyTb HUXe BepXHel YacTu cios
cyfbhaTta HaTpus. B BEPXHIO YacTb KOSTOHKMN NEPEHOCAT a/IMKBOTHYIO YaCcTb KOHLEHTPMPOBAHHOIo pacTsopa
H-rekcaHa, cogepxatero 0.50 rxwvpa (0.40 r — gns macna, Mosioka WK cbipa), NOArOTOB/IEHHOTO, Kak onw-
caHo B 6.4.3. KonoHky anonpytoT 150 cM3 H-rekcaHa. 1 3/110aT BbinapusaloT NpYMepHO 40 8 M3 B POTOPHOM
ucnapurene.

Mpy Heo6Xxo0AMMOCTN NEPEHOCAT B rpafyvpoBaHHY0 NPOGUPKY 1 NPOAO/IKAIOT BbiNapriBaHne Ha BOAS-
Holi 6aHe npu Temnepatype 50 'C nog TokoM a3oTa A0 o6bema 2-3 cMm3. [MpobupKy C 3110aTOM BbIHUMAKT U3
BOASHOI 6aHV 1 NPOAO/HKAIOT BbiNapvBaHve Npu TemnepaType okKpyxatllein cpegpbl 40 KOHeYHOro ob6bema B
1.0 cm3, 3aTem Npo6UpKy 3aKyrnopusatoT.

6.5 TlasoBas xpomatorpacus

Cwm. ISO 3890-1/IDF 75-1 (nyHKT 6.2). OTHOCUTE/IbHO NpeABapuUTesibHbIX UCMbITaHuiA cm. 1ISO 3890-1/
IDF 75-1 (pa3gensl 10—14).

7 MeTog E. Ko/loHo4YHast xpomaTorpaduisi Ha KOJIOHKe, 3arno/IHEHHOW OKCUAOM
aNoMUHUSA

7.1 CywHoCTb MeToga

(Cm. ccbinky [8]).

XnopopraHnyeckme coeuHEHUs 3KCTparMpyoT 13 Npobbl, UCNONb3ys NeTponeliHblin acpmp. Onpeaenex-
HOEe KO/IMYEeCTBO 3KCTPaKTa Xunpa ounwaloT, UCNosb3ys XpoMaTtorpaduio Ha OCHOBE OKCUAa a/TloMUHUA TOYHO
onpefeneHHoN akTUBHOCTU, C MPUMEHEHNEM NETPONEAHOTO 3¢hrpa B KaYeCTBE 3/TUPYIOLLETO pacTBOPUTENS.
DnoaT BbiNnapuearoT, 3ateM uccreyoTt MNHKX.

7.2 PeaKTuBbl

MpUMEHSIOT peakTyBbl TO/IbKO YCTAHOB/IEHHOM aHa/IMTUYECKO KBanudmkalumm, ecnm He yCTaHOB/IEHO
MHOE, a TaKkKe AMCTUNIMPOBAaHHYIO MU AeMUHEPasIM30BaHHY0 BOAY WN BOAY SKBUBANIEHTHOW YMCTOTHI.

7.2.1 NeTponeliHblii 3achnp c MHTEepBanoM kuneHms ot 40 fo 60 5C. neperHaHHbI.

7.2.2 AueTtoH (CH3COCHS3).

7.2.3 Cynbdart Hatpus (Na2S 04). rpaHynnpoBaHHbIiA, 6e3BOAHbINA.

HarpesatoT npu Temnepatype 500 °C B TeyeHue 4 4. 3aTeM OXN1aX[alT U XpPaHAT B 3aKynopeHHOM
cocyge.

7.2.4 Tecok, NPOMbITbIA KAC/TOTOMA.

HarpesatoT npu Temnepatype (500 + 25) °C B TeueHue 4 4. 3aTeM OXNaxaalT U XpaHAT B 3aKynopeHHOM
cocyge.

7.2.5 Okcmng antommnHuns (A120 3), HeliTpanbHbili (W 200). cTeneHb akTMBHOCTM — Super 1 unn skBuBa-
NeHTHas.

B3BelInBalOT CTEK/ISSHHYH Mocyfly, He OTKpbiBas. BbicTpo f06aBNsAT K cogepXnMomy (06bI4HO 3TO
515r) 27 r Bogbl. CTEK/NSAHHYIO MOCYZly HEMEA/IEHHO 3aKpbIBAOT. DHEPINYHO BCTPSAXMBAIKOT M OCTABASAT Ha
24 4. Copepxvmoe NepeHoCcAT B XOPOLLO 3aKyNOPEHHYH CTEKNAHHYIO Nocyay.

B3BelwnBalT NyCcTyl0 CTEKNAHHYIO NOCYAY U BbIYUCNAOT CodepXaHne BOAbl B Ae3aKTUBUPOBAHHOM
okcuae antoMuHma. COOTHOLWEHWE NOYYEHHbIX MPONOpPLMiA A0MKHO 6bITb 9,5 : 0.5 (no o6bemy). Mpu He-
06xoAMMoCTUN crnefyeT oTperynvposatb. [1poBepsloT aKTUBHOCTb OKCuAa afloMUHWUSA, NMPOBOASA XpomaTo-
rpacuio ctaHgapTHoro pacteopa /*-I' XU ¢ KOHTPONbHLIM XXWPOM B COOTBETCTBUM C ONUCAHHOW HUXe Npo-
uepypoii. CteneHb m3BneyeHus /?-MXUM, Tak xe Kak 1 yaepxuBaHuve xupa, A0/DKHO 6biTb 6onbwe 95 %.
Ecnn ctenenb nssnevenuns //-rXLUI cAnwkom Huskas, TO HEOOXOAMMO YBENUUYUTbL COfepXaHue BoAbl B
oKcuae antoMUHUSA, nocTeneHHo cmewwnsBas 0.2 yacTu AUCTUANMPOBAHHON Bogbl ¢ 99.8 yacTAMM okcnaa
antoMuHMa (No Macce).



FOCT ISO 3890-2—2013

7.3 O6opyagoBaHue

MprmeHseTcs 06blYHOE nabopaTopHoe 060pyAOBaHNe, a Takke Yyka3aHHOe HUXE.

7.3.1 Annapart Cokcnerta.

7.3.2 PoTopHblii ncnaputens (Kudema-Danish nnu akBuBaneHTHbI) ¢ kon6oli BMecTMocTbio 500 cm3 u
NPVIKPENIEHHOW rpaaynpoBaHHON NPOBUPKOIA.

7.3.3 BbICOKOCKOPOCTHOW CMecuTerb.

7.3.4 UeHTpudpyra, cnocobHas Bpawatbcsi ¢ YacToToi 2500 06/MuH.

7.3.5 KBapuesas Barta.

7.3.6 Xpomatorpacdmyeckas KOsIoOHKa BHYTPEHHUM AMamMeTpom 6 MM 1 AuHON 175 MM. nmMelowas Bbl-
NycKHOE OTBEPCTME BHYTPEHHUM AnamMeTpoM 1 MM v annHoin 40 MM 1 pe3epByap A9 pacTBOPUTENSA BHYTPEH-
HVUM gnameTpom 70 MM 1 ASIMHOWK 125 MM.

7.3.7 I'pagyvipoBaHHas Npobupka BMeCTMMOCTbIo 25 cm3.

7.4 MeToanka

7.4.1 JKcTparMpoBaHue Xupa u XJ1I0popraHnyecknx coefuHeHnM

7.4.1.1 O6wme meToapl

Cwm. ISO 3890-1/IDF 75-1 (npunoxeHue A).

7.4.1.2 CneymasibHble MeToAb!

7.4.1.2.1 Be3BOAHbI MOMOYHbI XUP

XXup HarpeBaloT f0 TemnepaTtypbl 0ko10 50 “C 1 nponyckaloT Yepes Cyxoi Tennblin punbtp. Xup pac-
TBOPAIOT B neTposieiiHom achupe (7.2.1) ana nonyyeHns pactsopa, cogepxaiero 35—>50 mr/cm3. Ans aHanm-
3a UCNosib3yT 2 CM3.

7.4.1.2.2 Monoko

B BbICOKOCKOPOCTHOI cmecutenb (7.3.3) HanmBawT B crnegytowem nopsgke 40 cm3 mosoka. 80 cm3
aueToHa (7.2.2) n 80 cm3 neTponeiiHoro acpupa (7.2.1). MNepemelunBaoT 1 LEHTPURYIUPYIOT CMECh C YacTo-
Toi BpaweHusa 2500 o6/MuH B TeyeHne 5 MuH. OTOMPAIOT afIMKBOTHYH YacTb, Hanpumep 10 cm3, BepxHero
cnos (neTponeiHoro agupa). BeicywmBatoT nnbTpoBaHneM yepes cynbdat Hatpus (7.2.3) 1 npombiBaloT
cynbgaT HaTpus HeGONbLUUM KOIMYECTBOM MeTPOoIeiHoro achupa. Y 4ansaoT OCHOBHYHO Maccy NeTponeiiHoro
admpa B poTopHOM ncnaputene (7.3.2). PerynvpytoT 06bem Tak. YTo6bl 6bl11a NonyyeHa KOHLEeHTpaums xvpa
35—50 mr/cm3. Ana aHanusa ucnosnb3yoT 2 cm3 (cM. Takke meTog B. 4.4.1.2).

7.4.1.2.3 CbIp

CwmewwBatoT 20—25 r npobsl ¢ 50 cm3 netponeiiHoro agumpa (7.3.3) B BbICOKOCKOPOCTHOM cMecuTene
(7.2.1). BbicywmBaloT huibTpoBaHneM 4yepes cynbdatr Hatpus (7.2.3) u npombiBaloT Cynbdar HaTpusa He-
60/1bLIMM KOJIMYECTBOM NETPO/IEHOro acupa. YAansoT OCHOBHYO Maccy neTposieiiHoro ahmupa B pOTOPHOM
ucnapurtene (7.3.2).

PerynupyloT 06bemM Tak. 4To6bl 6bln1a NosyyeHa KoHueHTpaums xupa 35—50 mr/cm3. [na aHanusa mc-
nonb3ytoT 2 cM3.

7.4.2 KonoHo4yHas xpomatorpacus

He6onbLuoi TaMnoH KBapLeBoi BaTtbl (7.3.5) nomeLLaloT B BbIXOAHOE OTBEPCTME XpomaTorpadmyeckoi
KonoHkn (7.3.6). B3selwmsatoT 4.0 r e3aKTMBMPOBAHHOIO okcuaa anMuHng (7.2.5) 1 nomeluarT ero B Ko-
NOHKY. XOpoLuyto yknagKy o6ecneumsatoT, NOCTYKMBAsA N0 CTEHKAM KOMOHKWU. B KONOHKY nepeHocaT 2 cm3 pac-
TBOPA. NOJIy4EHHOIO B COOTBETCTBMU C 7.4.1. BHYTpPEHHME CTEHKN KOJIOHKM OMoMackuBalT Tpems nopuusmu
no 1cm3netponeiiHoro admpa (7.2.1). SntompytoT ¢ 25 cm3 neTponeiHoro acmpa, cobupalroT Becb afaTt B
rpagyvpoBaHHyto Npo6upky (7.3.7) 1 BbinapuBaloT 40 ONpefesieHHOro 06bemMa.

[na pocTuxeHna xopoluei cTeneHn nssneveHusi, B ocobeHHocTy //-MXLI. BaXHO MCnonb3oBaTb He Me-
Hee 70 Mr Xupa Ha KO/OHKe, 3anoniHeHHoW 4.0 r okcuAaa antoMUHNA. [laHHas KOMOHKa MOXET Takke akkymy-
nuposatb Ao 100 mr xupa. Mpu HeobxoaMMOCTM aHanu3a 60/bLIEro KonMyecTsa xupa (Hanpumep, Korga
4yBCTBUTE/NILHOCTb AETEKTOPOB HEAO0CTATOYHA) BbILLEYNOMSAHYTOE KO/IMYECTBO OKCMAA anloMWUHUSA W NeTpo-
nenHoro achmpa JOMKHO 6bITh YBENMYEHO COOTBETCTBYIOLLMM 06pa3oM. Ha aTane o4ncTki 06beM Xnpa MoXeT
6bITb MOCTENEHHO yBenunyeH Ao 250 cm3.

7.5 F'a3oBas xpomartorpadus

Cwm. ISO 3890-1/1DF 75-1 (nyHKT 6.2). OTHOCUTENbHO NpeABapuTesibHbIX UchbiTaHuii cM. 1ISO 3890-1/
IDF 75-1 (pasgensi 10— 14).
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8 Metop F. KonloHouyHas xpomartorpadms Ha 4aCTUYHO Ae3aKTUBUPOBaHHOM
Florisil

8.1 CyuwHocTb meToAa

(Cm. ccbinkm [9]. [10] v [11]).

XnopopraHuyeckne coenHEHUSI BMECTE C XUPOM 3KCTPArnpyoT 13 uccneayemoii npobbl N0 MeToauke,
onuncaHHoi B 1SO 3890-1/IDF 75-1 (A.6). DKCTpaKT BbiNnapuBalT NOYTM AOCyXa U pacTBOPSIOT B NETPOSEii-
HOM 3achmpe. OnpepeneHHoe KOMMYECTBO SKCTPaKTa Xupa 04nLaloT, Ucnonb3ys xpomartorpadumio Ha Florisil,
NPUMeHsA NeTPoeiHbIi achnp'auxIopMeTaH B Ka4eCcTBE 3/TOUPYIOLLEr0 pacTBopuTens. daT BbinapusarT
noyTH Aocyxa, 3aTeM NOBTOPHO PacTBOPSAIOT B NeTposeiiHoM adhupe ans aHanusa MNHKX.

CneyuanbHble MeToAbl paspaboTaHbl 4719 MOSI0KA, CryLLEeHHOro Mosioka 6e3 caxapa W CrylweHHoro mo-
JloKa € caxapom.

8.2 PeaKkTuBbl

MpUMEHSAIOT peakTyBbl TO/IbKO YCTAHOB/IEHHON aHaMTUYecKkoin KBanudumkaumm, ecnm He yCTaHOBIEHO
MHOe, a TaKkKe AUCTUIIMPOBAHHYIO UK AEMUHEPAM30BaHHY0 BOAY WV BOAY SKBMBASIEHTHON YMCTOTLI.

8.2.1 MeTponeliHblilt 3dnp ¢ NHTepBanoM kuneHus oT 40 go 60 *C. neperHaHHbIN.

8.2.2 inxnopmeTaH, NoABepPrHyThI NeperoHke Hag rpaHynamy ruapokeuga Hatpus (Teuka kunenuns 39 °C).

8.2.3 Jnouvpylowuii pacTBOpUTenb: CMecb neTposeiiHoro acupa (8.2.1) u guxnopmeTaHa (8.2.2)
(4 : 1 no o6bemy).

8.2.4 Apcop6eHT: Florisil 60— 100 meLwu.

B TeueHve Houu HarpesaloT npu Temnepatype (550 £ 25) °C. OxnaxuwialoT 1 XpaHAT B XOPOLLO 3aKyno-
PEHHOM KOHTeliHepe.

Mepep ncnonb3oBaHveM HarpeBatoT npu Temnepatype (130 + 2) ®C B TeueHne He MeHee 54 1 fob6as-
NAT 3 4acTn AUCTUNNNPOBAHHON BOAb! K 97 YacTam agcopbeHTa (no macce). CMech BCTPSAXMBAIOT B TEYEHME
20 MVWH. 1 3aTeM XpaHAT B XOPOLLO 3aKyNOPeHHOM KOHTeliHepe B TeyeHne 10—12 u, yTo6bl 06ecneunTb 0fHO-
pofHoe pacnpegeneHue Bogpl. Icnonb3yloT B TedeHne 3 gHeil.

8.3 O6opynoBaHne

MpumeHsieTca 06bIYHOE NnabopaTopHoe 060pyAoBaHNe, a TakkKe ykasaHHOoe HUXe.

8.3.1 PoTopHbIii ncnaputens (Kudema-Danish unu akBuBaneHTHbI) ¢ kon6oi BMecTuMocTbio 500 cm3
1 NPVKPENIEHHOW rpagyMpoBaHHON NPO6GUPKOIA.

8.3.2 XpomaTorpagmyeckme KofIOHKM BHYTPEHHUM AnaMeTpoM 22 MM U A/iMHoi 600 MM C 3anopHbIMU
KpaHamu u3 nonuteTpadtopatunerHa (MTH3I).

8.4 MeToguka

8.4.1 JKcTparnpoBaHme Xunpa n XJI0POpraHnyecknx coegnuHeHuni

8.4.1.1 O6wwme meToapl

Cwm. ISO 3890-1/IDF 75-1 (npunoxeHue A).

8.4.1.2 CneuymnanbHble MeToabl

8.4.1.2.1 M0oNoKO U CcryweHHoe Mo/Ioko 6e3 caxapa

B3sewwwBatoT 10 r HaBecku B NabopaTopHOM cTakaHe BMecTUMOCTbio 250 cm3u gobasnstoT 25 r agcop-
6eHTa (8.2.4). pasmeLlIBatOT CTEK/IAHHON Manoykoii. BaxHo, YTOGbl MOPOLLOK 6bi1 683 KOMKOB Y MOT MPONTH
yepes y3Kyt0 BOPOHKY.

8.4.1.2.2 CryuieHHOoe MOJIOKO C caxapom

B3sewwmsaroT 10 r HaBecku B 1abopaTOPHOM CTakaHe BMECTUMOCTbIO 250 cm3. TlaTesIbHO nepemMeLunsatoT
¢ 5 cm3aucTunnupoBaHHoli Bogbl. ob6asnsioT 25 r agcopbeHTa (8.2.4) M nepemeLuMBatoT, Kak ON1caHo BblLLe.

8.4.2  OuucTtka Ha Florisil

B xpomartorpadmueckyto KOnoHKy (8.3.2) momewyalT HebonblLUOE KOIMYecTBO cTeknosartbl. BnvsatoT
100 cm3 neTponeiiHoro achmpa (8.2.1) n fobasnatT 25 r agcopbeHTa (8.2.4). Mocne 3anofIHEHUSI KOMTOHKN 10
onpefeneHHoro ypoBHA AalT pacTBOPUTENO CTeYb [0 BbiCOTbl Ha 10 MM Bbille cnosi agcopbeHTa. PacTso-
pstoT 0.5—1,0 r akcTparMpoBaHHOro xupa B 10 cmM3 neTponenHoro agmpa v KoIM4eCcTBEHHO NEPEHOCAT ero
Ha abCcopOEHT B KOJIOHKY.

Mpn nccnepoBaHUM MOMOKa WK CryleHHoro mosoka (8.4.1.2) fo6aBnsoT afacopbeHT, NponuTaHHbINA
MOJIOKOM W/IN CTYLLLEHHbIM MOJIOKOM, Yepes y3Kyt0 BOPOHKY Ha afcop6eHT (8.2.4) B KONOHKE, NOATOTOB/EHHbIN
Kak onucaHo Bbiwe. 3aoupyoT 300 cm3 antoupyolero pactsoputens (8.2.3). CKOpOCTb 3110MPOBaHNA He
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[o/MKHa npesbliwaTe 5 cM3IMuH. BbinapueatoT antaTt Ao obbema 2 cM3 B poTOpHOM ucnaputene (8.3.1) nog,
MOHWMXEHHbIM faBrieHneM npu Temnepatype 40 °C. YaandaT ocTaBwuiics pacTBOpPUTE b, UCMOMb3ys MOTOK
BO3/yXa, MepPeHOCAT OCTaTOK B rpafyupoBaHHy0 NPO6GUPKY C HEOObLIMMK NOPLMAMY NeTposieHoro agupa
(8.2.1) u pasb6asnstoT Ao o6bema 5 cm3.

MpumeyaHnne — T[lonHOe BbiCylUMBaHWE Nocse NPUMEHeHWs BO3dyxa Win a3oTa HeobssatenbHo. OcTaBlue-
ecsi He60/bLLIOE KO/IMYEeCTBO I'IeTpOﬂeVIHOFO scpmpa He NOBMIMAET Ha pe3y/nbTaT, TakK Kak B Xo4e npoueaypbl guxnopmeTtaH
npakTn4yeCckn NosIHOCTbIO UCnapuTca.

B L,ensax 3KOHOMUU BbilIEONCaHHast MeTofmKa MOXeT ObiTb MOAN(ULMPOBaHA B METOANKY C MEHbLLUM
4ync/AIOM 3TanoB, Korga Mcnonb3ylT Tonbko 10 % agcopbeHTa u pacTBOpUTesieil BbICOKOW YACTOTbI creayto-
w»m obpasomM. BasewmnsatoT 1.00 I SKCTparMpoBaHHOrO Xvpa B MepHol konbe Ha 20 cm3 ¢ TouHocTblo 0,01 T
LoBopAat 0o meTkn 20 cM3 neTposieliHbiM 3¢hMpoM 1 TUaTeNbHO BCTPAXMBAIOT A1 NepeMeLLnBaHus.

XpomaTtorpadmyeckyto KofoHKy 8 * 200 MM. CHaBGXXeHHYI0 KpaHOM Ha BbIXOJHOM OTBEPCTUU U pe3epBYy-
apom BMecTMMOCTbo 30 CM3Yy BEPXHEro kpasi, 3aKpbiBalOT HEGO/bLUMM TaMMOHOM U3 CTEKN0BaTbl. B KONOHKY
BBOAAT 15 cM3 neTposieitHoro achupa u MegneHHo fobasnstoT 3.0 r ctaHgapTHoro Florisil (8.2.4). O6ecneun-
BalOT XopoLlee ynaoTHeHNEe afcopbeHTa Nerkum nocTykrBaHWEM MO CTEHKAM KOJTOHKU CTEKISHHOW NasnioyvkKom.
Koraa Florisil ocaxpaeTtcs, galoT pacTBOpPUTENO CTeYb NPUGIN3NTENBHO A0 BbICOTbl 10 MM OT Bepxa KOMTOHKMU.

MuneTkoii nepeHocAT B KoNoHKy ¢ Florisil 2.00 cm3 (4To cooTBeTcTBYeT 100 Mr npo6bl) XUPOBOTrO
pacTBopa, NO/ly4eHHOr0 HOPMasbHbIM TM60 3KOHOMUYHLIM METOAOM. [laloT pacTBOpPUTESIO CTeYb U 3/t0-
MPYIOT XJI0OpOpPraHnyeckne coeanHeHns antoupyrowmm pactsoputenem (8.2.3) o6vemom 30 cm3. Cobupa-
0T 3/110aT B KPYI/IOAOHHY K016y BMecTumocTbio 100 cm3. MonHoe 3110upoBaHMe He AO0/TKHO 3aHMMaTb
MeHee 15 MUH.

BbinapusatoT antoar B potopHom ucnaputene (8.3.1) go ob6bema 2 cm3. YaanaoT 6ol ocTasLumiics
pacTBOpUTENb akKypaTHO NPOAYyBKO MOTOKOM 4YMCTOro Bo3fyxa. [lo6aBnsawT B konby ¢ octatkom 2.00 cm3
M300KTaHa, 3aKpbiBaloT ¥ BpaLLaloT. JaHHbIli KOHLEeHTpaT NCMo/b3YIoT /19 aHanm3a ra3oBoil xpomaTorpaduei.

8.5 la3oBasA xpomartorpadus

CwMm. 1SO 3890-1/1DF 75-1 (nyHKT 6.2). OTHOCUTE/IbHO NpeABapuTesibHbIX UCMbITaHuii cM. 1ISO 3890-1/
IDF 75-1 (pasgensi 10— 14).

9 Metopg G. KonoHo4YHas xpomartorpagusi Ha 4aCTUUYHO Ae3aKTMBUPOBAHHOM
cunvkarene

9.1 CywHocTb MeToAa

(Cm. cebiniky (12)).

XnopopraHuyeckne COefMHEHUs BMECTe C XUPOM 3KCTparvpyoT 13 npobbl. DKCTPaKT OYMLLAIOT, MC-
nosib3ys Xxpomartorpadguio Ha KOJIOHKe, 3anoJIHEHHON Cuavkarenem, NpoBOAA 3/I0MpOBaHUe NeTposieliHbiM
admpom/guxnopmeTtaHom (80 : 20 No 06bEMyY). Dnt0at BbiNapmBaloT, 3aTemM npoBepsT MKX.

9.2 PeakTuBbl

MPUMEHSOT peakTMBbl TONIbKO YCTAHOB/IEHHOW aHaIMTMYECKON KBanndukaLmm, ecnm He yCTaHOBEHO
VHOe, a Takke AUCTUNNVPOBAHHYI0 UM AeMUHEePaM30BaHHy0 BOAY Wn BOAY 3KBUBANEHTHOW YNCTOTHI.

9.2.1 MeTponeiiHblA achmp ¢ nHTepBasnioM kuneHus ot 40 o 60 X . meperHaHHblii. Mpn HeobxogMmocTH
NeperoHstoT Yepes Tpyoky Pawwura gnvHoii He meHee 500 MM.

9.2.2 [inxnopmeTaH. NOABEPrHYTbIN NEeperoHke Hag rpaHynaMu rmgpokcuaa HaTpusa (Touka KuneHus
39 °C).

9.2.3 Snoupylowuii pactBopuTesb: cMech neTponeiHoro agmpa (9.2.1) n guxnopmetaHa (9.2.2) (4 : 1
no o6bLemy).

9.2.4 Cunukarens. 70—230 mewY

AKTUBUPYIOT HarpeBoM npu TemnepaType (450 + 25) °C B TeueHne 3 4. Oxnax[alT U XpaHAT B XOPOLLO
3aKynopeHHoM cocyge.

"| MpurogHocTb npogykTa N$ 7734 ot Merck (JapmwTaar. epmanus) 6bi1a nogTeepxaeHa. Konmuectso v aHanm-
Thyeckas npoueaypa 6bl/iv NPoBEePeHbl NPU UCMOML30BaHUM AAHHOTo npoaykTa. JaHHas MHhopmMaums npusejeHa ans
yfo6cTBa nosb3oBartesnieil HaCTOALLEro cTaHaapTa.
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9.2.5 [le3aKTNBUPOBAHHbI cunvkaresb.

CwmewuBatoT 90 yacTeii akTuBHOro cunukarens (9.2.4) n 10 yacteii Bogpl (o 06bemy). CMecb nepeme-
LuMBatoT B TeyeHne 20 MWH., 3aTeM OCTaBMAIOT B XOPOLUO 3aKynopeHHoM cocyge Ha 10—12 u, ytobbl yaocTo-
BEPUTLCS B OAHOPOAHOCTUN pacnpefeneHns Bodpl.

9.2.6 H-rekcaH [CH3(CH2)4CH3] unu H-rentaH Wav U300KTaH.

Mpy Heo6xoaMMOCTY MponyckarT yepes Tpyoky Pawura AnvHoi He MeHee 500 M.

9.3 O6opypoBaHue

MprMeHsaoT 06bI4HOE NabopaTopHoe 060pyAoBaHMe, a Takke ykasaHHOe HUXe.

9.3.1 AHanuTuyeckme BeCbI, NO3BO/IALLME B3BELUMBATL C TOYHOCTbIO A0 0,01 T.

9.3.2 PotopHbili ncnaputens (Kuderna-Danish wnu akBuBaneHTHbIl) ¢ kon6oli BMECTUMOCTbIO
500 cM3 1 NpUKPENIEHHON rpagynpoBaHHON NMPOBUPKOIA.

9.3.3 XpomaTorpadmyeckme KOSIOHKM BHYTPEHHUM AMaMeTpoM 22 MM. C 3anopHbIMW KpaHamu 13 no-
nutetpadtopatuneHa (MTH3I).

Mpuemnembl TPyOku AnnHOM 250 MM C paclUMPEHNEM Ha BEPXHEM Kpae.

9.3.4 Konbbl poTauyoHHOro ucnaputens BMectumocTbto 500 cm3.

9.3.5 CtakaHbl nabopaTopHble pas/inyHbIX 06bEMOB.

9.3.6 lMuneTku.

9.3.7 BOpOHKM.

9.3.8 Bara, npombITas neTponeinHbIM 3Mpom.

9.3.9 CTeknsHHbIe Nasioyky AgnaMmeTpom 8 MMm.

9.3.10 BoasHOI BakyyMHbIli Hacoc.

9.4 MeToauka

9.4.1 SKcTparmpoBaHue Xunpa u XJ10popraHnyYeckux coeguHeHunn

OTHOCKTENBHO 06LWMX MeToAoB cM. ISO 3890-1/1DF 75-1 (npunoxeHue A).

9.4.2 OuncTka

9.4.3 XXup n xnopopraHunyeckme coeguHeHuns

XpomaTtorpadmyeckyto konoHky (9.3.3) npegBaputesnibHO 3akpbiBatoT Batoii (9.3.8), HanonHsawT 15 1 ge-
3aKTUBMPOBAHHOIO cunukarens (9.2.5), TwaTtensHoO BCTpaxmBaloT. PactBopstoT 0.5 r akCcTparnpoBaHHOr0 Xupa
(9.4.1) B 5 cm3neTponeiiHoro acupa (9.2.1) n KONMYECTBEHHO NEPEHOCAT NOAXOASALLEN MMNETKON Ha BEPXHIOK
4acTb KOJIOHKW, 3aM0/IHEHHOV cunkarenem.

SntonpytoT 130 cm3 antoupytowero pacteoputensa (9.2.3). Job6asnsT 1 cm3 pacTBopa BHYTPEHHEro
CTaHAapTHOro pacTsopa An5 31oupoBaHusa. BbinapusaloT anoar Mef/IeHHO Nof NOHMXKXEHHbIM AaBleHnem
[0 o6bema 1 cm3, ucnonb3ys pOTOPHbIA ncnaputens npu Temnepartype 40 °C n BogaHol Hacoc (9.3.10). Yaa-
NAT OCTaBLUMIACA pacTBOPUTE b MOTOKOM BO3fyXa M NEPEHOCAT OCTaTOK B MEPHYH NPO6GMPKY HEGOMbLIMMY
nopumsamu H-rekcaHa (9.2.6). osogAat o6bem Ao 1 cm3.

9.4.2.1 Kpartkas meToAvKa [/18 MOJIOKa, CTyLLIEHHOro MOJ10Ka, CyXOro MoJsioka v cbipa

(Cm. cebinky [13)).

CwmelunBatoT B cTakaHe 10 r monoka wnm 10 r cryweHHoro mosnoka, pasbasneHHOro Bofoli B COOTBET-
CTBUU C KOIPULMEHTOM KOHLEHTpaLumn, nan 2—4 r cyxoro Mosioka, passegeHHoro B 10 cm3 Bogbl Npu Tem-
nepatype 40 X . unm 2—5r cbipa ¢ 8—9 cm3Boabl 1 15 cM3 akTBUMpOBaHHOroO cuavkarens (9.2.4). MNocTosaHHO
nepemMeLLnBatoT CTeKIAHHONM nanoukoi (9.3.9) 40 NoNyyYeHns Cbinyyero NopoLuka 6e3 KOMOYKOB.

YunTtbiBas cnocobHOCTb «pasfdensowero» cnos cunukarens ¢ 10 % (no macce) Bofbl (BHU3Y) norno-
LaTb Xup, Macca xupa B npobe gomxHa coctasnate 0,3—0,8 1.

Macca Bofbl B Npobe fo/mKHa cocTaBnATb 0kono 10 r. Ecnm 370 He Tak. To f06aBNsAlT COOTBETCTBY-
folee KonmyecTBo BoAbl. TONbKO cogepxanune Bofbl 40 % (No macce) obecneunsaeT ge3akTuBaLuio CuUu-
Karens Takum o6pasom, YTO X/I0pOpraHnyeckme CoefuMHeHUs nepeMeLLalnTcs BBEPX «pasfensiolero» crios
cunukarens ¢ 10 % BoAbl BHWU3Y C (DPOHTOM pacTBOpUTENS.

Xpomatorpaduyeckyto konoHky (9.3.3) HanonHswoT 30 r AesakTuBupoBaHHOro cunvkarens (9.2.5)
1 (CBepXy) BbILLEYNOMSIHYTON cMecbld Npobbl ¢ cunvkarenem. CnonackMBatoT cTakaH ABYMSA NOPUMAMU MO
50 cm3 antoupytouiero pactsoputens (9.2.3) 1 0CTOPOXHO A06ABAAIT 3TN NOPLMM CBEPXY B KOMIOHKY. 3aTeM B
KONTOHKY fo6aBnstoT ewe 300 cm3 antonpytouiero pactsoputens (9.2.3) 1 3/110MpyOT CO CKOPOCTbIO HE Bbile
5 cm3MuH. [lob6aBnAlT pacTBOpP BHYTPEHHEro cTaHgapTa. BbinapuBatoT ant0at MeanieHHO Nof MOHWKEHHbIM
fJasneHnem [0 ob6bema okosio 1 cm3, NCnosb3ys, Hanpumep, POTOPHBINA ncnapuTens (9.3.2), Npu Temnepartype
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30 X . OCTOPOXHO BbiNapuBatoT OCTaBLUNIACA PACTBOPUTENb NMPY aTMOCHEPHOM AaB/IEHUN U KOMHATHOW TEM-
nepartype noytu gocyxa. loBoaat o6bem octaTka A0 2 CM3, UCMOMb3YA H-rekcaH nnn n3ookTaH (9.2.6).

MpumeyaHune — OnucaHHas MeTOAMKA MOXET MNPUMEHATbCA C BABOE MEHbLUMMU MOPUMSIMW MPOoGbI U
peakTVBOB.

9.5 Ta3oBas xpomatorpadus

CwMm. ISO 3890-1/1DF 75-1 (nyHKT 6.2). OTHOCUTE/IbHO NpeABapuTesibHbIX UCMbITaHui cM. 1ISO 3890-1/
IDF 75-1 (pasgensi 10— 14).

10 MeTog H. lenb-npoHuKatowasa xpomartorpadusi

10.1 CywHocTb MeToga

XnopopraHuyeckue CoeAvHEHWsI IKCTPArMpyHOT M3 NPo6bl, U IKCTparupyioLwuii pacTBopuUTesb Bbinapu-
BAKOT A0 Masioro o6bemMa. MonyyeHHble 3KCTPaKTbl PACcTBOPSIIOT 3TUMALETATOM/LMK/IOTEKCAHOM U OUMLLALOT,
UCMONb3Ysl XPOMATOrpaduio C resib-NnpoHUKaKLLEeil KOIOHKOM, 3ano/IHEHHO 3TUNaLeTaToM/LMKIorekcaHoM B
kauecTBe 3/10MPYIOLLEero pacTBopUTens. J/oaT BbiNapyuBaloT, 3aTeM NpoBepstoT MKX.

10.2 PeaKkTuBbl

MPUMEHSOT peakTMBbl TONILKO YCTAHOB/IEHHOW aHaNNTUYeCKOW KBanndmkaumum, ecnm He yCTaHOBEHO
VHOe, a Takke AUCTUNNIVPOBAHHYI0 UM AeMUHEePasIM30BaHHy0 BOAY Wn BOAY 3KBMBANEHTHOW YNCTOTHI.

10.2.1 UuknorekcaH (C6H,2). nogBeprHyThIii neperoHke Hag MeTananyeckum Na. XxpaHawWwmmcs nog cno-
eM KepocuHa.

10.2.2 3tunauetat (CH3C 02C2H5), neperHaHHbIi.

10.2.3 3taHon (C2H50H), neperHaHHbI.

10.2.4 Anatunoselit achup (C2H50C2H5), 63 NepoKCU0B, OUNLLEHHBIN Ha X/I0PUAOM KanbLus.

10.2.5 Cynbdpat HaTpua (Na2S 04) rpaHyMpoBaHHbIli, 6€3BOAHBIA.

HarpesatoT npu Temnepatype 500 X B TeueHue 4 4. XpaHAT B 3aKyNOPEHHON CTEKNSHHON nocye.

10.2.6 PactBop cynbhaTta HaTpus. 2-NPOLENTHbIA pacTBop B 6UANCTUANNPOBAHHON BOJeE.

10.2.7 MeTponeliHblit 3ahup ¢ MHTEPBASIOM KuneHnst oT 40 go 60 X .

10.2.8 Xpomatorpadmueckuii rens (Bio-beads S-X1>200—300 meL uau 3KBUBANEHTHBIN).

10.2.9 Sniompyolwmnii pactBoputenb: cMecb atunauetata (10.2.2) u yuknorekcaHa (10.2.1) (1 : 1 no
06BbEMY).

10.3 O6opygoBaHue

MpumeHsT 06bluHOE TabopaTopHoe 060opyaoBaHMeE.

10.3.1 BbICOKOCKOPOCTHOW CMecuTeNb.

10.3.2 POTOpHbIV BCTpAXUBaTEb.

10.3.3 PoTopHblit ucnaputens (Kuderna-Danish nnu akBuBaneHTHbI) ¢ kon6oi BMecTuMocTbio 500 cm3
1 NPUKPENIEHHOW rpagyupoBaHHON NPOGUPKOIA.

10.3.4 Cyb6nnmanmoHHas cynska.

10.3.5 SKCTpakuMoHHbI annapat CokcneTa.

10.3.6 'enb-npounnkaoLLmii xpomatorpad (MPMoBGPETEHHbIN NN CKOHCTPYVMPOBaHHBLIA B nabopatopun).

10.3.7 flenutenbHan BOPOHKa BMeCTUMOCTbLIO 500 cm3.

10.4 MeTogmnka

10.4.1 SKCTpakumsa Xupa n XJI0pOpPraHNYoCKUX coeguHeHmni

[ns o6wmx metonos cm. 1ISO 3890-1/IDF 75-1 (npunoxeHune A).

10.4.2 OuuncTka renb-npoHMKaLWweih xpomatorpaduei

3 rxupa, nosiy4eHHoro B cooTeeTcTBUM € ISO 3890-1/1DF 75-1:2009 (A.3). B3BELUIMBAIOT C TOYHOCTLIO
f40 0.01 r. Pa3BoAaT xup B antoupyowem pactsoputene (10.2.9) n pa3basnsioT JaHHbIM pacTBOpuUTeNeM A0
o6bema 50 cm3. MomellaoT 5 cM3 4aHHOrO pacTsopa B NET/I0 refib-NMPOoHUKaKLLero xpomarorpada.

XpomaTorpadmueckuii refb SIBSIETCS NPUMEPOM WU3AENNiA, MMetoLWmMXCs B npogaxe. JaHHas nHdopmauus npu-
BefleHa Ansa yaob6cTBa nosb3oBateneil HacTosLLero ctaHaapTa.
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OTAensoT X1p 0T 0CTATKOB, UCNOMb3YSA XpoMaTorpadyeckyto KOSIOHKY, 3an0/IHEHHYIO refleM Ha BbICOTY
320 mm (10.2.8), npegBapuTenbHO NPOMUTaHHBIM anoupyoLWwem pactsoputenem (10.2.9), 1 ynakoBbiBaloT B
TpybkKy AgnameTpom 25 * 400 mm.

HacTtpavBaloT CKOpPOCTb 3/1l0MpoBaHNA Ha 5 cMIMUH, yMeHbluas AaBfeHne Ha KOJIOHKY (AaBneHue He
[omkHo npessbiwaTk 0.5 6ap O, n cobupatT 100— 160 cM33n0aTa. KOTOpbIi COAEPXKUT XNUP. B KPYTNOLOHHYHO
konby. BbinapusaloT antat Ao 5 cm3 B poTopHoM ucnaputesne (10.3.3) nof yMeHbLUEHHbIM AaBfieHneM npu
Temnepartype 40 sC.

Mocne Kaxzoi Npo6bl NPOMbIBAKT KOJTOHKY 3/10MpyoW MM pacTeopuTtenem (10.2.9) B Te4eHue 3 MUH.

Mpy vcnonb3oBaHuKM annapaTtypbl, NOCTPOEHHOW B nabopaTopuun, KOAMYEeCTBO NPo6bl U peakTMBOB
[OMKHO 6bITb TOYHO COOTBETCTBYIOLLUUM.

10.5 Tla3oBasa xpomaTtorpagus

Cwm. ISO 3890-1/IDF 75-1 (nyHKT 6.2). OTHOCUTE/IbHO NpeABapuTenbHOro aHaansa cm. 1SO 3890-1/IDF
75-1 (pasgensl 10— 14).

11 lNopTBepxaatolme TeCTbl

11.1 NoaTBepxaarWwuii Tect A. OnpegeneHne XxJ1I0pPOPOraHNYecKUX COeAUHEHN C NOMOLbIO
KanunnspHoW rasoBoil xpomartorpadum

11.1.1 CyuwHoCTb Tecta

(Cwm. [14]. [15]. (161).

11.1.2 O6opygpoBaHue

MpuMeHsaoT 06bI4HOE NabopaTopHoe 06opyAoBaHue.

11.1.2.1 l'a30BbIi XpoMaTorpad € 3/1eKTPOHO3axBaTHbIM AEeTEKTOPOM, OCHALLEHHbI KanunnsapHoi cu-
CTEMOI NHXEKLNN.

11.1.2.2 KanunnaspHas KOIOHKa Co crefyloWwmmMm XxapakTepucTnkamu:

- ANvHa He MeHee 25 wm;

- HenoasmxkHasa dasa CP-Sil 72\ SE 302> OV12' unu aKkBMBasieHTHas;

- TonwmHa nneHkn ot 0.1 Ao 0.4 MKm:

- BHYTPeHHMA gnameTp oT 0.1 o 0.4 mwm;

- NoABWKHasA hasa C KOHTPOIMpyeMbIM faBfieHnemM (pabouunii ras: renuii NN BOAOPOL):

- NNHeliHas ckopocTb oT 200 fo 400 mm/c;

- ra3 ansa nogayekv (BO4OPOL MW aproH/MeTaH). pacxof okoso 20 cM3IMUH;

- npopyBska getektopa 30 cM3IMuH (a30T UM aproH/MeTaH);

- TeMmnepartypa unHxektopa 210 °C;

- Temnepartypa getekropa 300—350 °C: nporpammMmupoBaHue Temnepartypbl 3aBUCUT OT cnocoba NHXekK-
Luun (CM. HNXe).

11.1.3 Cnoco6 MHXeKunn

11.1.3.1 WHxekTOp 6€3 AeneHns notoka

3akpblBalOT feNnTenb NoToka 1 064yB CenTbl, €C/IN OH eCTb.

BeogaT 1—5 mm3 (6e3 geneHna noToka) npu temnepartype konoHku 100 °C. Mpu ncnonb3osaHum pac-
TBOpUTEnei 6onee NeTyynx, 4em U300KTaH, peKoMeHAyeTCs NoHWXKaTb Temnepartypy KonoHku fo 90 °C unm
Jaxe no 80 ®C.

Mocne BBoAa Ha kopoTkoe BpeMsa (0T 0,25 A0 3 MWH.) OTKPbIBAKOT AeNnUTeNb U 064yB CENTbl, €C/IN OH
ecTb. Bpems f0/1XHO 6bITb YCTAHOB/IEHO 3KCNEPUMEHTA/LHO.

Cnycta 1 MUH. mocfie OTKPbITUA AeNUTEeNsA HauyuHalT nporpamMupoBaTh Temnepartypy, U3MeHAs
ee B gnanasoHe oT 5 o 40 °C/mMuH. MporpamMmupoBaHne TemnepaTtypbl npekpawiaioT npyu 4OCTUXEHUN
210—230 °C.

KoHeuHoe BpemMs BblAEPXKM 3aBUCMT OT CKOPOCTU MporpammupoBaHus Temnepartypbl, HO OHa 6yaeT B
npegenax 15—0 MuH.

16ap = 1-105Ma. 1 MMa = MOG6 MNa.

2) MpuMepbl N34ennii, MelLMXCcs B npogaxe. [laHHas MHdopMauys npuseaeHa Ansa yaobcTea nosb3osareseit
HaCTOSALLErO CTaHAapTa.
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OxnaxgatoT [0 Ha4yanbHOl TeMnepaTtypbl. 3akpbiBaloT AeNnTeNb NOTOKA U 064lyB CENTbl, €C/IN OH eCTb.
BBoaAT cnepytolwmin obpasew,

11.1.3.2 CreknsgHHas cuctema nHxekumuu

C NOMOLLBH0 JaHHOTO YCTPOIACTBA B KanuISIPHYO KOMTOHKY MOXET GbITb BBEAEHa KoMnakTHas nopuus ot 1.0
[0 2 MM3. TTOCKOMbKY pacTBOPUTESb YXKe MPaKTUYECKN NOSTHOCTLIO UCNapucs, MOXHO MUCMO/b30BaTb N30TEPMU-
Yeckuin aHanus, AenaroLmii U3NNLLHUM OXTaXAEHVE ra30Boi XpomaTorpadmyeckoin CMCTEMbI B KOHLIE aHaIn3a.

11.1.4 MMpoBepka BCel CUCTEMbI

11.1.4.1 KanunnsapHyr KOSIOHKY (MPUOBPETEHHYIO WIN U3FOTOBJIEHHYIO B labopaTopun) nepuoauvecku
NMPOBEPSAIOT NPU HOPMasIbHbIX YC/T0BUAX, UCMOJb3YSA NHTEpPecyoLWwmne coeanHeHns.

11.1.4.2 Cmecb X/iopopraHmyecknx nectuumaos, cogepxaltuyto p-rxXur. aunsapvid, sHapud v n,n'-A0T.
BBOAAT npu TemnepaType 210 °C. npu Hebonbwom genexnnn (1:20). Ana gunbgapuHa (c6poc > 5) ymcrno Teo-
peTnyeckux Tapesiok JO/MKHO 6biTb He meHee 80 000.

11.1.4.3 PaBHble KonuyecTsa aHAPUHA U ANbAPUHA, BBEAEHHbIE 6e3 fefleHna NoToka npu ycroBusx,
onucaHHbIX B 11.1.2. AO/MKHBI faTb B pe3y/ibTaTe COOTHOLIEHMWE BbICOT MUKOB HE MeHee 65 %. Ecnn aTo He Tak.
TO agcopbumsa mewwaeT HOPMasbHOMY 3/1HOMPOBAHUNIO SHAPUHA.

11.1.4.4 OueHb YyBCTBUTE/bHbIN K pa3fioxeHuo N,n'-A44T NoaXoauT B KAYECTBE KOHTPO/IbHOTO COEAUHEHUSI.
Mpwu ycnosusx, ykazaHHbIx B 11.1.3.1. BpeMs yaepXvBaH/A B UHXEKLIMOHHOM KaHause foCTaTouHO NPoAo/KuTe b-
Hoe. B yacTHOCTW, eCcnin CTEKNSHHbIV NaitHep He Obls 4e3aKTMBMPOBaH B AOCTATOYHON CTEMEHU, TO MPOMCXoanT
pasnoxeHue. N3oTepmnyeckasn (210 °C) nHxekuus n.n -A4T ¢ AgeneHnem NoToka (CTEKNSHHAs cucTeMa NHXeKUUn
short residence time), ¢ pasgeneHem Ha xoI04Hble KOIOHKM (06beMbl 1 TemnepaTtypbl B cooTBeTcTBun ¢ 11.1.3.1)
1 BBOJA, 6€3 feneHns npy ycnosusix, onucadHbix B 11.1.3.1, gatoT nHopmauuio, rae v B Kakoli CTeNeHn Npounso-
o pasnoxeHve. KOHTPonb MMHERHOCTM AO/MKEH NPOBOAUTLCS PerynspHo. Mo Mepe 1cnob3oBaHus KauyecTBo
KO/TOHOK yXyALlaeTcs n afAcop6buys NoBbILLaeTcs, 0CO6EHHO Npy 601ee HU3KNX KOHLIEHTPaLsX.

11.1.4.5 MNpoBepKN Ha IMHENHOCTb [OJ/DKHbI NPOBOAMTLCS C MOCTOSIHHBLIM MHTEpBasioM. B xoge Bbinon-
HEeHWs1 UCMbITaHUIA Ka4YecTBO KOJIOHKM yXyAlaeTca v aacopbumsa yBennunsaeTcs, 0COOEHHO NpyU HU3KUX TeM-
neparypax.

11.1.5 TlMpumeHeHne n nccnegosaHne nNpoob

XnopopraHumyeckue coeiMHEHNA 3KCTparmpyroT 13 npob B COOTBETCTBUM C OAHUM U3 METOLO0B, ONMUCaHHbIX
B HacToslLeM cTaHfapTe. B yacTHOCTW, B Cnyyae € aKCTpakTaMu U3 XMPHbIX 06pasLoB 60/1ee BbICOKOKMMALLWE
BellecTBa Takke BMPbICKMBAKOT BMECTE C X/IOPOPraHNyecxXumu coefuHeHnsamMmmn. 3T 6o/1ee BbICOKOKUMALLME Co-
eVNHEHUS 3arpA3HAINT CTEKNAHHbIE NaiHepbl B MHXEKTOPe, YTO NPUBOAWT K aAcopbuun nccnegyembix coeguHe-
HWiA. Heobxoanma perynspHas ouncTka. B cnyyae co CTEKAHHbIM NaiitHepoM MOXHO paboTaTb C NPefKONOHKOM
BMECTO CTEK/AHHOro NaiiHepa. Ocoboe BHUMaHVe cnegyeTt yaenuTb pasnoxeHuo n,n'-44T.

11.2 NopTBepxaawwuin Tect B. TOHKOC/OWHAA xpoMaTorpadusa xsopopraHMyeckmnx
coeAuHeHun

11.2.1 CyuwHocCTb Tecta

(Cm. ccbinky (91).

ANVKBOTHYO YacTb OYMLLEHHOTO AKCTPaKTa NPobbl HAHOCAT HA TOHKUI C/I0I OKCMAA antoMUHNUS BMecTe
C cepvieii cTaHAAPTHbLIX 06pasLoB. XpomMaTorpaMMy pa3BuBatoT BOCXOAALLMM NOTOKOM, MCMOJb3YS B KayecTBe
NOABWXHO thasbl NeTponeliHbIi adup, 1 pasfeneHHble coefUHeHNA CTARHOBATCA BUAVMbIMUY NPU ONPbICKBA-
HUWM HUTPaATOM cepebpa ¢ nocneaynLwmm obayyeHem ynbTpacrnoneToBoii 1amnoii.

11.2.2 PeaKTtuBbl

MprYMEHAT peakTBbl TONIbKO YCTAHOB/IEHHON aHaNMTUYeCKoW KBasmdmkaumum, ecnam He ycTaHOB/IEHO
MHOe, a Takke AUCTUNIMPOBAHHYI0 UM AEeMUHEPASIM30BaHHYO BOAY WM BOAY 3KBUBANEHTHOW YNCTOTLI.

11.2.2.1 MeTponeiiHbliA 3np ¢ MHTepBasioM kuneHms ot 40 go 60 CC. BblAepXaHHbI Haf rpaHyamu
rMapokcuaa Hatpust U neperHaHHbIN.

11.2.2.2 PacTBop HUTparta cepebpa (peareHT Ana pacnblieHuns).

PacTtBopsitoT 0.5 r HuTpata cepebpa (AgNO03) npubnmsutensHo B 1 cm3 BoAbl. [JobasnawT 99 cm3
95-npoueHTHoro ataHona (C2H50H) n cmelunBatoT.

11.2.2.3 PacTBOpbI CTaHAAPTOB X/I0POPraHNYecknx COeUHEHNI B U300KTaHe, codepxalem 0,05 MKr/mMm3.

11.2.2.4 TnacTvHbl AN TOHKOCMOWHONM xpomartorpaduu TCX, NOKpbITblE OKCUAOM antoMuHus, Tun E
(HenTpanbHbIA), F254, nnctbl u3 antomuHreBol donbrn Merck Ne 5550 >

1! Merck N9 5550 — npumep u3genuii, umetowmxca B npogake. JaHHas nHopmauns npusegeHa Ansa yaobersa
nosib3oBatesnieli HaCTosALLEro cTaHaapTa.
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11.2.3 O6opypoBaHue

MpumMeHsaoT 06bl4HOE NabopaTtopHoe o6opyAoBaHue.

11.2.31 YnbTpaduonetosas namna Aas poToxXMmMmnyeckoro onpegeneHnsa XaopopraHnyecknx coeguHe-
HWI1 TCX (TOHKOCNOMHOI XpomaTorpadmeii).

KBapueBas namna Zwecke ot Philips, Tun HPK 125 W/L1. pekomeHgoBaHa C npeobpasoBatesieM
VGI HP 125 W.

11.2.4 MeToaunka

YnapusatoT npoby M aKCTpakTbl XOMOCTbIX ONpeAeneHunii 40 NnogxoAsiwero oo6bema B rpagyvpoBaHHONA
npobvpke nnu snane Konteca. C NOMOLLbIO MUKPOMUMETKN NEPEHOCAT 06beM aKCTpakTa Npobbl, cogepxallie-
r0 4OCTATOYHOE KOJINYECTBO X/IOPOPraHNYECKUX COEAUHEHNIA, YTOOLI HAHECTU NATHO Maccoii 0,025—0,25 Mkr
Ha npeABapuTenbHO MOKPbITYI0 OKCUAOM antoMuHus E-nnactuHky. To e camoe NoBTOPSAT C TakuM e 06b-
€MOM XOJ10CTOV 3aroToBKM.

Mcnonb3yloT pacTBopbl CTaHAAPTOB 418 HaHeceHus nNpob, cogepxawmx 0.025: 0.05; 0,10; 0.15: 0,20
1 0.25 MKr X/10pOPraHNYoCKMX CoOeAMHEHN COOTBETCTBEHHO. [4na AOCTMXEHUS NyyLllero pesynbrara pasmep
(AvameTp nATHA) HAHECEHHOW annTKBOTLI NPO6bLI U CTaH4apPTOB A0/DKEH GbiTb MO BO3MOXHOCTU HaVMeHb-
LUMM.

XpomaTtorpammy pa3BvBatoT Ha paccTosiHue 0kos1o 150 MM BOCXOASALLMM NOTOKOM B MpeABapuTeibHO Hacbl-
LLIeHHOW kamepe, NCnosb3ys NeTponeliHbli adoup (11.2.2.1) B kKauecTBe NoABMXHON hasbl. Korga noasmxHas asa
[OCTUTHET NHUK OPOHTA, NNACTUHKY AOCTAOT U3 KaMepbl 1 AaloT afre3suBHOMY pacTBOPUTENO CNapUTLCS.

O6WbHO ONPBLICKMBAKT CNUPTOBbLIM PACTBOPOM HUTpaTa cepebpa (11.2.2.2). HegocTtaTovyHOE ONpPbICKU-
BaHWe NpuBefeT K HU3KON YyBCTBUTENIbHOCTW. CnycTa 10 MUH. Nocne pacnbl/ieHss OCTOPOXHO OCMaTpuBaloT
nnacTvHy. Ecnun B aTo BpeMs MOSIBASIOTCSA KOPUYHEBbLIE UM YEPHbIE MATHA, TO OHU He OTHOCATCA K X/iopopra-
nmyeckum coefmHeHuam. MHorga kak xonoctas npoba, Tak 1 Npoba NposBsAT XenTo-KopuYHeByo 061acTb
Ha BenunuunHe oTknuka fr pasHoi 0.70.

OTmevaloT pacnonoxeHue nAatHa (NATEH) kapaHAalwoM 1 NnomMeLlarnT XxpoMartorpaMmmy nog ynbtpadmo-
neTosyto namny. OcseLyatloT B TevyeHve 10 MyH. Y6upatoT NNacTUHKY 13-No Namnbl U Cierka onpbICKUBaloT ee
AVNCTUNNIMPOBAHHON BOAON Tak, YTO6bl OHa CTasa BaXHOMN.

OnATb NoMeLlarT NAacTUHKY nog yabTpadroneTosyto namny. X10popraHuyeckne coeMHeHnsa Tenepb
[OMKHbI Yepe3 1—2 MWH. NPOSABUTLCA Kak YepHO-h1ONEeTOBbIe NATHA.

Ecnn BugnmMocTb NATEH HeyA0BNeTBOPUTE bHA, TO He06X0AMMO 06/1yyaTh NIACTUHKY elte 10 MyH. Ee onATtb
OMpbICKMBAIT AUCTUINMPOBAHHOW BOAOK M NPOAO/IKAOT OCBELLAaTb elle 1—2 MUH., Noka Jaxe camas Hu3kas
KOHLeHTpaums cTaHAapTHOro pacTBopa He CTaHeT pasnuunma. Ecnv Bece 3HaveHus (ff) goctaTtoyHo HU3kve n pas-
AeneHuve cnaboe, TO NOBTOPSAIOT Xpomartorpadmio, UCnosib3ys NeTponeiHblil adup, cogepxawuii 1 % aueToHa.

NPEAYNPEXAEHWVE — [ina ycnewHoro onpeeneHunst Xx1I0popraHUYecknx Coe AMHEHUN B TOHKNUX
cnosx, B nabopatopHoi aTmoccepe J0/KHbl OTCYTCTBOBATb AaXe HUUYTOXHble KONMYecTBa CONAHOM
KUCNOTbl, XNOPUCTbIX UWIN CEPHUCTbIX COeAUHEHWI. [laxe napbl rasioreHn3MpoBaHHbIX pacTBopuTe-
newn, Takux kak xnopodopm, MOTyT cTaTb MPUYUHOW NOSIBIEHNA 3HAYMTENbHOro hOHOBOrO MOTEMHE-
HUA U CYLEeCTBEHHO CHU3UTb YYBCTBUTE/ILHOCTb ONnpeAesieHns.

11.2.5 OueHKa xpomaTtorpammbl

NaeHTudnumpytoT NATHO (NATHA) B @/IMKBOTHOW Npobe nyTem CpaBHEHMUS C MATHaMW CTaHAAPTHbIX CO-
eIHeHWNiA. BbIbupatoT TOMbKO Te NATHA, KOTOpPble He NPUCYTCTBYIOT B «XO/I0CTOW npo6en. 3Havenus R, ana
Xfl0popraHnyecknx NecTuumaos npuseaeHsl B Tabnuue 1.

Tab6nuuya 1— 3HauyeHns BeNMuMHbI OTKNMKA (fr) XNopopraHMyecknx CoeaMHEHNI N NPOAYKTOB UX Pa3/IOXKEHUS B CUCTe-
Me A120 3E/neTponeliblii achmp

CoepnvHenvie BesmuvHa otkvka {ty
MeTakcuxnop 0.00
r5-rXLU 0.00
SHpocynbgaH B 0.02

1> Philips, Tun HPK 125 W/L. — npvmMep usgenuii, umetowmxca B npogaxe. JaHHas nHdopmauna npuseseHa ans
yfo6cTBa nonb3oBaTesieil HaCTOALLEro cTaHaapTa.
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OKoH4YaHue Tabnuubl 1

CoeayHeHvie BenmumHa otkvka ()
[-rXUr 0.03
LAIXUr 011

AnnbapviH 0.12
OHAPVH 0.16

[eTaxnopanokcua 0.18
rEXLr 0.20
[MeHTOoX0paHNINH 0.21
n.n-44.4 0.23
OHpocynbthaH A 0.23
o.n-AuA, 0.26
M-IXL 0.31
;'-XnoppaH 0.39
«-XnopgaH 0.45
n.n-guT 0.48
OkcuxnopfaH 0.54
0.n-44T 0.57
entaxniop 0.60
n.n-4auE 0.65
MeHTaxnopHUTpob6EeH30N 0.68
AnbapuH 0.72
MeHTaxnopobeH3on 0.76
XB 0.77
Mwupakc 0.80
TokcadpeH (nonoca) 071 0.00 go 0.70
MpumevyaHne — CMecK NOUXIOPUPOBAHHBIX BUPEHNNOB (Tak1X Kak apox/iopbl) AAOT He BMOJSIHE YeTKOo

pasgeneHHble nsaTHa Ha fr co 3HaveHusmmn 0.65—0,75. 3To nNpumep MPOAYKTOB, NPOU3BOAMMbIX B MPOMbILLIEHHOM
mMacltabe. laHHaa uHopmaumsa npusedeHa Ana ypobeTsa nonb3oBaTeneit ctaHgapta 1ISO 3890-1/IDF 75-1 v He
npegcraensieT co6oi pekiamy AaHHbIX NPOAYKTOB.

OnpefensoT NPUMeEPHOE KOIMYECTBO NeCTMLMAA B afIMKBOTHON nNpobe nyTeM CPpaBHEHWSA € NATHOM pac-
TBOPOB CTaHAAPTHbIX BELLECTB pas3/IMYHOi KOHUeHTpauun. B ngeane TCX u MKX gomkHbl BblgaBaTb KOIN-
YeCTBEHHO M KaYeCTBEHHO UAEHTUYHble pe3y/bTatbl. OgHaKo M3-3a NpMbaM3NTENbHbIX pacyeToB TCX MOXHO
0XMAaTb 3HAUUTENbHBIX Pa3IMynii.

B Takux cnyyasx Hago pykoBOACTBOBAaTbCA 34pasbiM CMbIC/IOM. Ecnu, Hanpumep. MNKX nokasbiBaeT
500 mkr/kr. a TCX — 350 MKI/KT, TO MOXHO cuMTaTb AaHHble pe3ysibTaTtbl npuemaemMbiMu. C Apyroli CTOPOHbI,
ecnun MKX nonyyaet 500 mkr/kr, a TCX — 150 MKr/Kr, TO peKOMeHAyeTCs NOBTOPUTL UCCefoBaHNe.

11.3 MWcnbiTaHWUS Ha COOTBETCTBME TEXHMUYECKUM ycrioBuam C. MoaudmkaLum XxuMmmyeckoli
CTPYKTYpbI

11.3.1 O6wue nonoxeHus
(CmM. cebinku (17), [18]. [19]. [20]. [21]).
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MHorne xnopopramvyeckme COeAMHEHUs MOCPEeACTBOM XUMUYECKUX peakuuii MoryT npespallaTbcsi B
pasfinyHble coeiHeHns. Peakuuy NMpou3BOAHbLIX NOSyYEHUS OCYLLECTB/IAIOT KaK Ha 3KCTpakTe obpasua, co-
Jepxalero aKCnepuMeHTaslbHO OnpejesieHHble OCTaTku, Tak U Ha NOoAXOAALEeM KO/MyecTsBe CTaHAapTHbIX
COEAUHEHUA.

ConocTaBfieHe XMMUYeCcKnx 1 xpomatorpadmuyecknx 0co6eHHOCTeNn NPoAyKTOB peakummn 13 akcTpakra
obpasua 1 cTaHAapTHbIX COeAUHEHNI AaeT NosesHble AONOHUTE NbHbIE AoKasaTenbCTBa ANA NoATBepXae-
HMS HaIMYMA SKCNeprMEHTa/IbHO OnpeaeneHHbIX 0OCTaTKoB B obpasLie.

Cpeay pasnnuHbIX XMMUYECKMX cucTeM, pa3paboTaHHbIX C 3TON Lenblo, pekomeHayeTcs obpa3oBaHue
Npov3BOAHOI B TBEPAON MaTpuLe, MOCKO/IbKY OHa creundmnyHa, YyBCTBUTE/IbHA 1 NPOCTa B BbIMNOTHEHUN.

Hwxe onucaHbl yeTbipe cnocoba MoslyyeHUss XMMUYECKO NPou3BOAHON TBEPAOV MaTpuubl ANs noja-
TBEPXAEHNA WAEHTUYHOCTU pas/IMyHbIX X/10pOpraHMyeckmx coegunHeHunii. ina MXB He cyuiecTByeT Takoro
cnocoba, n No3aToMy AN1A AaHHOTo COeAVHEeHUs NpvBeAeHa MeTofuka NOoATBEPXAEeHVS NoCpefCcTBOM Mosy-
YeHUs NPOu3BOAHOI B pacTBOpaXx.

11.3.2 Tony4yeHve NpPoOV3BOLHONW B TBEPAON MaTpuLe

11.3.2.1 PeakTuBbl

MPYMEHSAIOT peakTBbl TOIbKO YCTAHOB/IEHHON aHaIMTUYECKo KBanudukaumm, ecnm He yCTaHOB/IEHO
MHOe, a TakKe AUCTUIIMPOBAHHYI0 NN AeMUHEPAN30BaHHY0 BOAY WV BOAY SKBMBASIEHTHON YMCTOTbI.

11.3.2.1.1 Okeng antomunmsa 60 (A120 3). akTUBHbI OCHOBHO Tun E. akTnBHOCTb 1. Merck 10671).

11.3.2.1.2 Okcupg antoMmHmsa 90 (AJ20 3). akTUBMPOBAHHBINA, KNCAbIA, akTUBHOCTL 1. Merck 10781*

UucTtoty obomx aacopbeHToB nposepsitoT, cmewmsas 0.5 r ¢ 2 cM3 yucrtoro Tonyona. fawT ocafky
0CeCTb 1 BBOAAT a/IMKBOTHYIO YaCTb HaA0CaA0UYHOW XMAKOCTK B annapart MKX npu Tex xe ycnosusx, kotopble
MCNosb30Ba/INCh NPU aHanuse necTuumaos. Ecnn HabnwogaroTca Nk, TO NPOU3BOAAT OUMCTKY HarpeBaHnem
npu Temnepartype (550 + 25) °C B TeyeHue 3 4.

11.3.2.1.3 Tonyon, atunauetrar WauM M300KTaH (2,2.4-TpUMeTUNNEHTaH), NOAXOAAWMA ANnA aHanusa
OCTaTKOB.

11.3.2.1.4 CepHas kucnota. c(H2S04) = 95—97 % (maccoBas [ons).

11.3.2.1.5 ConsiHada kucnoTa (HCI). abimMauwas (MaccoBas nons He meHee 37 %).

11.3.2.1.6 Xnopwug umHka (ZnCl2). 6e3BogHbIi, Hanpumep, Merck 88164

11.3.2.1.7 TBepgas matpuua, AN MUKPOOUUCTKM LLEeNoYbio (aKTMBMPOBAHHASA LLE0Ybl0 OKUCh antoMu-
HYA).

PacTBopsitoT 5 1 rpaHyn rugpokcnga kanvms (KOH) B 4 cM3 BoAbl B CTEKNAHHOM CTakaHe BMECTUMOCTbIO
400 cm3. fJob6aBnsoT HebonbwMMK nopuuamMn 50 r OCHOBHOro okcuga aniomuHua (11.3.2.1.1), TwartensbHo
pa3melumBas CTEK/IAHHOW Nasioukoii. MNMepeHocAT B KONby BMeCTUMOCTbI0 500 cM3 1 3HEPTMYHO BCTPAXMBALOT.
[lo ncnonb3oBaHNs XpaHAT B 3KCMKATOpE.

PacTtBop rogeH B TeyeHne 6osee 6 Mec. Npu YC/I0BUW XpPaHEHUSA B CYXOM MecTe.

11.3.2.1.8 TBepaasa maTpuua ANS NOATBEPXAEHUSA UAEHTUYHOCTU 3HAPUHA (KACNbIA OKCUA aSIIOMUHUS).

OcTopoxHO fo6aBnsAT 5 cM3 cepHoii kncnoTsbl (11.1.3.2.1.4) B 2.5 cm3 Bogbl. OxnaxgatoT B NefsHol
6aHe B TeueHne 20—30 MUH. B npefBapuTesibHO OXNaXAEHHONM CTynke GbICTPO M3MenbyalT nectukom 50 r
YMNCTOro NeAaHoro okcmaa antoMuHma (11.3.2.1.2) ¢ pasBeJeHHOW CepHOii KMcnoToii. MNepeHocAT cMech B CTe-
KNAHHYI0 KONBy ¢ NpUTEPTOI NPo6Koi 1 BCTPAXMBAKOT B TeueHne 2 4 B BuGpaTope. XpaHsT B NJI0THO 3aKyno-
PEHHOM KOHTeliHepe B akcukaTope. [oAroToBneHHas Takum ob6pas3om TBepAas mMaTpuua akTuBHa B TeyeHue
6onee 1r.

11.3.2.1.9 TBepfas matpuua Ans NoATBEPXKAEHUA UAEHTUYHOCTM 3HAOCYNbaHa (CUNbHO KUC/bI OK-
cug astoMUHUS).

B TeueHne 30 MWH. pasfencHO oxnaxpatT 5 cM3 KOHLEHTPUPOBAHHOW cepHoi kucnotbl (11.3.2.1.4)
1 25 1 ounLLEHHOTO K1cnoro okcuga antommuans (11.3.2.1.2) go Temnepatypbl HAXe Hyns. MNepemelunsaloT B
npeABapuTeslbHO OXNaXAEeHHON CTyne 1 6bICTPO M3MeNbYaloT A0 NOoNyYeHUs OAHOPOAHONO NOPOLLKA.

[l0 ncnonb3oBaHWA XpaHAT B XOPOLLO 3aKyrNOPeHHOW Konibe B aKcukaTope.

11.3.2.1.10 Teepgas matpuua Ans NOATBEPXKAEHUA WAEHTUYHOCTU AUNbAPUHA (OKCUA a/lloMUHUSA, Ha-
CbILLEHHBI XI0PUAOM LMHKA U CEPHOW KNCOTOM).

B cTakaH BMecTtumocTbio 100 cm3nomelyatoT 0.4 r 6e3BoaHOro xnopuga uvHka (11.3.2.1.6). JobasnsioT
0.8 cM3 consaHoi kncnoTbl (11.3.2.1.5) 1 6bICTPO pasmeLIMBalOT CTEKMISIHHON Nasioukoil [0 NOMHOTO PacTBO-

1) Merck 1067. Merck 1078, Merck 8816 — npumep “3genuvi, nveLmxcsa B npogaxe. JaHHas nHdopmauus npu-
BefeHa Ans yao6cTea nonb3oBateneli HacTosLLero cTaHaapTa.
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peHns TBepAblx YacTeid. Job6asnsaoT 10 r kucnoro okenga anommuuns (11.3.2.1.2) 1 xopolwo nepemMeLunsaroT
[0 Nosly4yeHnss OfHOPOHOTO NOPOLLKA.

XpaHAT B XOPOLUO 3aKyNOPEHHOW CTeKNAHHOW nocyfe. MOTOBAT 3aHOBO KaAble fBa AHS.

11.3.2.2 MeToauka

11.3.2.2.1 MoarsepxgeHune LT, A0[. meTOoKCMXNnopa, a-Xx/opaaHa, rentaxsopa v rentaxsiop-anokcmaa

B fBYX CTeK/IAHHbIX Npobupkax BMECTUMOCTbI0 10 cm3 nomelyaioT no 1 wenoyHol TBephon maTpulpbl
(11.3.2.1.7). B oHY KOHTPOJIbHYIO NPOOVpPKY [406aBASIOT NOAXOAALLYI0 a/MKBOTHYIO YaCTb KOHLEHTPUPOBaH-
HOr0 OYMLLIEHHOrO 3KCTpakTa Npobbl. B Apyryto Npobupky A06aBNSIOT a/IMKBOTHYHO YacTb CTaH4apTHOro pac-
TBOpa. Cofepxallero Takoe KOJIMY4eCTBO X/I0OPOPraHNyeckoro CoefMHEHNs!, KOTOPOe CXOAHO C KOJIMYECTBOM,
cofepxalmmcs B aKCTpakTe npoobl.

YpansoT no6oi pacTBOpuTEb NPOAYBKOR CTPyel YACTOro BO3Ayxa WAN He3HauYuTesNlbHbIM HarpeBoMm
npobupok. CmeLwwrBaloT Cyxylo TBEPAYI0 MaTpuly, NOMeCcTUB NPo6upkn B BUGpPATOp UM B y/bTPas3ByKOBYIO
BaHHY. YCNOBWA peakumn 1 pacTBOpPUTE/b, HEOOXOAMMbIA AN SKCTPaKLUM PasnnyHbIX NMPOU3BOAHbLIX, NPU-
BefeHbl B Tabnuue 2. lo6aenaoT 1 nnm 2 cM3 COOTBETCTBYHOLLErO PacTBOPUTENS U NOYHa0T NPOU3BOAHYIO
nyTeM 3HEPrYHOrO BCTPSAXMBAHWA WM MOMECTUB NPOOVPKM HA 2 MUH. B Y/IbTPa3BYKOBYI BaHHy. [laloT va-
cTrLam afcopbeHTa 0cecTb M BBOAAT a/IMKBOTHYIO YaCTb BCMJ/IbIBAKOLLEN XUAKOCTU B ra3oBblii xpomaTtorpad).
M OeHTUYHOCTb NPOAYKTOB peakuuu, UX MUHUMAasIbHOE BbISIB/IIEMOE KOJIMYECTBO U OTHOCUTEsIbHOE Bpems
yAepX1BaHUs Takke npveefeHsl B Tabnvue 2.

Tab6nuuya 2— lNoaTBEPXAEHNE MAEHTUYHOCTY X/IOPOPraHNYeCcKoro coeanHeHrs obpasoBaHmemM NPOU3BOLHOIO cCoeau-
HEHUS B OKCMAE a/ltoMUHMS/TBEPAONA MaTpuue KOH

OTHOCUTENIbHOE BpeMs

whmansoe yacpxuoanun
Npentudukaumns Bpews Ncnonb3yemblil BbifiBNAeMOe (aneaputt * 1.00)
VcxopHoe A 4 peakuumn Y Ha KonoHke 1.5%
coepuHeHme nponsBoOAHOTO npu ANA IKCTpakyun KOnu4yecTBo OV-17/1.95 % QF-l
coeanHeHuna 80 *C pacTBopuTens B KOHE4YHOM
aKcTpakTe.
HI/2cm3 Vicxoaroe co- MpouasojHoe
efiuHeHune

n.n-AaT n.n'-40e 1 Tonyon 15 3.95 2.20
o.n-gaT n.n-40e 1 Tonyon 50 3.07 1.80
n.n-4on n.n'-AuL 1 Tonyon 50 3.26 1.80

[1-xnopo- 2.2-6uc

(4-xnopodhmHnn)

3TUNEH)
o.n'-ALa OneduH 1 Tonyon 50 2.53 157
MeTtokcuxiop  OneduH 1 Tonyon 50 8,25 4.78
entaxsiop 1-F'mapokcuxnopaeH 2 STunauetar 25 0.80 1.27
lenTaxnop- 1-fmapoken-3- 2 Srtunaustar 25 151 2.50
anokena, XxnopxnopaeH
«-XnopaaH 3-XnopxnopaeH 15 Auetar 15 1.80 1.20

[pyrne xnopopraHnyecxme coeanHeHns, takme kak N'Xb. MXB. y-xnopgaH, anbApuH. ANNIbAPUH. SHAPWH,
BO BPeMS peakuun 0CTaHyTCA Hen3MeHHbIMU. 3omepbl MXLIM NoNHOCTLIO NpeBpaLtalnTcs B TPUX/I10p06eH30-
NoBble N30MepbI, KOTOpble BO BpemA KX a110MpyloT C NMMKOM pacTBOpUTENs.

Ecnu npucyTtcTByeT 3HaunTensHoe Konmyectso XL To Tpu n3omepa Tpuxsopbensona MoryT 6biTb Bbl-
AB/IEHbI MPU CHMXEHWUW TemnepaTtypbl KosioHku Ao 110 °C. MNpeo6nagatot 1. 2. 4-n3omepbl.

11.3.2.2.2 TloaTBEpXAEHNE OCTATKOB 3HAPUHA

[OTOBAT NpoOM3BOAHbIE COEANHEHMNA, KaK onucaHo B 11.3.2.2.1, ncnonb3ya TBEpAY0 MaTpuuy, onucaH-
Hyto B 11.3.2.1.8. Mocne yganeHus pacTBOpuUTeNs U nepemellMBaHuA TBEPAbIX COCTaBAALWMX NPOGVPKM
NIOTHO 3aKPbIBAKOT 1 OCTAB/AT peakLuio NpoTekaTb He MeHee 2 4 UM BCHO HOYb NPW KOMHATHOM Temneparype.
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[o6aBnatoT 1wunm 2 cm3ToNyona. DKCTparMpyoT NPpon3BogHOE CoeAMHEHNEe 1 NoABEPraoT aHanmay KX, kak
onucaHo B 11.3.2.2.1. ucnonb3ys KoNoHky 1,5 % OV-17/1, 95 % QF-1.

Mpou3BoaHOe BelecTBO, rekTax/0pneHTaunkInyecknii KEeToH, UMeeT OTHOCUTE/IbHOEe BPeMs YAepXu-
BaHua (anbgpuH = 1.00) 7,9 Ha 1,5 % OV-17/11", 95 % QF-11' n 30,7 Ha 2 % DEGS + 0,5 % H3P04.

11.3.2.2.3 NoAaTBEPXAEHNE OCTATKOB 3HAOCYIbaHa

[OTOBAT NPou3BOAHbIE COEAUHEHUSA, KaK onucaHo B 11.3.2.2.1. ucnonb3ys TBEPAYIO MaTpuLly, onucaH-
Hyto B 11.3.2.1.9 (CMNbHO KUC/IbIA OKCWA, a/ItoMUHKSA). HarpeBatoT HACbILLEHHYO TBEPAYI0 MaTpuly npu TeM-
nepatype 95 °C B TeyeHve 1u.

OxnaxpatoT v aobasnsawT 2 cm3 Tonyona B 06e Npobupkn. 3akynopuBatoT U 3HEPTUYHO BCTPAXMBAIOT
B TeyeHue 1 MUH. 419 3KCTparmpoBaHnsa NpoaykTa peaxkuu n aHanansmpyoT Haf0CafouHYo0 XNAKOCTb KX,

NaoeHTUYHOCTL 3HAOCYNbaHa noATeBepxaeTcs, ecny xpomartorpamma npopearvpoBaBlUEro 3Kc-
TpakTa npobbl NoKa3biBaeT OTCYTCTBME paHee HabMloaBLUMXCA MUKOB, COOTBETCTBYIOLWMX anba- n beta-
n3omepam. u nosieneHne 60nbLIOTO NMka athmpa aHAoCYNb(haHa. KOTOPbIA Takke NPUCYTCTBYET Ha Xpoma-
TorpamMe OYMLLEHHOTO TaknM e obpasoM cTaHgapTHOro pactsopa. OTHOCUTe/IbHOE BPeMS yaepXuBaHus
(anbppuH = 1.00) admpa 3aHpocynbgaHa coctaBnset 0.77 Ha 1.5 % OV-17/1. 95 % QF-1 n 30,7 Ha 2 %
DEGS +0,5 % H3P04.

11.3.2.2.4 MopaTBEPXKAEHNE OCTATKOB AUNbAPUHA

MofgobHo meToauke, onucaHHol B 11.3.2.2.1. rOTOBAT NPOU3BOAHOE BELLECTBO U3 AU/bAPVHA B COOT-
BeTCTBYylOLWel TBepaol matpuue (11.3.2.1.10) npn Temnepatype ot 120 °C B TeyeHne 30 MuH. SkcTparnpyroTt
Npou3BoHOEe BELLECTBO TONYO/IOM U aHanImM3npyoT MKX.

NaeHTUYHOCTL AWNbApuHa MoATBepXhaeTcs, ecnyu Xpomarorpamma npopearmpoBaBLUEro 3KCTpakTa
npo6bl Noka3biBaeT OTCYTCTBUE paHee HabnasLIerocs AunbAprHa 1 nosisfeHe 60MbLOro nuka agupa ot
NpPOV3BOAHOrO BeLLeCcTBa, KOTOPbI/ Takke NPUCYTCTBYET Ha XpOMaTorpamMmMe OYULLEHHOTO TakuM e o6pa3om
cTaHAapTHOro pacreopa.

OTHOCUTENbLHOE BpeMs yaepxusaHus (anbgpud = 1,00) aunbapuHa coctasnset 5,35 Ha konoHke 1.5 %
OV-17/1,95 %QF-1.

Opyrne nectnumngbl He onpegenaTca. Msomepsl XU TXB, MXB. rentaxaopanokcuga, xaopaaHa,
n.n-A4E. n.n'-440[0 ocTaloTca HEU3MEHHbIMW. DHAPUH MpeBpallaeTca B XOPOLLIO U3BECTHOE KEeTOHOBOE CO-
eiJMHeHNe, KOTOpOoe 3/1I0MpYyeT HaAMHOro Mno3gHee, YeM MPOU3BOAHOE AWMbAPWHA. [enTaxnop gaeT npoaykT
peakuun C TakUM e BpeMeHeM y[epXunBaHus, KakK y rmapokcuxnopeHa, HecMoTpsa Ha To yto n,n-A4T npe-
Bpawaetca B n.n'-A0E Ha konoHke OV-17/QF-1. CKopocTb npeBpaLleHns peako npesbiwaeT 50 %.

11.3.3 TMogTBepxaeHne NAEeHTUYHOCTUN OoCcTaTKoB rekcaxnop6eHsona (MXB)

11.3.3.1 PeakTuBbl

MPYMEHSAIOT peakTBbl TO/IbKO YCTAHOB/IEHHON aHanMMTUYecKoi KBanudukaumm, ecnm He yCcTaHOB/IEHO
MHOe, a TakKe AUCTUIIMPOBAHHYI0 WK AEMUHEPANN30BaHHY0 BOAY WV BOAY SKBMBASIEHTHON YMCTOTHI.

11.3.3.1.1 lMNeTponeiiHblii achmp, NpeaHa3HaYEHHbIN 418 aHamM3a 0CTaTKoB.

11.3.3.1.2 PeakTuBbl 4719 METOKCU/IMPOBAHUS.

PacTtBopsatoT 4 r rugpokenga Hatpua B 25 cM3 MeTaHos1a, UCNOoNb3ya MarHUTHyH0 Mewasnky. MeaneHHo
fo6aenaoT 50 cmM34ncToro nupuAanHa (OUMLLEHHOro Haf MMAPOKCMAOM Kanus). CBexuli pacTBOP FOTOBAT Kax-
Oblii feHb.

11.3.3.1.3 Cynbdpat Hatpust (Na2S 04). rpaHynnpoBaHHbIi, 6€3BOAHbIN.

11.3.3.2 MeTtoguka

COoOTBETCTBYIOLWMNIA 06GBEM OUMLLEHHOTO 3KCTPakTa Npo6bl NOMeLLalT B KPYrTOAOHHYI0 KONGy BMe-
cTumocTbio 50 cM3 1 BbiMapuBalT NPU6IM3nTENLHO A0 ob6bema 2 cM3. lo6aBnsanT 5 cM3 peakTuBoB AN
meTokcunmposaHusa (11.3.3.1.2). MN0THO 3akynopusatoT KON6y 1 HarpesBatoT PpOBHO 20 MUH. Ha BOAAHOW 6aHe
npu temneparype 50 °C.

OxnaxpgalT nof NPOTOYHOW BOAON M MEepPeHOCAT NPOAYKT peakuun B AeNMTe/NbHY0 BOPOHKY BMeCTW-
MocTblo 125 cm3, ncnonb3ys 30 cm3 netponeiiHoro acdmpa (11.3.3.1.1). fo6asnstoT 20 cM3 BoAbl, I3HEPTNYHO
BCTPAXMBAIOT B TeYEHNE 1 MUH. 1 MEPEHOCAT HUXKHIOK BOAHYIO ha3y BO BTOPYIO AeUTENbHYIO BOPOHKY. [Bax-
[bl peakcTparmpytoT. ucnonb3ysa 15 cm3 netponeiiHoro apmpa. O6befUHAIT SKCTPaKTbl NeTPONeiHOro adgupa
N YyeTbIpexXabl NPOMbIBAIOT NopumamMn BoAbl no 15 cm3.

BbicylUMBaOT 3KCTPaKTbl 6€3BoAHbIM cynbdatom Hatpus (11.3.3.1.3) 1 oTOGMpalOT COOTBETCTBYIOLLWIA
06bem an1a aHanmsa MHKX.

1' Mpumep NPOAYKTOB, MMEIOWMXCA B npogaxe. [aHHas nHopMauus npueeaeHa Ans yao6eTea nosb3osareneit
HaCTOSALLErO CTaHAapTa.
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TaknuMm xe obpa3om o6pabaTbiBalOT COOTBETCTBYIOLLYIO0 a/IMKBOTHYHO YacTb CTaHAapTHOro pacteopa MXb.
MpopearvpoBaBLUMe 3KCTPaKTbl uccnenytoT MKX. B 060ux aKcTpakTax HabntoaalT coeguHeHre co Bpe-
MEHEM yAEepPXMNBaHWS NEHTaxX/I0pPaHN30/1a, EC/IN B 3KCTpakTe Npobbl npucytcTByeT MXB.

11.4 NopaTBepxpawwmii TocT D. doToxumumnueckme mogudnkaLmm

11.4.1 O6uime NosoxeHus

(Cwm. ccbinky [22]).

YnbTpachoneToBoe U3slydyeHWe C A/IMHON BOSHbI 254 HM MOXET GbITb UCMOMIb30BAHO A/1S1 NMOATBEPX-
[eHna npegnonaraeMblX OCTATKOB, TakUX Kak asfibApviH. ;.-XN10pAaH, AUNbAPUH, 3HAPUKN, rekcaxnopbeH3os un
rentaxnopanokcung. iameHeHuns B ra3oBoii xpoMaTorpamme, Bbi3BaHHble 06/1yYeHNeM, XxapaKkTepHbl A5 yrno-
MSHYTbIX COeAUHEHWIA.

11.4.2 O6opypoBaHue

MpumeHsieTca 06bl4HOE NabopaTtopHoe 060pyAoBaHMe, a Takke yKasaHHOe HuXe.

11.4.2.1 CTeknsiHHble NPOGUPKM HOMUHA/IbHLIM AAMETPOM 8 MM U A/INHON 53 MM.

11.4.2.2 PTyTHas namna c ANVHOWA BOJHbI 254 HM (Hanpumep. Pen-Ray. Agpe 11 8c-11\ 5.5 BT wm
9KBMBA/IEHTHASA).

11.4.2.3 BogsiHaa 6aHsi, cnoco6Has nogaepxusatb Temnepatypy (20 ¢ 1) °C.

11.4.3 MeToguka

MepeHocAT 1 cM3 OUYULLLEHHOrO B NIETPOSIEiHOM 3dhupe 3KCTpakTa B CTEKNSAHHYK npobupky (11.4.2.1),
KOTOpYI0 NomeLlatoT B BOAAHY0 6aHio (11.4.2.3). B pacTBop nomewaloT yabTpadumonetosyto namny (11.4.2.2)
1 061yyatoT B TeyeHne 5—10 muH. Mpu Heo6xoAMMOCTY ONATb pa3baBnatT Ao o6bema 1 cm3u BBOAAT 5 MM3
pacTBopa TakuMm xe 06pa3oM, Kak [0 06/1yyeHnss. CpaBHMBAIOT ra3oBble XPOMAaTOrpammbl, NOslyYeHHbIe A0 U
nocne o6ayyeHus.

12 [ononHuTesibHble NPOLEAYPbl OUNCTKM

MpumeyaHne — [aHHasa AONOMHUTENIbHAA OYMCTKA OKCUAOM &/IFOMUHUSA, HACbILLEHHbIM cepe6p0M N a3oTom,
pekomMeHayeTca Ansa yaaneHna nomex, BCtpeyarwmxca B Xxoge aHasimsa CblpoB C YECHOYHbIM apoMaToMm.

12.1 CyuwHoCcTb MeToAa

OKCTPaKT OYMLLAIOT, UCMOMb3YA XpoMaTorpaduio Ha KOOHKe, 3ano/IHEHHON OKCUMAOM asloMUHKA, Ha-
CbILLEHHbIM cepebpom 1 a3oToM.

12.2 PeakTuBbl

MpUMEHSIOT peakTVBbl TOIbKO YCTAHOB/IEHHOW aHa/IMTUYECKO! KBasimukaummn, ecnm He yCTaHOB/IEHO
WHOe, a TakKe ANCTU/IMPOBaHHYI0 AW AeMUHepasiM30BaHHy0 BOAY WK BOAY 3KBUBANEHTHOW YMCTOThI.

12.2.1 Okeng antoMuHus (A120 3). HeliTpanbHblil (Merck Ne 1077 unu aKBUBaNEHTHBbIA).

HarpesatoT npu Temnepartype 500 °C B TeueHue 4 4. [laloT oCTbiTb, f06aBNAT 7 yacTeil Bodbl K 93
YacTAM okcuaa antoMuHusA (No 06bEMY) ¥ IHEPTMYHO BCTPAXMBAKOT 40 NOHOW abcopbuun BOAbl 1 ee 0fHO-
poAHOro pacnpeaeneHus.

12.2.2 H-rekcaH [CH3<CH2)4CH.j]. aHanuTuyeckoro kayecTsa, NPUrofHbIi AN aHanm3a OCTaTKOB.

12.2.3 Xpomatorpaduyeckuii afcopbeHT.

PacTBopstoT 0,75 r HuTpaTa cepebpa (AgN03) B 0.7 cm3 BoAbl. HarpesaloT 1 meaneHHo fo6asnsawT
4 cm3 aueTtoHa (CH3COCH3J). PacTtBop 6bicTpo cmewwmBatoT ¢ 10 r okcmga antomuuuna (12.2.1). YpansioT aue-
TOH NOTOKOM asoTa.

12.3 O6opypoBaHue

MprmeHsieTca 0b6blYHOE NabopaTtopHoe 060opyAoBaHMe, a Takke yKasaHHOe HuxXe.

12.3.1 Xpomarorpaduuyeckas Ko/oHKa C BHYTPEHHUM AvameTpom 8 MM v AanHOM 150 MM. C 3anopHbIM
KpaHoMm u3 nonuteTpadTopatuneHa (NTP3I).

12.3.2 PotopHblii ucnaputens (Kuderna-Danish nnu skBuBaneHTHbIR) € KON6GOA BMECTUMOCTbIO
500 cm3 1 NpUKPENIEHHON rpasyvpoBaHHON NPOGYPKOIA.

1: MpuMep NPoayKTOB, UMEIOLLIMXCA B npogaxe. JaHHas vHopMauus npuseaeHa Ansa yao6eTea nosb3osareseit
HaCTOSLLEro cTaHaapTa.
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12.4 MeToguka

TaMnoH 13 BaTbl WA CTekI0BaTbl MOMELLAIOT Ha AHO XpoMaTorpaduyeckoi konoHkn (12.3.1) u Hanm-
BalOT B KOMOHKY (12.3.1) 5 cm3 H-rekcaHa (12.2.2). kpaH 3akpbiBaloT. CmewmBaioT 2 1 agcopbeHTa (12.2.3) n
10 cm3 m-rokcaHa B Ko6e BMecTumocTbio 100 cm3. CycneHs3ntio HasiMBalT B KOMTOHKY U NPOMbIBAOT KOsy,
yAO0CTOBEPMBLUNCH, YTO BCA CMOCh Oblna nepenuta. JatoT H-rekcaHy cTeyb 0 YPoBHA Ha 10 MM Bbile afcop-
6eHTa B KOJIOHKE W 3ntat cimsatoT. [106aBnaoT B KOMOHKY 1.0 cM3 KOHLEHTPMPOBAHHOIO 3KCTpakTa, nony-
YEHHOT0 C UCMO/Ib30BaHNEM METOLMKM OUUCTKN.

AntonpytoT ¢ 20 cmM3 M-rekcaHa npu pacxofe, He npesbiwatklem 3 cMIMUH B UCNapuTeNbHOW konbe
(12.3.2) BmecTumocTbio 100 cm3. BeinapuBaloT antar 4o o6bema 2—3 cM3 ¢ NOMOLLbI0 POTOPHOTO Mcnapu-
Tens (12.3.2) 1 NOTOKOM a3oTa McnapsitoT pacTBop A0 o6beMa NpubnsnTenbHo 1.0 cM3. JaHHbIN 0UMLLEHHbI
IKCTPAaKT npurogeH ana aHanunsa MHKX.

Bo Bpems aToli npouefypbl rentaxnop o6pasyeT Npon3BOAHOE BELLECTBO, BPeMS YAEPXKNBaHNSA KOTOPO-
ro NOX0OXe Ha BpeMs yaepXuBaHUa angpuHa Ha HEKOTOPbIX KOMOoHKax MKX.
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Mpunoxexune A
(cnpaBouyHoe)

CBefieH1sl 0 COOTBETCTBUM CChIZIOYHOTO MEXAYHapO4HOIo cTaHgapTa
MeXrocyfapcTBeHHOMY cTaHAapTy

Ta6nuua OAN

OB603HaueHME CCbUTOHHOrO CreneHb O6o3HaueHVe 1 HauMeHOBaHME
MeXayHapoaHOro CTaHaapTa COOTBETCTBUSA rocyapCTBEHHOO CTaHaapTa
1ISO 3890-1/IDF 75-1:2009 IDT FOCT 1SO 3890-1—2013 «Mo010KO M MOJI0YHbIE NPOAyKTbl. Onpe-

[leNIeHne 0CTaTOYHOrO COZAEPKaHUs XI0POPTraHNYEcKX CoeauHeHuiA
(necTumaos). YacTb 1 O6Lme NONOKEHUS 1 METOAbI SKCTPAKLMN»

MpumeyaHne — B HacTosAWeN TabnuLe UCNONb30BaHO CneayoLlee ycoBHOe 0603HaYeHNEe CTENEHN CO-

OTBETCTBUA CTaHOAapTa:

(23

K]

5]

©®

(7]

(8]
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