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Lenvio pabomul s8151aCk paspadoOmMKa Memoouxu onpedenerust noauepomoupernunosvix s¢gupos (I1IAJ) 6 pvibe u peidHOU
NPOOYKYUY 0I5l KOHMPOTIA COOEPHCAHUS npuMecell 8 NPOOYKMAX NUMAHUs U 8 00beKmax oKpysxcaiowell cpeosl 6 yeiom. Hzyyennvl
yenosus xpomamozpaguposanus (memnepamypHbvle pexcumsl, 6IUsAHUE CKOPOCIMU U BeIUYUHbI OCNeHUs HOMOKA 2a3a-HOCUMEs
¢ npumenenuem kanuwusiphvix kononoxk HP-1, DB-5, HP-50+, DB-1;) u paspywaiowue u nepaspywiaiowyue aunudbt Memoost o4u-
cmku axempaxkma npu onpeoenenuu [IB/]D. Tlpednoscena memoouka onpedenenus 2,2,4,4-mempabpomoughenunoozo >¢upa
(BID-47), 2,2,4,4,5-nenmabpomoupenunosozo s¢pupa (BJ3-99) u dexabpomougpenunosozo s¢pupa (B3-209) ¢ pwibe u puionoii
NPOOYKYUU MEMOOOM 2A30HCUOKOCHOU XPOMAMOZPAGUU C INIeKMPOHO3AX8AMHBIM OemeKmopom. Memoo oCcHO8aH HA IKCMPAK-
yuu TTBJID u3 npobl cmecwio eexcar — ayemoH (3:1), ouucmke SKCMpakma KOHYEHMPUPOBAHHOU CepHOU Kuciomol (coomHouieHue gasz
weekcan — cepras kucioma» — 5:1). Bmopyio cmaouio ouucmku npogoosim mMemooom meepoophaztotl IKCMpakyuu ¢ UCNoLb306d-
Huem xkapmpuoxceti «SOH-H,S0,/SA» u cexcana ¢ kauecmee smoenma. I'asoxpomamozpagpuueckuii anaius npu onpedeieHuu
BI[3-47 u B/[3-99 ocywgecmesnsiiom Ha nuzkonoasprot kanuisproi konorke DB-5 (30 m x 0,25 mm x 0,25 mrm) npu npoepammupo-
sanuu memnepamypul kononku. Ipu onpedenenuu B13-209 ucnonvsyrom nenonspuyio kanuuispryio konorky DB-1 (15 m x 0,25 mm X
0,1 mKM) npu npoepamMmuposanuy memnepantypsi KOIOHKU.

Pacuem coodepocanus BI{D-4T u B/[3-99 nposoosm ¢ enympennum cmandapmonm (2,2,3,4,4-nenmabpomoupenunogoiii 3¢pup
(BAD-85)), B/2-209 memodom abcomomnoil kamoposku. Ipu onpederenuu B/[D-209 ucnonvsyemes mampuunas kambposka.
Juanason  KoHyenmpayuii 2padyuposounsix pacmeopos omi  onpedenenus BAI-47 u  BA3-99— 0,005-0,05 mxelen®,
B/[5-209 — 0,05-0,3 mkelen®. Memoouka nossonsiem usmepsmob cooepocanue BI[I-47 u B/[3-99 ¢ ouanazone 0,0002-0,05 melke
uccnedyemozo npooykma; BJ{D-209 — ¢ ouanazone 0,002—0,3 melke. Pacuumanvi mempono2uueckue Xapakxmepucmury MemoouKu.

Knroueevte cnosa. norubpomougenunosvie sgpuput, 2,2,4,4-mempabpomougenunoguiii s¢up, 2,2,4,4,5-nenmabpom-
ouenunosvlii d¢pup, dexadbpomoughenunoswiii 3¢up, pviba, pelbHas NPOOYKYUsL, 2A30HCUOKOCTIHASL XPOMAMOSPAhusl, 1eK-
MPOHO3aX8AMHBIU 0eMeKmop.

Ocoboe BHUMaHKE, KOTOPOE yAEISIeTCs B Ha-
crosIiee BpeMs MOTHOpoMIn(EHUIOBEIM dhHpamM
(ITBA3), o0ycioBieHO WX MIMPOKUM MPUMEHEHU-
€M B MPOMBIIUICEHOCTH B Ka4eCTBE aHTHBOCIIIIaMe-
HUTEJIeH, CTOMKOCTBIO B OKpY>Kalolllel cpeje, cro-
COOHOCTBIO K OMOAKKyMYJISIIMU W BBICOKOW TOK-
CHYHOCTBIO M KaHIIEPOT€HHOCTBIO [T YeTIOBEKa.

[HomnOpomaudennnaoBeie >PUPH  TpPEACTaB-
JSIIOT COOOHM KJlace JUIMKIMYECKHX apoMarhye-
ckuXx 3(UpPOB, B KOTOPBIX B TIEPBOM U BTOPOM O€H-
30JIBHBIX KOJIBIIaX aTOMBbl BOJOPOJa 3aMELICHBI
aromamu Opoma. KommdectBo aTtomMoB OpoMa B
Monekyse — N + M= 2 + 10 (puc. 1). CymecTByer
209 xonreneposn [16/]2. B 3aBucuMocTH OT KOJH-
YecTBa aTOMOB OpoMa B MOJIEKYJIE BBIACIISIOT

10 romonornyeckux rpynn I[1B/ID: mono-, nu-,
TpH-, T€Tpa-, eHTa-, reKca-, renTa-, OKTa-, HOHa-
n nexabpomaneHmIbl. YKazaHHbIE TOMOJIOTHYE-
CKHe TpYIIbl npeAcTaBieHsl 3, 12, 24, 42, 46, 42,
24,12, 3 u 1 u3oMepaMu COOTBETCTBEHHO.

Puc. 1. O6mas ctpykrypa
oIMOpoMAN(EHIITOBBIX 3(PHUPOB

© Tumodeesa O.H., I'punkesuu U.C., Llynsaxosckas O.B., 2016
Tumogeea Onbra HukonaeBHa — BenyIuii XMMHK Ja00paTOPHU XMMHH MUIIEBBIX PoayKToB (e-mail: rspch@rspch.by,

Ten.: 8 (375) 284-13-80).

I'punkeBny HMpuna CepreeBHa — XUMHK J1a00OpaTOpUM XMMHHU MHHIIEBBIX MPOAYKTOB (e-mail: rspch@rspch.by,

tein.: 8 (375) 284-13-80).

Mlyasxosckass Oubra BacuibeBHa — KaHIUIAT XMMUYECKUX HayK, 3aBeAYIOIMH JabopaTopuell XUMHUH MHUIIEBBIX

npoaykToB (e-mail: rspch@rspch.by, ten.: 8 (375) 284-13-80).

70



Metoarka ornpeneneHus MoIHOpOMIN(ECHIIOBEIX Y(QUPOB B pEIOE W PHIOHON MPOXYKIIHH ...

IIBZID cTpyKTYpHO SBIISIOTCSI aHAJIOTaMH Ta-
KHUX CTOMKHMX OPraHWYeCKHUX 3arpsi3HUTENEH, Kak
nonuxyopuposannsle 6udenunsl (IIXB) n quoxcu-
HBI, U TIPOSIBISIFOT CXOJHBIE C HUMHU XHUMHYECKUE
CBOIICTBA.

N3-3a cBOE# HU3KOW PEaKIIMOHHOW CIIOCOOHO-
CTH ¥ TUAPO(HOOHOCTH OHU JOCTATOYHO YCTONYUBBHI
B YCIIOBHUSX OKpyskaromieit cpensl. Tak, I[IB/13 mo-
TYT HaXOJUTHCS B BO3JyXE B BHUJIC B3BECH YACTHII,
KOTOPBIC 3aTeM OCEIAIOT C IMbUIbIO, 3arPA3HSS 0Y-
By, WM CMBIBAIOTCS OCaJKaMH, TOTajas B BOIY.
I1B/ID 110X0 pacTBOPWMBI B BOJE, B CBS3H C YeM
TaM He ObLTM HAMJIEHBI MX BBICOKUE KOHIICHTPAIUH.

[BJ1D — nuno¢uabHBIE COETUHEHUS, UMEIOT
CIOCOOHOCTh K OWOHaKOIUIeHWI0. B uemoBeue-
CKOM KpPOBH, )KUPOBOM TKaHW U MATEPUHCKOM MO-
JIOKe, PBIOE W NTHYBHX sHIaX OOHApYXKEHBI
2,4,4-tpubpomaudenmnossiii  3¢pup (B3-28),
2,2,4,4-terpadbpomaudenunossiii 2¢up (BJ13-47),
2,2,4,4,5-nearabpommudennnosiii a¢up (BA3-99),
2,2,4,4,6-nenrabpomaudenmossiii 3¢up (513-100),
2,2,4,4,5,5-rekcabpomandenmnonsiii a3¢up (bA3-
153), 2,2,4,4,5,6-rekcabpomaneHuIoBsId 3up
(BA2-154) [8,16]. Conepxanue I1BJID B TKaHsIX
yeJoBeka M OMoTe OBICTPO YBEITUYHUBACTCS.

B npupomHbIX YCIOBHUSX U B KUBBIX OpraHU3-
Max mpoucxoaut TpaHchopmanus I15/1D (Guone-
rpaganys, Goromerpagays) B HapaBIeHUH KOHIe-
HEpOB, COAEPXAlIuX MEHbIIE aroMoB Opoma. Tak,
HECMOTpsI Ha HaJIM4YMe B KOMMEPUYECKU HCIOJIb3ye-
MBIX cMecsix Bcex koHreHepos 1B/, Bkimovas ae-
kabpomaudenmnossiii 3¢pup (b13-209), B npu-
poIHBIX 00BEKTaxX yanie oOHapyxkuBatoT BJ13-47,
BJ12-99, b/12-100 [8, 16].

OcHogHo# myTh noctytuienns [16/12 B opra-
HU3M YeJIOBEeKa — C MHUIIEeH, 0COOEHHO conaepika-
1iel 0O0JIBIIOE KOJUYECTBO KHUpa, HAPUMED, KUP-
Hoil prIOOH. Coobmaercst o comepkannn [1B/1D
B OBOIIIaX, Msice (CBUHUHA, TOBSIINHA), PACTUTEIb-
HBIX MacliaX, MOPCKO# pbiOe, MOJUIFOCKaX U PaKo-
o0Opa3nbIx, simax mo 569,3 mkr/r. Haubonee 3a-
rpsisaeHHBIM  TIB/ID mpomykToM sBIIseTcs Kup
MICYCHU PBHIO, HCIIOJIb3YEMbI KaK OHMOJIOTMYECKU
akTuBHag no6aBka — g0 2100 nkr/r. Umerorcs
TaK)Ke JIaHHBIC O 3arpsi3HEHUH TPECHOBOJHOM phI-
05l [8,16]. B 3epHOBBIX, (pyKTax M KOPHEILUIOAAX
B/ He oOHapyxeHbl. bonee HU3KOOpOMEPO-
BaHHbIE KOHTEHEpH! (TeTpa-, MEHTa-) MOTYT CO-
Jep>KaTbCsl B BO3AYyXE W NPOHHUKATH B OPTaHU3M
YeJIOBEKa B PE3yJIbTATe BJIBIXaHUS.

Wzydyenne HayuyHOW JHMTEparyphl IOKa3alo,
4gTO ompeneieHue conepxkanus [16/1D game Bcero
MPOBOJAAT METOJOM Ta30XKHJAKOCTHOW XpOoMaTo-
rpadun (I7KX), npuMeHsst KanuJUIsipHbIE KOJIOHKH

¢ HenossipHbIMH  (100%-METUIINONNCUIOKCAH) U
HU3KOIOJIIPHBIMU KUAKUMU (azamu (5%-denu-
JMMETHIIIONMCHIIOKCaH,  5%-(enn-(apuneH)-95%-
METHJIIIOJINCHIIOKCaH). [leTekTupoBaHue mHpu OIl-
penenennu [1BJ1D metomom KX moker mpoBo-
JIUTBCS C HCIOJNB30BAaHHEM MacC-CIIEKTPOMETpPH-
gyeckoro (MC, MC-MC) unu 371eKTpOH03aXBaTHOTO
(I33) nerexropos [2,3,6,10,13]. 123 ucnons3y-
ercs Al ONpEAeICHUS. OTHOCUTEIBHO BBICOKHX
koHneHtparuii [16/13, 4yT0 MOXeT ObITh MpHUMe-
HUMO B 1essix MoHuTopunra I1BJ13.

l'azoxpomarorpaguueckoe  ompezeseHue
B2 umeer psx cnoxuocted. [1B/13 obnanaror
HU3KOM JIETY4eCThlO, U A UX ra3oxpomarorpa-
¢ugeckoro ompeneiacHUs TPeOYIOTCS BBICOKHE
Temneparypsl. OIHAKO BBICOKOOPOMHPOBaHHEIE
koHreneps! IIB/13, mampumep BbJ19-209, moryt
OBITb IPU 3TOM HECTAOWJIBHBI, TIOATOMY AaBTOPHI
[2,10] pexoMEHIYIOT MCIONIB30BATH KOPOTKHE KO-
JIOHKH JJISl COKPALICHUS] BPEMEHH TEMIIEPAaTypHOTO
Bo3zaelcTBuA Ha mpody. Kpome Toro, B cBs3m
C IPUCYTCTBUEM B OKpY’Kalolled cpelne pas3ind-
HBIX TaJOTEHCOAEPKAIIMX KOHTAMHHAHTOB, IIPH
xpomatorpadupoBanuu 116/19 mMoryr coBMecTHO
IIIOUPOBATHCA C XJOPOPraHWYECKUMH IIECTHLIU-
namu (XOII), nonuxnopupoBaHHBIMH OudeHuma-
mu (IIXB) unu ¢ apyrumu xonreHepamu IIBJD.
Hanpumep, TakuMu KPpUTUYECKUMHU NapamH SIBIISI-
torest [IXb 194 u B/12-120, I[1Xb 180 u bI2-47,
X6 194 u B/12-120. Yka3aHHBIX BbIIIE MPOOIIEM
B HEKOTOPBHIX CIIydasX MOXKHO HM30€XaTh IyTeM
noa0opa ONTUMAIBHOIO TEMIIEPATYPHOTO peXuMa
KOJIOHKM U CKOpOCTH rasa-Hocutens [3,8]. @pak-
OUOHUPOBaHHE NPOOBI METOJaMH KOJOHOYHOM
xpomarorpadhun win MmerogoM TDD ¢ BEACITCHU-
eM otnensHBIX (pakuuid [16/19, XOII u IIXb ne-
pen xpomarorpadMpoOBaHHUEM TaKKE MO3BOJISET
pemmTs MpobjeMy COBMECTHO HIIOHPYIOLINXCS
npumeceit [2, 10, 12, 14].

Jna sxcrpakiuu [15/13 ncnone3yioT mossip-
HBIE pacTBOPUTENH (XJI0pOodOpM, aeToH, JUXJIOP-
MeTaH) WIM KOMOWHAIMK HEIOJIIPHBIX M IOJSp-
HBIX WM CIa0OMONISIPHBIX pacTBopHTened (Tek-
ca — auetoH (1:1, 3:1), rekcan — guxuopmerad (9:1),
LUKIorekcad — aueroH (3:1), AuxjopMeTaH — rex-
caH (25:75), rekcan — 3¢up, neTponeiHsiii 3hup —
IaTIIOBBIN d¢up). dnsa ussneuenus 1513 mo-
T'YT NPUMEHSATHCS TPAIULHMOHHbIC IJIS1 U3BJICUCHUS
XKHpa PAacTBOPUTEIM: CMECH XJIOpOohopM — MeTa-
HoJ (2:1) nnm xnopodopm — stanon (2:1) [10, 16].

Okcrpakuus IIB/ID nmo Coxciery sBngercs
3¢ pexTUBHON, Tak Kak 00pa3er] HaXOAUTCS B KOH-
TaKTe C TOpPSYMM pacTBopuTeieM (TeKcaH, Jau-
XJIOpMETaH, cMecH pacTBopurenei) [2, 9, 10, 12].
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OpHako TakWe CHIocoObl 3KCTPAKUUU TPeOyIOT
OOJIBIINX KOJIMYECTB PACTBOPUTENS M 3aTpar Bpe-
MeHH (624 u).

Hcnonb3yloT Takke YCKOPEHHYIO HKCTPaK-
muto  pactBoputensmu  (ASE), skcTpakiuio 1o
nasnenueM (PLE) [7, 10, 11]. Asropsl [6, 14, 15]
pexkoMeHayroT ans u3BnedeHus IIBJID skcrpak-
uuio PLE mpu temmneparypax 60-150 °C, nasie-
Huu 7-14 MPa.

UccnenoBarensmu [2] mpeasioxkeHa ycKopeH-
Hasl TEXHUKA SKCTPAKUUH B MPUCYTCTBUH MHUKPO-
BonHOBOoro wu3nydeHuss (MAE). Takas Ttexnmka
OKCTpaKIUK TpeOyeT HeOONBIINX KOJIHYECTB pac-
TBOpHUTEJICH, MOXKET ObITH aBTOMaTH3UPOBAHA, OJI-
HAaKoO SIBJISIETCS] OPOT OCTOSIIEH.

s axctpakiuu 11615 MOoXXeT mpuMEHSIThCS
Mmeron TBepaodaszHoi skcrpakuuu (TDI), mos3so-
JSIIOLMKA  COKPATHTh PAcXoJ] PacTBOPHUTENEH st
9KCTPAaKLUUKM U BpeMs IPOOOIOAIOTOBKH, COBMEC-
TUTH CTaJIUM SKCTPAKIMU U OUYUCTKHU IKCTpakTa [6].
Taxoke UCronab3yIoTCsl KapTpuLkH 11t TAD ¢ He-
TpaJIbHBIM HATIOJHUTENEM (CHIIMKAreNb) Ul OHO-
BpeMeHHO# 3kcTpakuuu [1b/ID 1 o4ncTKH 3KCTpak-
TOB U3 PHIOHI [4].

IIpu sxcrpakmum [16/15 13 MHOTOKOMITOHEHT-
HOW MMINEBOW MATPULIBI B PACTBOPUTEIDL NIEPEXOISAT
COBMECTHO JKCTparupylomuecs: BemecTsa (JIUMH-
IIbl, TYMHMHOBBIE KHCJIOTBI, KapoTHHOUABI). Haubo-
Jiee IOJIHAs SKCTPAKLMS aHAJIUTOB, HAaIIPUMED, CMe-
ChI0 TEKCaH — alleTOH, MPHUBOAUT K IPAKTUYECKU
MOJTHOMY M3BJICYEHHIO JIMITUIOB U3 oOpasua. B ciy-
gae KHPHOW PHIOBI IIPH HaBECKe 00pasia S T KO-
YEeCTBO H3BIIEYEHHBIX MOXKET cocTaBisITe 0,5 T.
B cBsi3u ¢ 9TMM OYMCTKE 3KCTpAKTa IpHU ONpeaese-
auu [1B]1D yaeneTcst 6opIIoe BHUMAHME.

[IpumensiemMble A1 OYUCTKH IKCTPAKTa Me-
TOABI MOKHO pa3JeIUTh HAa METOJBI, pa3pyllaro-
IMe W He paspyliaroume Tunuasl. O4nucTKa dKC-
Tpakta [IBJID ¢ pa3pylieHHEeM JIHIHIOB MOXET
OCYILECTBIATBECS 00pabOTKOM 3KCTpaKkTa KOHIICH-
TPUPOBAHHON CEPHOU KUCIOTON WU ATAaHOJIBHBIM
pactBopoMm mienmoun [3, 9,13]. [nst Hepaspymaro-
mEen JIMOUABl OYMCTKHA UCIOJIb3YIOT HEUTpaJIbHbIE
aZCOPOCHTHI: CHIIMKArenb, (IOPU3NI, OKCHJ allio-
muHus [3,7]. [IpuMeHSIOTCS MHOTOCIOWHBIE aj-
COpOITMOHHBIC KOJIOHKH ¢ HECKOJIBKUMH aIcOpOCH-
TaMu OAHOBpeMeHHO [4, 11, 12]. Bo3MoxkHO KOM-
OMHUPOBAaHUE pa3pyIIAIOIINX W HepaspylIaroIuX
JUNUABI METOJIOB C IIPUMEHEHUEM CMECH CHJIMKA-
refisi ¢ cepHoO KUCIOTOH [2, 4].

B paborax [2, 12] npennaraior [ OYUCTKH
9KCTPaKTa MPUMEHITh METOJ I€IbIIPOHUKAIOLIEH
xpomatorpaduu (I'TIX) Ha KOIIOHKAax ¢ HAIOIHU-
TeJIeM Ha OCHOBE MOJUCTUPOIIUBHHUIOCH30A,
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a JOMOJHUTENHHYI0 OYHCTKY OCYIIECTBISTH C HC-
MTOJTh30BaHUEM (DITOpH3IIIA WIH CHHKarelss. O4u-
cTKa MeToAoM TBepaogazHoi skcrpakuuu (TDDI)
MOXET OBITh NMPOBEACHA C HCIOJIB30BAHHEM Kap-
TPHJDKEH ¢ HEWTpaIbHBIM HATIOJIHUTENEM (CHIINKa-
refb, QIopu3mi), MOIUPUINPOBAHHBIM a1CO0CH-
TOM C TIPUBHUTHIMH (DYHKIIMOHATIHHBIMU TPYIIIAMH,
MHOTOCJIOWHBIMH ~ KOMOWHHPOBAaHHBIMH  (ha3zamMu
[4,13]. Ilpum oumcTKEe HKCTpakTa MOTYT TaKXke
MPUMEHSATHCS KOMOWHAIIMK BBIIICTICPSUUCICHHBIX
MeTOJIOB [2, 4, 9, 12].

Pactymmit natepec x Biawsauio [16/19 Ha ok-
PYXKaIIylo cpely IpUBell K HEOOXOIUMOCTH pa3-
paboOTKN aHATUTHYECKUX METOJOB WX KOJHYECT-
BEHHOTO ONpEENICHUS] B IIHPOKOM CIEKTpe IpH-
pPOIHBIX OOBEKTOB, B TOM HYHCIIE B MPOIYKTax
MUTaHWsI, KOTOPBIC SIBISIOTCS OCHOBHBIM ITyTEM
noctyruienust [IBJID B opranm3m uenoseka. He-
CMOTpSl Ha TJ00ANTBHOE PACIPOCTpaHEHHE M TEH-
JeHIMIo yBenudeHus coaepxkanus [16/1D B TkaHsax
yenoBeka u Owote, B PecnyOimke bemapych co-
nepxxarre [16/1D He permameHTHpOBaHO U OUIIN-
abHBIC METOJIUKH WX ONpeAeicHHuss B 00beKTax
OKpyXarollel cpeapl OTCYTCTBYIOT. PaszpaboTka
TUTHEHNYECKUX HOPMATHBOB M METOAMK BBITIOTHE-
Hus u3MepeHuit no onpexaenenuro 11619 nozonur
KOHTPOJINPOBAaTh YPOBEHb 3arpsA3HEHHUS HMH OK-
PY’KaroIiei cpebl.

eas padoThl — pa3paboTKa METOTUKH OIl-
penenenust [16/12 B peibe U pbIOHON MPOAYKIHH.
Jiist 3TOr0 HEe0OXOAMMO OBLIO PEIIUTh CIETyIOIINe
3a/laud: YCTAHOBUTH ONTHUMAIIbHBIE YCIIOBHUS XPO-
MaTorpaupoBaHusi, pa3paboTaTh YCIOBHS OKC-
TPaKIUK, U3YyYUTh Pa3IMYHBIE METOABl OYHUCTKU
C IETBI0 YCTAaHOBIEHHS ONTHMAJBHBIX, pa3pado-
TaTh MeToauKy onpenencHus [16/ID n yctaHOBUTH
€€ METPOJIOTHUECKHE XapaKTePUCTHKHU.

Marepuaiabl U MeToabl. V3ydeHbl yCIOBUS
xpomarorpadprpoOBaHUs U METOBI OUMCTKH IKCTPaK-
Ta nipu omnpexaenennu b/13-47, BJ13-99 u B/13-209
B pbIOE ¥ PBIOHOH MPOTYKITUH.

HccnemoBanus yCIOBHI XpoMaTorpapupoBaHis
TIPOBEIEHBI C UCTIOb30BAHNEM CTaHIAPTHBIX PacTBO-
poB BJI3-47, BJI2-99 B rekcane ¢ KOHLIEHTpaLuen
0,0001; 0,001; 0,01; 0,05; 0,1; 0,5 MKF/CM3; bJ13-209
¢ xkonmentparmett 0,001; 0,01; 0,1; 0,5 MKT/CM® B TeK-
cane; cmecu XOII (M30MepoB TrekCaxJIOPLUUKIO-
rekcana (I'’XLI), AAT u ero merabonmuros IJIE
u 11, ampppuna, renraxiopa) u IIXB (cmech
X5k 28, 52, 101, 138, 153, 180, 209) ¢ koHIEH-
Tpauuei 0,1 MKT/CM° B FeKCaHe.

IIpu m3ydeHnn yciaoBHil XpoMaTorpadupona-
Hus 11610 npumeHsun pa3nudHbIe 110 HOISIPHOCTH
W JUIMHE KBapleBble KalWUISIpHbIE KOJOHKH: He-
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nomsipas HP-1  (100%-1uMeTHAnoaucuioKkcaH)
mumHON 30 M; Huskonossipaas DB-5 (5%-denun-
METHINoNMCcHIOKcaH) muHol 30 M; cpenHemno-
mspHast  HP-50+  (50%-denunn-MeTunmnoaucuiok-
caH) mmHO# 30 M; HenomsipHas DB-1 (100%-mu-
METHJIMOJIMCHIIOKCAH ) AJTHHOM 15 M.

HccnenoBanusi mo M3y4EHUIO YCIOBHUH OYH-
CTKH JKCTPAaKTOB TPOBEIEHBI Ha 00pa3lax phIOBI
U peIOHOI TpoayKuuu (Mope Ui IE€TCKOTO THTa-
HUSI U3 PBIOBI, XEK CBEKEMOPOXKEHBIH, CKYMOpHsI
CBE)KEMOpOKeHas). Brinenenue >xupa U3 pPHIOBI
Y pBIOHOI TNPOAYKLUHM IPOBOJMIN CMEChIO I'€K-
caH — arjeroH (1:1). Macca npo0Obl cocTaBisna 5 T.
[locne ynaneHus pacTBOpUTENiei Ha POTOPHOM
UCTIapUTeJIe MOJMYUYCHHBIN XUP B3BELIMBAIHM U HC-
NOJIB30BAIM JJISl M3YUeHUs ycioBul ouncTku. Ko-
JIMYECTBO >KUPA, BBIACICHHOTO M3 OJHOH MpOOHI,
coctapsio 0,2-0,5 r.

IIpu npoBeaeHNN OYMCTKY MPOO HCHIOJIB30BAIH
KOHLIEHTPUPOBaHHYIO cepHylo kucnory mo ['OCT
4204-77; ancopOeHThI CHIUKareNb U (DIOpU3UIT MPo-
mBozacTBa Macherey-Nagel (0,063-0,200 mm); kap-
tpumkn s TOD Chromabond SiOH, Florisil®,
NH,, CN, OH; SiOH-H,SO./SA, SA/SiOH, NAN
nponsBoscTea Macherey-Nagel, o6bemom 3 1 6 e,
cozaeprkamrre S00-1000 mr agpcopOeHTa.

AHanu3 MpoOBOJWIM Ha Ta30BOM XpOMAaTo-
rpape «Xpomarsk Kpucramn 5000.2», ocnHamieH-
HoM JID3. B KauecTBe raza-HOCHTEIS HCIIOIb30Ba-
JIM BOJIOPO/I.

Pe3yabTarel m ux obGcyxaenue. M3yueHbl
TEMIIEPATypPHBIE PEXUMBI XPOMAaTOrpapUpPOBaHUS
[IB/13, BAMsHME CKOPOCTH M BETWYMHBI JIEICHUS
[OTOKAa Ta3a-HOCUTEIsl Ha HMX ONpeAesieHHe Ha
IPUBEACHHBIX BBIIE KAWIISIPHBIX KOJIOHKAX.

ITokazano, uyro npuMeHeHue koyioHok HP-1,
DB-5, HP-50+, DB-1 He y0BIETBOPSIET YCIOBUAM
onHoBpeMeHHoro onpenenenust b2-47, BJ12-99
u bJ13-209, cuipHO OTIMYAIOIMIUXCS IO JIETyde-
ctu. [ns onpenenenus bJ13-47 u BJ13-99 BribOpa-
Ha kosnoHka DB-5, a ana onpenenenust bJ12-209 —
kosionka DB-1, Ha KOTOpPBIX U3y4E€HBI TTapaMeTPhl
XpoMaTtorpapupoBaHusi. Y CTaHOBJIEHBl ONTHMAJb-
HBble 3Ha4YeHHs Ttemmeparyp naerekropa— 300 °C,
ucnapurens — 260-270 °C. TIpoBeneHo H3ydeHHUE
BEJIMYMHBI JICJIEHUS II0TOKA I'a3a-HOCUTENS B HCIIa-
purene npu xpomarorpadupoBanuu [1BJ13. Om-
TUMaJIbHOM BEIMYMHOM AEJICHUS MOTOKa BHIOpaH-
Ho 3Hauenwe 1:10, oOecrmeumBaroliee I0CTATOY-
HYIO TUIOIIaab TUKa Juist ompeneneHuss bJ12-47 u
B2-99 Ha yposre 0,0001 Mxr/cm® mpu obbeme
BBOAUMON TMpoObl 2 Mk [lpm ompeneneHun
BJ12-209 ucnonp3oBaHue BBOJA MPOOHI C AETICHU-
€M II0TOKa ra3a-HOCHUTENS YXY/IIajio BOCIIPOU3BO-

JIUMOCTB pe3ynbTaToB. Kpome Toro, Habmomancs
«(dexT MaTpunbl»: B TPUCYTCTBUH IPHUMECEH,
XapakTepHBIX Il MpoObl, HAOIIOAIOCh yBeIHde-
Hue nuka bJ19-209 B 4 pa3za. B cBs3u ¢ 3tuM omnpe-
nenenre b/13-209 nmpoBoawy 6€3 IelIeHus MOTOKa,
B IIPUCYTCTBUH IIPUMECEH MUILIEBOY MATPULIBI.

W3ydyeno pasgeneHue CMeCH BEILECTB, CO-
JIepKaIIUXCsl B TPUPOAHBIX OOBEKTaX W TPOSB-
JISIOIMX CXOomHble cBoicTtBa, — XOII, IIXB,
[BAD. Ilpu xpomarorpadMpoBaHUU CTaHIAPTHO-
ro pacteopa cmecu [IBJ19, XOII u IIXb ¢ koH-
nenTparueit 0,1 MKr/cM® Ha KosioHke DB-5, BbI-
Opannoii s onpenenenuss B/13-47 u BJ13-99,
HaAOIIOJAJIOCHh TIEPEKPhIBAHUE MMHUKOB, OJU3KHUX TI0
coiictBaM BJI9-47 m I1Xb-180. ¥YcraHoieHo,
YTO B 3TOM CJIy4yae IpU MPOrpaMMHUPOBAHUH TEM-
MepaTypbl KOJOHKH C YBEIMYEHHUEM IPOJOIIKH-
TEJIHHOCTH TEMIIEPATYPHOTO yYacTKa MPOTpPaMMBbI
npu 220 °C yay4mianoch pasaeieHne KpUTHIECKOH
napsl b/13-47 u I1IXb 180. Hamnyumue pe3yis-
TaTbl OBUIM JOCTUTHYTHI TPU HCIOJIb30BAHUU
mporpaMmupoBanus, HaunHas ¢ 90 °C co ckopo-
crer0 15 °/mun mo 220 °C, manee MOBBILIEHUE
temmneparypsl 10 300 °C co ckopoctbio 8 °C/MuH.
DTO MO3BOJIIECT MPOBOIUTE omnpeneienne bJ3-47
u b/13-99 B mpucyTcTBUM CXOXKHUX 1O CBOMCTBAM
XOII u I1Xb, a Takke UCKIIOYUTH MPHU MPOBEIL-
HUU TIpoOomoaroToBku (ppakuuonupoBanne [1Xb
u [1BJID.

[Ipu mporpamMmHupoBaHHH TEMIEPATyphl KO-
nouku DB-1 ¢ ymeHbIIeHHEM TPOAOIKUTEIBHO-
CTH BBICOKOTeMIIepaTypHoro ydactka mpu 300 °C
W YBEIMYEHUH CKOPOCTH Ha0opa TeMIeparyphl
yiydmanack ¢opMa MuKa, yMEHbIIANACh IIUPUHA,
YTO MOXET OBITH CBSA3aHO C YMEHBIIIEHHUEM paziio-
xeuus BJ12-209 mpu Temmeparype. Hcmonp3osa-
HUE peXHUMa MPOTrPaMMUPOBAHUS TeMIIepaTyphl
konouku DB-1 (110 °C- 30 °C/muu — 200 °C
(3 mun) — 60 °C — 300 °C) no3BoisieT yMEHBIIUTb
BBICOKOTeMIIepaTypHoe Bo3aeicTBue Ha bJ13-209,
YIIYIINTh XapaKTEPUCTHKH MUKA. Y BEIMYCHHUE TIPO-
TOJDKUTENBHOCTA  TEMITEPaTypHOTO ydYacTKa IIpo-
rpammbl ipa 200 °C mozBossier 3¢ QEeKTHBHO OTIe-
JUTh HAa XpomaTorpamme nuku npumeceil. [lomy-
YeHHBIE XpOMaTOrpaMMBbl IPUBEICHBI Ha pHC. 2, 3.

[Ipu BBIOpaHHBIX ONTHMANBHBIX YCIOBHUSX
XpoMmarorpaupoBaHus yCTAHOBJICHO, YTO TPadUKH
3aBUCHMOCTH InIomaaei mukoB bJ1D-47 u bJ13-99
OT KOHIIEHTPAIIM! PAcTBOPOB JINHEWHBI B IIUPOKOM
auamnasone 0,0001-0,1 mMkr/cm; rpaduK 3aBUCHMO-
ctu mwiomwaau nuka BJ/I3-209 or KoHueHTpauuu
pacTBopa JuHEeeH Tipu coxepxkanun bJ[3-209 B mua-
nasone 0,001-0,3 mxr/cm’. Onpenenenne BJD-47
u BJ12-99 B pe1Oe 1 prIOHOM POIYKIMU TIPU MACCe
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Puc. 3. Xpomarorpamma rnpo0s1 peIObI ¢ BHECEHHEM cTaHIapTHOTO pactBopa b/19-209.

ITuxu: 1 -

npobsl 5 T Bo3MOkHO Ha yposHe 0,0002 wmr/kr,
a BJ12-209 — na yposaue 0,002 mr/kr.
HccnenoBanbl yCIOBHS OYHMCTKH SKCTPaKTa
OT COBMECTHO JKCTParupymomuxcs JHUIUAOB HpU
IPUMEHEHUH pa3pyllaloliuX M Hepa3pyllaroIinux
JUMHUIBl METOJIOB OYHCTKH: KOHIEHTPHUPOBAHHON
CEepHOIl KHCIIOTHI; MeToJa IepepaclpereNeHus
MEXIy JBYMs HECMEUIMBAIOIIMMHUCA KUAKOCTIMU
(PKUAKOCTb-)KUAKOCTHAS 3KCTPAKLHUS, SKCTPAKIH-
OHHBI METOJ); Ha KOJIOHKE C WCIIOJIb30BaHUEM
a7cOpOEHTOB; METOAOM TBepHo(da3HOU SKCTpak-
mun (T®D). [pu npoBeneHUM OYUCTKU SKCTpaK-
[IMOHHBIM METOJIOM WCIOJIB30BAIN JBYX(a3HbIe
CUCTEMBI «aJdu(aTHUECKHi yTIeBOAOPO — MOJIP-
HBII OPraHUYECKHI PACTBOPUTEID», IPUMEHAEMBIE
JUTSL BBIZIGTIEHUS TAKUX THAPO(POOHBIX COennHEHHH,
kak XOII, ITXb: rekcan — JIM®A, rekcan — JIMCO,
reKcaH — aueTOHUTpuwi. [Ipu M3ydYeHUH OYMCTKH
9KCTPaAKTa METOJOM KOJOHOYHOW Xpomartorpaduu
NPUMEHSITH HeHTpalibHble aJCcOpOCHTHI (CHIIMKa-
refib, (pJIOpHU3HI) U PAaCTBOPUTENN U CMECH PACTBO-
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B/1D2-209

puTenei pa3IMYHOMN MONAPHOCTH: TeKCaH, T'eKCaH —
IUSTHIOBBIA adup (94:6; 85:15; 3:1), rexcan —
muxsopmerad (1:1). Macca ancopbeHTa cocraiisi-
na 4-8 1 (manbHeHIIee yBeIUYEHUE MacChl aacop-
OeHTa NMPUBOAUT K OOJIBIIOMY Pacxolly pacTBOpH-
Teled W BpPEMEHH MPOOOIOJAroTOBKH). M3ydyeHune
OYMCTKHU KCTpakTa MeTogoM TDD ocymiecTBIsIN
C HCIIOJIB30BAaHUEM KapTpUAKEHl Ha OCHOBE CUIIH-
karemst win ¢raopusmna (SiOH, Florisil®, NH,, CN,
OH) u xapTpumKeil ¢ KOMOMHHPOBAHHBIM aJICOP-
6entom (SiOH-H,SO4/SA, SA/SiOH, NAN).
YCTaHOBNICHO, YTO ISl MPOBEIEHHUS OUUCTKH
dKcTpakta mpu omnpeneneanu [IBJID B prIOHOM
MPOAYKIMH MOMKET MPHUMEHAThCS OJHOKpATHOE
BO3JICHCTBHE KOHLEHTPUPOBAHHOM CEpPHOM KHCIIO-
Toil B TeueHue 10 MHH TpH COOTHOIIEHUH a3
«TeKcaH — cepHasi kuciora» (5:1). IIpu sTom pas-
pYLICHHE JUIUAOB MPOXoAuT Ha 82,3 %. Ouncrka
IpUMEHUMA A7l Po0 ¢ OOJNBIIMM COIAEpPKAHUEM
xupa — 10 0,5 r. Bo3neiicTBue cepHOil KHCIOTH Ha
B2 B pacTBOpe He3HauuTeNnbHO. OYNCTKA ¢ MIPH-



Metoarka ornpeneneHus MoIHOpOMIN(ECHIIOBEIX Y(QUPOB B pEIOE W PHIOHON MPOXYKIIHH ...

MEHEHHEeM KOHIEHTPUPOBAHHOW CEPHOUN KHUCIIOTHI
YAOBJIETBOPSIET YCJIOBHAM KOJIMYECTBEHHOTO OII-
penenenust BJ12-47, B/13-99 u BJ12-209, ognako
SIBJIIETCS. HEAOCTATOYHOM IS TAIBHEHIIEro ra3o-
XpomatorpapuIeckoro aHaan3a.

N3yyen cnoco® npoBeAcHHUS OYMUCTKUA OKC-
TPAaKLMOHHBIM METOAOM (TIepepacrpeeieHie Me-
XKy JBYMS HECMENIMBAOIIUMHUCSA SKUAKOCTSIMHU
Pa3IMYHOM MOJISIPHOCTH; JKUIKOCTh — YKHIKOCTHAS
aKkctpakuus). Mcronb3oBany AByX(a3Hble CUCTEMBI
«anmaTHYecKuii YTIIeBOJIOPOI — TOJAPHBIN opra-
HUYECKHUI PaCTBOPHUTEND», IPUMEHSEMBIE IS DKC-
TPAKIMOHHOTO BBIICICHUS TaKUX THIPOPOOHBIX
coequuennii, kak XOII, IIXb: rekcan — JIM®A,
rexcad — JIMCO, rexcan — arnetonutpui. Ompene-
JISUTH BEJIMYMHBI KOHCTAHT pacnpenenenus bJ19-47,
B3-99 u BID-209, xapakrepusyromnme 3Qek-
TUBHOCTH BBIJICJICHUS [IEEBBIX KOMIIOHEHTOB, CTe-
TIeHb u3BjIe4YeHus [1].

Y CTaHOBJICHO, YTO NPU MCIOJIB30BAHUU B Ka-
yectBe nossipHoit gassl MDA u IMCO u coot-
HOIICHUS (a3 «TeKCaH — TOJSPHBIA PacTBOPH-
tenb» (1:1), xoHcranTel pacnpenenenus I[1b/1D
obun Menbme exuHuubl (0,11-0,30) — BemecTBO
nmepexoauT B moisapHyto (asy. Hambomee sddek-
TUBHO M3 HemousgpHoro pactBopurens [1BJID akc-
TParupyroTcss TUMETHA(OPMAMHUIOM — CTCICHb
u3BJIcUeHus coctapisia 88,7-89,6 %. s B13-209
BO BCEX M3yUEHHBIX CUCTEMax PacTBOPHUTENEH cTe-
MIeHb M3BJICYEHUs ObUIa MeHbIIe, ueM st B/13-47 u
BJ12-99. OntumanbHbIM MOXET CUHUTATbCS COOT-
HomeHne (a3 «rexcad — JJM®PA» (1:2), mpu koro-
POM CTeNeHb OUUCTKU cocTaBiisuia 74,2 %, a CTeTIeHb
u3BnedeHns nzydeHnsix [16/12 — 89,0-93,8 %. YBe-
JTMYeHUE KOJIMIeCTBa Kupa B 1pode 1o 0,5 T cyre-
CTBEHHO HE BJIMSJIO Ha cTeneHb m3piedeHus [16/10.
OpHako TpUMEHEHHWE [aHHOTO MeToja TpedyeT
OCYIIECTBIICHUS TOTIOTHUTEIHHON CTaIU OYHCTKU.

[Ipu M3ydeHUN OYMCTKH SKCTPAKTa METOIOM
KOJIOHOYHOH Xpomarorpaduil Ha HEHUTpabHBIX
agcopOeHTax (cuiMKareib, (IOPU3MUI) HUCIONB30-
BaJI PACTBOPUTENN M CMECH PAaCTBOPUTENICH pas-
JUYHON MOJSPHOCTH: TEKCaH, TeKCaH — AMITHIO-
BBl 3dup (94:6; 85:15; 3:1), rekcan — guxiIopMme-
tan (1:1). Ussectno, uto IIBJID »smoupyrorcs
B MOJISIpPHOHM (DpaKIiy, a TPOMBIBAHHE KOJOHKH
HETOJISPHBIM PACTBOPUTENIEM TO3BOJISICT OTICIIUTh
TUIOXO COpOMpYIOIUecs: KOMIIOHEHTHI Po0Osl. Og1-
Hako BeIxoa BJ13-47, BJ13-99 u BJ12-209 Habto-
Jancs yke B mepBoi ¢pakuuu (Macca ancopOeH-
Ta — 4 T, BBICOTA clos ajicopoeHTa — 11 cm, oObeM
1 ¢paxmmm — 10 ev’) u coctapmsan 5,9-8,0 %. Oc-
HoBHOe konnyectBo [1B/]3D amonposanocs Bo BTO-
poii ¢pakiuy, HE3aBUCHMO OT IOJSPHOCTH HC-

nosb3zyemMoro amoeHTa: Bbixon IIBJID cocraBisin
82,9-89,1 %. JInst Bcex M3y4EeHHBIX JIIFOEHTOB YC-
TaHOBJICHBI CpaBHMMBIE 3HaueHus Bhixona [I1BJ1D
o gpaknusM. OO0bEM 3ITIOeHTa, 00ECIICUHBAOIINN
moaabli Beixoa 1613, coctasisn 30 oM’

YCTaHOBNIEHO, YTO MpPH DIIOUPOBAHUU CMECH
XOII, IIXb u IIBJID HenonspHbIM pacTBOPUTENEM
He HaONIOAIOCh YeTKOTO pasfefieHns yKa3aHHBIX
BelecTB 1o ¢pakiusam: smouposanre XOI1 u [1Xb
YacTUYHO Ipoucxoanio coBmectHo ¢ [1B/13.

[Ipn yBenmmueHnn maccel ajcopOeHTa CTeTeHb
OYHMCTKH JKCTPAKTa yBEINYMBAIACh HE3HAYNUTEIHHO.
JIBoKeHUE JIMNUIHON (paKIMU PETHCTPUPOBAIOCH
BU3YaIbHO U MPOXOJIMIIO CO CKOPOCTHIO MOTOKA 3ITFO-
eHTa. BeIXox nmrmmmHOW (pakmmy, KaKk W BBIXOJ
TIBJ1D, Habmoznancs yxe B epeix 10 cM® amoenTa.
Crenenp us3Bneuenus [16/13D mpu sToM Takxke cyrie-
CTBEHHO HE M3MEHsIIach. AHAIIOTHYHEIEC JTaHHBIC T10-
JIy9eHBI U C UCTIOIh30BaHNEM (IIOPH3HIIA.

Takum 00pa3oM, MPUMEHEHHE JUIS OYHCTKU
AKCTpPaKTa KOJOHOYHOM Xpomarorpaduu ¢ UCHOIb-
30BaHMEM CHJIMKArelisi ¥ (pJIopHu3mia yIoBIETBOPSET
YCJIOBUSIM KOJIMYECTBEHHOTO ompenenenus bJ19-47,
BJ3-99 u BJ12-209, oqHako He obecrieunBaeT 10c-
TATOYHYIO CTETNEeHb OYHCTKU OT JIMIMHUIOB, SIBISETCS
TPYJAOEMKHM, BPEMsSI3aTPATHBIM TIPOIIECCOM.

[Ipu u3ydyenun ounctku sxcrpakra [1B/1D me-
TonoM TdD ycTaHOBIEHO, YTO MIPU UCIIOIB30BAHUU
KapTpHUDKeH Ha OCHOBE CHIIMKArels wiH (propmsu-
na (SiOH, Florisil®, NH,, CN, OH) u HenonsipHOTO
samoenta (rexcad) bJ/13-47, BA2-99 u BJ13-209
MOJIHOCTBIO BBIXOAWIM B TIEPBOM HEMOJSPHOU
(dpakiuy, B MOCIESIYONUX 00Jiee MONSIPHBIX (pak-
musax [1B/1D ne obHapysxeHbl. CTeneHb U3BICUEHHS
TIPY OYMCTKE Ha YKa3aHHBIX KapTPUIKaX COCTaBIISI-
na 98,0-101,5 % wu oTauyanach HE3HAYUTEIILHO IS
pasnuuHbx Momudukanmii aacopbenra. [Ipu wuc-
MOJIb30BAaHUM KapTPHDKEH € KOMOWHUPOBAHHBIM
ancopbentom (SiOH-H,SO,/SA, SA/SiOH, NAN)
[NBAD BBIXOAWIM BO BTOPOW CIAOOMOSAPHON
(pakuuy, 4To, MO-BUIMMOMY, CBS3aHO C HAIMYAEM
noHHOTrO B3amMmonericTBus [IBJID m amcopbeHrta.
Crenens u3Biaeuenus cocrasisia 98,5-101,7 %.

[TokazaHo, 4TO 00BEM ITFOCHTA MPU OYHCTKE
skcrpakta [1B/ID ¢ ucnonap3zoBaHreM KapTpupKen
00BbeMOM 3 CM’ JIOJUKEH COCTABIIATH HE MeEHee
9 cm’. Hamnyuime pe3yabTaThl 10 OUHCTKE MOIY-
YEeHBI C UCTMIOIF30BAHNEM KapTpUKel ¢ KOMOWHH-
POBaHHBIM ajCcOpOEeHTOM (CHJIMKareab B CMECH
C KAaTHOHOOMEHHOW  OCH3WICYJI()OHOBOW  KHCIIO-
TOI) IPH colepKaHuu xupa B mpode xo 0,05 r.

CpaBHeHHE U3y4YeHHBIX METOJIOB OYHCTKH MPH
onpeaeneuanu bJ19-47, BJ12-99 u B/12-209 npuse-
JIEHO B Ta0JIHUIIE.
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CpaBHHUTETBHAS XapaKTEPUCTHKA METOJJOB OYUCTKU

Meron 04uCTKU
ITapametp 1 2 3 4
OuncTKa KOHII. | OKCTpaKLMOHHAs OuncTKa Ha KOJIOHKE OuncTKa METOIOM
CEpHOI1 KUCIoTo! OYMCTKA ¢ ancopOeHTaMu TPO
KomuuecTBo >xupa B po0e, © <0,5 <0,3 <02 <0,1
Crenenb m3Bneuenus [16713, % 98,4-99,2 92,5-96,8 97,4985 98,5-101,3
CrerneHb OYUCTKH, % 82,3 62,5 63,5-79,3 81,5-83,2
Bpewms BbINOIHEHNS, MUH <20 <30 60-120 <15
KONHYeCTBO PACTBOPHTENEH, CM° - 50-100 50-100 10-50
JlononaurensHoe odopynoBanue |  He tpebyer He tpebyer He tpebyer c ;ﬁxﬁﬁi;ﬁiM
Hexoctarxu ArpeccuBH. B Tpynoemkuit Bricokast crouMocTb pacxo/iH.
peaKTHB (mozroToBKa ancopOeHTa) | MaTepHalioB — KapTPHDKEH
[TpMEHNMOCTSD 1711 OUUCTKU OcHoOBHast OcHoBHas
JIOTIONTHAT. OUUCTKA JlomomHUT. ounCcTKa
9KCTpAKTa OUNCTKa OUMCTKA

Taxk, yuyuThIBas KOJIMYECTBO XUpA B mpode u
CTETNIeHh OYHCTKH, KOTOPYIO O0ECIIeYHBAET METO]I,
MeToabI 1 1 2 MOTYT OBITh IPUMEHHMBI Ha TIEPBOMH
CTaJl¥ OYHMCTKH, METOALI 3 U 4 — KaK JIOMNOJIHH-
TeAbHasg CTagus O4HuCTKH. Metonas! 1, 2 u 4 nmenn
MHHHAMAJILHOE BPEMs TIPOBEICHHUS, YTO BAXKHO TPH
MOHUTOPUHTOBBIX HMCCIEIOBAaHUSIX, a METONbI 1 u
4, KxpoMe TOT0, MPEUMYIIECTBO MO KOJIHYECTBY HC-
MoJb3yeMbIX pacTBoputesied. HesHauuTenbHOE
BIMSIHAE Ha KOHIIEHTparnuio u3ydeHHsx [16/1D B
MPOIIECCEe OYUCTKH OSKCTPAKTOB JENAE€T BO3MOXK-
HBIM KOMOWHHPOBaHWE HM3YYEHHBIX MeTonoB. Or-
THUMAaJIbHBIM SIBJISICTCSI COYETAaHWE OYHUCTKH JKC-
TpakTa KOHUEHTPUPOBAHHOM CEPHOW KHUCIOTOU
(meron 1) W HOMONHUTENBHOM OYUCTKM Ha Kap-
Tpumkax it TAD ¢ KOMOMHUPOBAHHBIM aJICOP-
OenTom (MeTon 4).

Ha ocHOBe mpoBEIeHHBIX HCCIIEIOBAHUN pa3-
paborana meronuka onpeaenenus 11612 (b3-47,
BA2-99 u B/12-209) B piOe U pHIOHON POAYKIIHH.
Merton ocHoBaH Ha 3kctpakiuu [1B/1D u3 mpoOs
pbIOBI cMechio rekcad — aneTtoH (3:1). K HaBecke
npoaykra Maccol (5 1) mobasisiror 20 T 6e3B0THOTO
cyibdara HaTpUs, MEPETUPAIOT JI0 PACCHITYATOrO
cocrosiHus. Dkctpakuuto [1BJID mposogsat 30 oM’
cMecH Tekcal — aretoH (3:1) ABaxIbl PpU EHTPHU-
¢yrupoBanun (10 MHH TpU CKOPOCTH BpaLIEHHS
5000 006./mMuH). J{ns ganpHeHIero ananu3a Koiaude-
CTBO JKHpa JIOJDKHO COCTaBIATh He Oomnee 0,5 T.

ITocne OTroHKM pacTBOpUTENENH U pacTBOpeE-
HUSL CyXOro ocTaTka B 30 CM® reKCaHa MPOBOAT
OUYMCTKY JKCTpaKTa KOHIIEHTPHUPOBAHHOW CEpHOMH
KUCJIOTOM B JEIUTEIBHON BOpPOHKE B TEUYEHHUE
10 mun. CooTHoleHune (a3 «rexcaH — cepHasi Ku-
ciota» — 5:1. Bropyro cranuioo o4uCTKH HIPOBOAST
MerogoM TDD ¢ HUCMONB30BaHUEM KapTPUIKEH
SiOH-H,SO,/SA u 10 cM’ rekcaHa B KauyecTBe
AIIOEHTA.
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l'azoxpomarorpaduueckuii aHaau3 MpH OI-
penenenuu BJ13-47 u B/13-99 ocymecTBIsAIOT Ha
HU3KOMOJSPHOH KamwuIIpHOW KonoHke DB-5
(30 M X 0,25 MM X 0,25 MKM) TIpH IPOTPAMMHUPO-
BaHMM TEMIEPATYyphl KOJIOHKH; MPHU OMpeaeTIeHUU
BJ12-209 — Ha HenonApHON KanmWIIApHONW KOJOH-
ke DB-1 (15 m x 0,25 mm X 0,1 Mkm) npu mpo-
rpaMMHPOBAaHUU TEMIEPATYPhl KOJIOHKH (yCIOBUS
MPOrpaMMHUPOBAHHUSI TPUBEJICHBI BBIIIE).

Conepxanue bJ/[2-47 u B13-99 pacunthiBa-
IOT METOJIOM KaJIMOPOBKH C BHYTPEHHHUM CTaHJAp-
tom (BAD-85), B/13-209 — meTomoM abCOMOTHOM
kanmuopoBku. [Ipu onpenenennn bBD-209 ncnons-
3yeTcs MaTpu4Has KaTnOpoBka. /luana3oH KOHIICH-
Tpauuii TpamyMpOBOYHBIX PACTBOPOB IJISi OTIpelie-
nmenus BJD-47 u BJ2-99 — 0,005-0,05 MKT/CM®,
BJ13-209 — 0,05-0,3 Mkr/cM’. J[ana3oH u3MepeHus
B2-47 u BAD2-99 cocrapnser 0,0002-0,05 mr/xr
WCCIIEyeMOTO TIPOAYKTa; HAlla30H WM3MEPEeHHUS
BJ13-209 — 0,002-0,3 mMr/kT.

Pacuuranpl MeTpoNIOruUeCcKre XapaKTEPUCTUKH
MeTOMUKH. PacmmpeHHas cTaHmapTHas Heompese-
neHHocTs m3Mepenuit bJ12-47, bJ12-99 u B/13-209
cocrasisier 27,4-37,2 %.

BoeiBoanl. Takum o0pazom, paspaboTaHa METO-
JIKA OTIpeAeIICHHS TOTHOpOMIn(EHITOBEIX A(hHUPOB
B pbIOE ¥ PBIOHOI TPOAYKIMH, BKIFOUYAOIIAs CTauu
9KCTPAKLUH, OYUCTKH SKCTPAKTA U KOJTMYECTBEHHOTO
OTIpEZIETICHUs] METOJIOM Ta30)KUAKOCTHOH XpOMAaTo-
rpaduu C IMEKTPOHO3aXBaTHBIM JIETEKTOpPOM. Jlua-
nazon m3Mmepenust b/13-47 u BAD-99 cocrasnser
0,0002-0,05 Mr/kr BccmexyeMoro MpoayKTa; Trara-
30H mmeperus bJ13-209 — 0,002—0,3 mr/kr. Paspa-
OoTaHHasi METOJMKA IO3BOJIUT KOHTPOJIMPOBATH CO-
nepxanre I[1B/ID B peide 1 pHIOHOW MPOAYKIUH
C IIeNTbI0 TUTHEHWYECKOTO MOHHUTOPHHTA 3arps3He-
HUSI TIPOJIYKTOB NMUTAHUSI CTOMKAMK OPraHUYeCKUMU
3arpszHuTesiMU B Pecriy6nmke benapyce.
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METHOD OF DETERMINING OF POLYBROMINATED DIPHENYL ETHERS
IN FISH AND FISH PRODUCTSBY THE METHOD OF LIQUID
CHROMATOGRAPHY
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The aim of the work was to develop a methodology for determining of polybrominated diphenyl ethers (PBDE) in
fish and fish products for the control of impurities content in the food and environmental objects in general. The condi-
tions of chromatography (temperature conditions, the impact of the speed and magnitude of dividing of the gas-carrier
stream using a HP-1 capillary columns, the DB-5, HP-50 +, DB-1;) and lipids destructive and non-destructive cleaning
methods of extract during the determination of PBDEs. The method of determination of 2,2,4,4-Tetrabromodiphenyl ether
(BDE-47), 2,2,4,4,5-pentabromodiphenyl ether (BDE-99) and decabromodiphenyl ether (BDE-209) in fish and fish prod-
ucts by the liquid chromatography with electron detector was suggested. The method of PBDE is based on the extraction
of samples with hexane-acetone (3:1), purification of the extract with concentrated sulfuric acid (phase ratio hexane-
sulfuric acid — 5:1). The second purification step is carried out by using solid phase extraction cartridges «SIOH-
H2S04/SA» and hexane as the eluent. Gas chromatographic analysis of the determination of BDE-47 and BDE-99 is car-
ried out on low-polar capillary column DB-5 (30 m x0.25 mm x0.25 mum) with the programming of the column tempera-
ture. In determining the BDE-209 a DB-1 nonpolar capillary column was used (15 m x 0.25 mm x 0.1 mum) with the col-
umn temperature programming.

Calculation of the content of BDE-47 and BDE-99 is carried out with the internal standard (2,2, 3,4,4-pentabromodiphenyl
ether (BDE-85)), BDE-209 by absolute calibration. In determining the BDE-209 the calibration matrix was used. The range of
concentrations of the calibration solutions for the determination of BDE-47 and BDE-99 is 0.005-0.05 g/cm3, for BDE-209
0.05-0.3 g/cn®. The technique allows the measurement of BDE-47 and BDE-99 in the range of 0.0002—0.05 mg/kg of the product
concerned; BDE-209 —in the range of 0.002-0.3 mg/kg. The metrological characteristics of the method were cal culated.

Key words. polybrominated diphenyl ethers, 2,2,4,4-Tetrabromodiphenyl ether, 2,2,4,4,5-pentabromodiphenyl ether,
decabromodiphenyl ether, fish, fish products, gas-liquid chromatography, electron capture detector.
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