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Cmamusa nocmynuna 17 anpens 2015 e.

Ormicana METO/IMKA OTpesieNieHus (popMalberuia B nomiMeriieHHadTammuacynsonarax (ITHC) me-
TOJIOM T'a30)KUIKOCTHOM XpoMarorpaiu ¢ UCIOIb30BaHUEM TPUTEKCHIIOOpaTa B Ka4eCTBE JICPUBATH3HU-
pytolero pearenta. Meronuka anpoOHpoBaHa MMpU aHAIM3e MpoMbIILIeHHBIX 00pa3uos [THC, ee mpa-
BIJIBHOCTH MONTBEPIKIICHA METOZIOM «BBE/ICHO — HaiineHoy». [Ipenen onpenenenus popMaibiaeriuia co-
crasisier 0,0005 % macc., HOrpelHoCcTs pe3ynnsraroB He npesbimaet 10 %.

KiroueBble cj10Ba: ra30)KuIKOCTHAS XpoMaTorpadusi; mojmMeTHIeHHAPTaTMHCYIb(oHaThI; popMalib-
JIETUJT; TPUTeKCUIIO0paT; JepHBaTH3ALS; SKCTPAKIIHS.

Hecmortps Ha pasHooOpasue cynepriacTuGuKaTopoB s
OEMCHTHBIX W THUIICOBBIX CHCTEM (HI/IFHOCYJ’II)(bOHaTI)I,
MOJTMKApOOKCHIIAThI, AIlleTOH(OPMAIbICTHIHBIE U I10-
JTMMETHIICHMEIAMIH(OPMAJIbICTUAHBIE  CylTb(UPOBaH-
HbIe cMOJTBI) nonuMeTwieHHadTanuHcynbdoHarer (ITHC)
SIBISTFOTCST CAMBIMH PACIIPOCTPAHEHHBIMH U MIMPOKO MPHU-
MensieMbiMu. B ocaoBHOM ITHC BEITycKaroT B BHae Ha-
TPHUEBBIX M KaJBIHEBBIX COJICH MOIMMETHICHHA(TAIHH-
cynmbokuciior ([THC-Na u ITHC-Ca). Ilotpebureneii
MIPUBJICKAIOT WX IMPOBEPECHHAs TofaMH SPPEKTUBHOCTD,
CTaOMIBHOCTh Ka4ecTBa, MOCTYITHOCTh M OTHOCHTENHHO
HEBBICOKAsI CTOMMOCTb.

IIpu npouszsoacree ITHC wucnons3yror dopmaibiae-
TH]I, KOTOPBIA 001ajaeT TOKCUYECKUM U KaHIIePOTCHHBIM
neiictBueM. B mpouecce cunTe3a hopmanbaerua yacTHy-
HO OCTaeTcs B TOTOBOM Iponykre. OOIenpuHsTas peria-
MEHTHAsI HOpMa €ro OCTaTOYHOTO COJCPIKAHUS COCTABIIS-
et He 6omee 0,05 % macc. OHaKO HEKOTOPBIE MIPOU3BOIH-
Tenu, Hanpumep, npumenstomue ITHC B cocrase mare-
pHaJIOB HAa OCHOBE I'MIICOBBIX BSKYIIUX JAJISI BHYTPEHHEH
OTACJIKN XUJIBIX HOMemeHHﬁ, CTPEMATCA K CO3JaHHIO
MaKCUMAJIbHO 0€30MacHON TMPOAYKIHH U BBIIBUTAIOT
Ooiee BbICOKME TPeOOBAaHMS TIO COACPIKAHUIO OCTATOY-
Horo ¢opmanpaeruaa — ve 6oiee 0,001 % macc.

M3BecTHa MeETOAWKA IOTECHIIMOMETPHUIECKOTO OIIpe-
neienust popmanbpaeruna [1], ocHOBaHHas Ha €ro B3au-
MOJAEHCTBHHU ¢ CYITb()UTOM HATPHUS C BBIICICHHEM DKBH-
BaJIETHOTO KonmdecTBa menoun. Comepkanue (opmaib-
JETUIa PACCUUTHIBAIOT UCXOMS M3 KOJNMYECTBA KUCIIOTEHI,
HEOOXOAMMOTo ISl HEHTpamu3aluy BBIICIUBIICHCS Iie-
noun. CyIIeCTBEHHBIM HEIOCTATKOM 3TOH METOIUKHU SIB-
JSIFOTCSL CHJIBHBIC MEIIAOIINE BIIMSIHUSL KATHOHOB METAll-
JIOB, 00pa3yroIIUX HEpacCTBOPUMBIE COCIUHEHHUS C CYJb-
(GbuTOM, CIIUPTOB, IIUKOJICH M BOCCTAHABIUBAIOUIMX pea-
TeHTOB), IPUCYTCTBHUE MOCICAHUX B aHATM3UPYEMO MPo-
0¢ IPUBOUT K MOITYYCHHUIO HEJOCTOBEPHBIX PE3YIBTAaTOB.

! Hayuno-rexuuueckuit uentp OOO «Ilomummact HoBomoc-
KoBck», . HoBomockoBck, Pocenst; e-mail: ozdmuruev@mail.ru

CymectByeT psng metonuk [2, 3], OCHOBaHHBIX Ha
B3auMoJieiicTBun  2,4-muHuTpodeHmruipasuHa ¢ hop-
MaJIbACTHIOM ¢ 00pa3oBaHueM 2,4-THHUTPO(EHUITHIpA-
30Ha (opMasbAerua, BKIIOYAIONINX YKCTPAKIIHIO MOy~
YEHHOTO COCIUHEHUS W aHaJH3 dKCTPaKTa METOJAMH Ta-
sokuakoctHOH (IKX) u BicoK0a(hheKTHBHOM KUAKOCT-
HOU xpomarorpaduu. OIHAKO IPUMEHHUTEIBHO K IIPOOaM,
cogepxkamum [THC, oOHapy>KUBaroTCs CyLIECTBEHHbIE
HEIOCTaTKU — 3TO 00pa30BaHME CTOMKON dMYIbCUH MPH
MIPOBEICHUH SKCTPAKIMH, a TAKKE CHCTEMaTn4ecKoe Mo-
JIYYCHUEC 3aHUIKCHHBIX PE3YJIbTATOB.

B pabore [4] onmcaHa METOAMKA OMpPEICIICHUS allb-
JETUIOB W KHCIOT METOIOM Ta30BOH Xpomarorpaduu
C MPeIBApPUTEIBHON JepHBaTU3aIlUeH IPOOBI CMeChIo Oy-
tanoin/BF;. OCHOBHBIMH HEIOCTATKAMH 3TOTO CITOCO0a
SBIIAIOTCS: HECTaOMIIBHOCTH cMecH Oytanon/BF;, uro
TpeOyeT eXeJHEBHOTO €€ MPUTOTOBJICHUS; NMPHUMEHEHUE
MHOTOKPAaTHOH 3KCTpalMd M MOCIEAYyIome o0paboTku
9KCTPAKTa, YTO COMPOBOXKAACTCS 3HAUUTEILHBIMU 3aTpa-
TaMu BPEMEHH; HEOOXOIMMOCTh ynapuBaHUs TPoOkI J10-
CyXa, 4TO MOXKET NPUBOAUTH K IOTECPAM JOCTATOYHO JICTY-
YEero IIeJICBOr0 KOMITOHEHTA; MPHUMCHEHHE BPEAHOTO M
omacHoro coenuHenust BF;. B pabore [5] mpemroxkena
[PKX merommka ompenesieHUsT albJCTHAOB W KHUCIOT B
IpoayKTax mapoa3HOro CHHTE3a TIIHOKCAs M3 ITHIICH-
IJIMKOJISL B BHJIE TIPOU3BOJHBIX COCANHEHUH, TTOYICHHBIX
MIPH TIPOBEACHUHU peakinuid ¢ TpubyTtminooparom. K Heco-
MHEHHBIM JocTomHcTBaM [ KX Meromumku ¢ mepuBaru-
3amuei MpoObl CIIeUaNbHO CHHTE3UPOBAHHBIM COCIU-
HCHHEM CIIEyeT OTHECTH €€ OTHOCHTENBFHYIO IPOCTOTY,
JOCTYIIHOCTb M PaclpOCTPAaHEHHOCTb MPUMEHIEMOTO
00opynoBaHMs, BBICOKYIO BOCHPOM3BOAMMOCTb U JIOCTO-
BEPHOCTh IIOJIy4aeMbIX PE3YJIBTaTOB IS HCCICITYEMBIX
ABTOpaMHM aHAJIMTOB.

Llensio paboThI siBIsieTCs pa3pabOTKa METOAMKU OII-
penenenus ¢opmanpaeruna B [THC Ha ocHOBe MmeTona
I’XX ¢ mpenBapuTeIbHON AepUBATH3AIMEH TTPOOEI.
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Puc. 1. Kunerudeckast kKpuBasi OLEHKH IIOJIHOTBI IPOTEKAHUSI PEaK-
UM JepuBatu3anuy (GopManbaeruia Ipu HCIOIb30BaHUM: | —
TI'b, 2 — Tbb

B kauecTBe nepuBaTH3UPYIONINX PEareHTOB IpHUME-
vt TpuOyTHi- (ThB) u tpurekcunbopar (TI'B). Uc-
M0JIb30BaHUE 0O0JIee BHICOKOMOJICKYIISIPHBIX 3¢upoB Gop-
HOH KHCJIOTHI HElesecoo0pa3Ho, TaK KaK MOXKET MPUBEC-
TH K HEOIPaBIaHHOMY YBEIMYCHHIO BPEMEHH XPOMaTo-
rpapHUECKOTO aHAJIH3a.

OntumansHOe BpeMsl IMPOBEICHHS PEaKIHH JEpUBa-
TU3AIIMM YCTAaHABIMBAIUA C IPUMEHCHHEM MOJCIBHBIX
BOJHBIX pacTBOpoB, coxepxammx 0,0064 % macc. dop-
Mmanbaeruga (puc. 1). Ilpu BpemeHH NpOBEIEHUS peak-
UM, paBHOM 30 MUH, BBIXOJ AUT€KCOKCUMETaHa U AUOY-
TOKCHMeETaHa cocTasisieT He meHee 95 %. [Tokasano, 4To
CKOPOCTH peaklIui B3auMoJeicTBua (opManbieruga c
TI'b u TBb 6nusku. Onnako npu ucnonszosanuu TI'b mo
cpaBHenuto ¢ THb Ha xpomarorpamme Habmromaercs 00-
Jiee SIPKO BBIPAKEHHBINA aHATTUTHYECKUH OTKIIHK, YTO TIO-
3BOJISIET CHU3UTH NpeNieil OOHAPYKEHUSI U HIDKHIOK Tpa-
HUILY OIIPEIeIIIEMBIX COJIepKaHui GopMmanbaeruaa oomee
yeM B 1,5 pasa no yposns 0,00003 u 0,0005 % macc. co-
OTBETCTBEHHO. [loaToMy manmpHEHIINE WCCIeTOBAHUS
npoBoauiu ¢ npumenenuem TI'b.

Obvexmul ananusza u peacenmol. B kauecTBe 00beK-
TOB aHalW3a BHIOPAHBI IPOMBINUICHHBIE O0Opa3IbI
ITHC-Na u IMHC-Ca npouszBonctea OOO «llomummact
HoBomockoBck» B hopme 35 %-HBIX BOTHBIX paCTBOPOB U
MOPOILIKA.

B pabore ucnonb3oBanu pactBop Gopmaibaeruia
B Bozme I'CO 8639-2004 (1 mr/mm3); n-OKTaH, H-IeKaH,
CEpHYIO KHCJIOTY KBAMN(HUKAIUHI X4; alleTOHUTPWII (4/1a);
TI'b u Thb ¢ cogep»)aHnemM OCHOBHOTO BEIIECTBA HE Me-
Hee 98 % macc.; ruapokapOoHaT HaTpuUs (IEPBBIH COPT MO
I'OCT 2156-76).

Obopyoosanue u YCrosus Xpomamocpaguposanusl.
Jliis xpoMarorpaduueckoro aHajau3a MPUMEHSITH T'a30BbIi
xpomarorpad «KpucranJlrokc-4000M» (OOO HIID
«Merta-xpom», Poccmsl) ¢ mIaMeHHO-HOHH3AIOHHBIM
JIETEKTOPOM W KalWJUIIPHYIO KOJIOHKY 15 M X 0,32 mm X
x 0,45 mm ¢ HemonBikHON (azoit CP-Volamine (CLLA,
Agilent). VYcioBus mpOBENCHUS aHaIHW3a: HadallbHAas
temneparypa konoHku — 120 °C (Bbaepikka 10 mun),
HarpeB co CKOpoCThio 5 °C/MUH, KOHEUHas TeMIEparypa
konouku — 200 °C, remneparypa nerekropa — 200 °C,
temneparypa ucnapurenss — 240 °C. Bpewmst ynepxuBa-

A | O 5 Yt

2,75 5,5 8,25 11 24,97 27,72
t, MUH
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Puc. 2. Xpomatorpamma 3KCTpakTa, MOJYYEHHOTO IPH HpOBeEde-
HHUHM aHaJIn3a Ha conepxanue popmansaeruna B [IIHC: / — n-nekan;
2 — MUTeKCOKCUMETaH

HUS OTIpe/IeIsIeMbIX KOMIIOHEHTOB, MUH: H-JIeKaH (BHYT-
peHHu craHmapt) — 9,62, nurekcokcumeran — 27,00.
O06Bem xpomarorpadupyemMoit mpoObl COCTABIISIT 5 MKIL.

Memoouxa onpedenenus. 0,3000 — 0,4000 r ananu3u-
pyemoro BemiectBa B Qopme mnopomka wim 1,0000 —
1,5000 T B popMe BOAHOTO pacTBOpa MOMEIIAIN B BUATTY C
3aBUHYMBAIONIEHCS KPBIIIKOH 00beMOM 15 cM3, moGasis-
1,0 cM? TUCTHIUTMPOBAHHON BOMBI (IJIsi PACTBOPEHHUS
HopoLKoo6pasHoii mpobsr), 1,0 cm? TI'B, 0,1 ¢M3 KoHIIEH-
TPUPOBAHHON CEPHOW KHUCIIOTHI, 3aKPHIBAJIM U BCTPSIXH-
Bamu 5 — 6 pa3. [lomydeHHyl0 cMech BBIIEPKHMBAIM Ha
BOJIsTHOW OaHe mpu temmeparype 95 — 100 °C B TeucHue
30 MUH JI0 KOJMUYECTBEHHOTO OOpA30BaHMS JIUTCKCOKCH-
MeTaHa, 3aTeM OXJaKJaJId 0 KOMHAaTHOM TeMIepaTypsbl,
no6asisu 2 ¢M3 pacTBopa H-ieKaHa (BHYTPCHHHH CTaH-
JIapT) B H-OKTaHe ¢ KoHueHTpanuei 0,5 Mr/cm?3, npunnsa-
mu 0,5 cm3 aneronurpuna u 10 cM? HAaCBIIIEHHOTO PaCTBO-
pa TuapoKapOOHaTa HaTPUs U SKCTPArHpOBalld B TEUCHUE
2 muH. [locne pazaenenus (a3 aHANIM3UPOBAIM OKTaHO-
BBIN cJ10¥ ¢ moMoIbio I 0KX.

ITomyueHHast xpomaTtorpamMma IpeiACTaBlieHa Ha
puc. 2.

Conepxanue (opMmalipJieruaa Onpenessiii METOA0M
BHYTPEHHETO CTaHaapra no x-nekany. s ycraHoBIeHHS
IPagyupOBOYHOIO KO3(D(UIMEHTa TOTOBMWJIN CEPUI0 HC-
KyCCTBEHHBIX BOJIHBIX PacTBOpPOB, cogepaxamux ot 0,0005
o 1,0000 % macc. dopmanbaeruga. Otxnmk [TH]] xpo-
Marorpada MMeeT JIMHEHHBIH XapakTep B HCCISIyeMOM
KOHIICHTPAIIMOHHOM HUHTEpBAJIC.

[IpaBUILHOCTE METOJMKH MTPOBEPSIIN METOIOM «BBE-
JIEHO — HaiileHOo» Ha mpoMbIluIeHHBIX oOpasuax [THC: B
BOJTHBIC PACTBOPHI CYNEPILIACTH(PHUKATOPOB, COACPIKALITIX
OCTaTOYHBIA (OpPMaNbACTH, JOMOTHUTEIHHO BBOIWIH
W3BECTHOE KOJMYECTBO OINPENEIIEMOT0 KOMITOHEHTA.
PesynmeraTel aHanmu3a mpeacTaBieHsl B Tadi. 1, momydeHa
YIOBJIETBOPUTENIbHAS CXOIAUMOCTb.

PesynbraTel onpeneneHus GopMaibaeruia B pa3iud-
HBIX TIPOMBIIUICHHBIX obpasmax I[THC mpencraBneHs! B
Tabm. 2.

Taxum 00pa3om, MPeUIOKEHHAS METOIUKA ITO3BOJISET
onpenensite Qopmanbaerun B IIHC, BbimyckaembIx B
(opme mopomika W BOJHBIX pacTBOpoB. [Ipemen ompe-
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nenenus ¢popmanbaeruna cocrasiasier 0,0005 % macc.,
IIOrPEUIHOCTh pe3yibraTtoB He npesslmaer 10 %. IlonHoe
BpeMsl aHallu3a cocTaBisieT nopsaka 60 muH. Meroauka
BHEJIpEHa B IIPAKTUKY aHaJIUTH4ecKoro koHTpoias OAO
I'K «ITonummacty.
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TOZIOM «BBEJICHO — HaitneHo» (n = 5; P = 0,95)

Haiineno Breneno

O0ObexT opMalib- opMalib- .
nceie cpngmna q]ngmna Haitneno

. cymMMapHo, %
JIOBaHHS B HCXONHOH  JOIOJHHU-

npobe, %  TensHO, %

[THC-Na 0,0100  0,0025 0,0123 + 0,0002

0,032

0,8000  0,8139+0,0010 0,008
0,0500  0,0615+0,0004 0,010

ITHC-Ca 0,0035 0,0012  0,0049 £ 0,0003 0,078

0,5000  0,5064 +0,0005 0,006
0,0100  0,0140 +0,0003 0,027
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TTHC-Na, % S, ITHC-Ca, % S,
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