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IIpoBeneH cpaBHUTENbHBINA aHAIU3 TPEX METOAUK OHPEAECNICHUS MOIMXIOPUPOBAHHBIX OU(EHWUIOB B
ANEKTPOU3OIIAIMOHHBIX KHUAKOCTIAX METOIOM KalMUIApHOH ra3oBoi xpoMarorpadpuu (I'X) ¢ nerexru-
poBarmem 1o 3axBary dnekrpoHoB: [OCT P MOK 61619-2013, TOCT EN 12766-2-2014 u ®OP
1.31.2012.13568. Ilepsblil MeTOx, TPEOYIOLIUII ONpeieIeHUs] BCEX KOHTEHEPOB B aHATU3UPYEMOH Ipo-
0e, CTanKuBaeTCsl C HEBO3MOXKHOCTHIO MICHTHU(UKAIIME MHOTHX U3 HUX HPH UX OTHOCHTENHHO MaJIbIX
COZIEPKAHUSIX M HAJTMYMH MEIIAIOIINX MpHMeceil B oTpaboTaHHBIX Maciax. Bropoit MeTon, ocHoBaH-
HbII Ha OIpe/IeNIEHUH 1IeCTU BEIOPAHHBIX UHAUKATOPHBIX KOHreHepoB (28, 52, 101, 153, 138 u 180) u
YMHOXXEHUM CyMMBI HX COIEpKaHuUi Ha KO3(GUIMEHT 5, naeT OoJiee BBICOKUE PE3YIbTaThl, HO HE O3BO-
JISeT OIICHUTH MPABHIIBHOCTH onpeencHus. TpeTnii MeTox, OCHOBaHHBIH Ha HCHIOTB30BAaHHH JUTS TPATy-
UPOBKU TEXHHYECKUX IIPOLYKTOB, @ UL UIEHTU(DUKALMY TUNA TEXHUYECKOIO IPOLYKTa U OIPEICICHUS]
€ro CoziepyKaHusl — IMPOM3BOJIBHOTO YKC/IA KOHTEHEPOB, PACIIPEIEICHHBIX 110 BCEMY UHTEPBAJLy JIHOU-
POBaHMS, JaeT MPOMEKYTOUHBII PE3yIbTaT O CPABHEHHUIO C ABYMs IIPEABIAYIIIMI METOAMH H MTO3BO-
JISeT OI[EHNTH HEOIIPEIeNIEHHOCTh Pe3yIbTara.

KimoueBsble cioBa: nonuxiopupoBanHbie Ondenmnsr; [1XB; TX-23/1; 35eKTpor30siOHHbIC JKUI-
KOCTH; TpaHc(OpMATOpHBIC Macia.
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A comparative analysis of three methods of PCB determination in insulating fluids is carried out using capillary gas
chromatography with a detection by electron capture (GC-ECD — IEC 61619:1997 "Insulating liquids — Contamina-
tion by polychlorinated biphenyls (PCB) — Method of determination by capillary column gas chromatography; EN
12766-2:2001 “Petroleum products and used oils — Determination of PCBs and related products”; FR
1.31.2012.13568 “Method for determination of sum of polychlorinated biphenyls and sum of polychlorinated
terphenyls in mineral and synthetic oils, petroleum products and wastes by capillary column gas chromatography”).
The first method requires determination of all the congeners in the analyzed sample and encounters the impossibility
of their identification at the relatively low content of congeners and interfering impact of the impurities present in the
used oils. The second method based on determination of six selected congeners (28, 52, 101, 153, 138, and 180) and
subsequent multiplying of the sum of their contents by a factor of 5 is much better, but does not provide evaluation of
the accuracy of the results thus obtained. The third method based on the use of technical products for calibration, and
an arbitrary number of congeners distributed throughout the elution interval for determination of the content and type
of the technical product occupies an intermediate position in comparison with the two previously considered methods
and provides estimation of the uncertainty of the result. This method gives an intermediate result in comparison with
the two previous ones and allows us to estimate the uncertainty of the result.

Keywords: polychlorinated biphenyls (PCB); capillary gas chromatography with detection by electron capture
(GC-ECD); insulating fluids; transformer oils.

IHonuxnopupoBanusle 6ugenuns! (IIXb) otHOCATCS K Cca-
MBIM OIACHBIM OPTaHHUUECKUM 3arpsisHUTENIM. OHU TOK-
CHYHBI, KaK ¥ MHOTHE XJIOPCOZIEPAKAIIHIE BEIECTBA, A JIBE-
HAJIIIaTh U3 HUX, HE NMEIOIINE 3aMECTUTEICH WM UMEIO-
IIME TOJIBKO OJJMH B OpmMo-TIOJIOXKCHUH, 00IaAal0T CIeIH-
(buyecKoil TOKCHYHOCTBIO, XapaKTePHOH /ISl TMOKCHHOB,
U Ha3BIBAIOTCS TUOKCHHOMOMOOHBIMHU. [lommxiiopupoBan-
HBIC OM(EHWIBI ABISIOTCS HMPOAYKTAMU KPYITHOTOHHAXK-

HOTO NMPOU3BOACTBA U paHee UX IIUPOKO MCIIOIb30BAJIU B
TEeXHUKE U MPOU3BOJWIN B BHUJIE TEXHHUYECKHX CMeECeH ¢
pasHbIM cojepxkaHueM xjopa: Apoxiop (CLIA), Kane-
xnop (Snonwus), Xmopden (I'epmanmst), @enoxnop (Ppan-
uus), @enxnop (Uranus), Coson, Cosron, Tpuxiopau-
tenmn (CCCP u P®) u ap.

CrokroibpMckoii koHBeHIuell I1XB BKIIIOYEHBI B Ie-
peyYeHb CTOMKHMX OpPraHUYECKUX 3arpsi3HUTENCH, KOTopble
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3aMpeuieHo MPOU3BOIUTh, UCIIOIB30BaTh U XpaHuTh. Cy-
LIECTBYIOIIME 3aachl MOAJIEeKAT MHBEHTAPU3alUd U YTH-
Ju3anuy. B COOTBETCTBUU C 3TUM BO3HHUKAET 3ajiaya OIl-
penencuus [1XB B TeXHHYECKUX MaTepUaiax U 00bEKTax
OKpYXaroIiei cpeapl.

Orta 3a/1a4a peraercs pa3HbIMU ClIoco0aMu B 3aBUCH-
MOCTH OT LIEJIM aHajIu3a. B TOKCHKOJIOrHYeCKUX UCCleno-
BaHUsX omnpenensor 12 muokcnHononoOHbix [1XB, k ko-
TOPBIM OTHOCATCS IJIAHAPHBIE, MOHO-0pMO- U HEKOTOPBIE
JIN-opmo-3aMellleHHble cOoeqUHEHMs. VX KOHIeHTpaluu
00b19HO 04YeHb Mainbl. Yetsipe mnaHapubix [1Xb ompene-
JISTFOT B OJTHOW (ppakiyu ¢ anokcuHamu metogom I'X/MC
(06brur0 I'X/MCBP) 10cie (ppakiHOHUPOBAHKS HA aK-
TUBHOM YIJI€, & OCTAJIbHBIE TUOKCUHOMOn00HbIe [IXb —
taxoke MetogoM ['X/MC B apyroit Gppakimm.

[Ipu onpenenenun obmmero coxepxanust [IXb B 00b-
€KTaxX OKPY’KaoIlel CpeJibl UCIIONIB3YIOT JBa MOAX0AA:

1) xoHreHep-cienu(UYECKU  aHAM3  METOolIaMH
I'X-23[ uma I'X/MC: onpenensor BCe MHAWBHIYallb-
Hble KoHreHeps!l [IXb u cyMMupoBaHueM UX KOHLEHTpa-
LU OTy4aroT o0liee CoaepKaHue;

2) ompenensioT HECKOJIBKO Hamboyiee MpeiCTaBH-
TEJBHBIX KOHI'eHEePOB (00BIYHO 6 WK 7), IO KOTOPHIM Ye-
pe3 mepecueTHbI KOAPPHUIHUEHT BBIYUCISIOT CYyMMapHOe
conepxkanne [1Xb (mepecyerHble KOI(DGUIUEHTE MOKHO
YCTaHOBUTD Ul U3BECTHBIX TEXHUYECKUX CMeCei).

OcoOpblii ciy4ail — aHadu3 AIIEKTPOU3OISIUOHHBIX
KHUIKOCTEH: TpaHCHOPMATOPHBIX U KOHIACHCATOPHBIX Ma-
CeJl U HEKOTOPBIX THAPABIMYECKUX KHUIKOCTENH HA OCHOBE
texHnyecknx cmeceid [1Xb. O0bekTaMu aHaImM3a SIBISIOT-
sl UCXOJHbIE, OTpaboTaHHbIe U 0OpadoTaHHBIE (IIOBEPT-
muecs onpezeneHHoH o0padoTke, HampuMmep, AEXJIOpH-
POBaHUIO) MPOAYKTHL.. B COOTBETCTBUMHU C 3aKOHOAATENb-
creom EC (mupextusa EC 96/59/EC) rpynma coenute-
HUH «ITOJMXJIOPUPOBAHHEIC OM(DEHIITBD) JOIDKHA CKIIaIbI-
BatbCcs M3 cymMMmbl [IXbB, CyMMBI MONMMXIOpHpPOBAaHHBIX
teppernsoB (IIXT) u cymMMBI TOTUXIOPUPOBAHHBIX OCH-
suntonryosioB (ITXBT).

Kak mpaBuio, OCHOBHBIM METOJOM aHajlu3a 3THUX
00bextoB sBisieTcst [ X-233]] [1 — 5]. DTo BRICOKOYYBCTBH-
TEJbHBIN, CENEKTUBHBIN, CPABHUTEILHO TPOCTOI U HENO-
poroit MeToa, OH 0COOEHHO yHO00€H, TaK Kak AJsi OCHOB-
HOW Macchl KOMIIOHEHTOB MUHEPAJIbHBIX U OOJBILINHCTBA
CHHTETHYECKUX Maced curran O3] Man uiad BooOIIe
orcytcTByeT, u IIXB xopormo mposiBisioTess Ha UX (oHe.
IToaTomy 0OBIMHO He TpedyeTcs CIEeUalbHO BBIACTATDH
UX U3 CMECH M MOYKHO OTPAHUYUTHCS TOJIBKO OYUCTKOM OT
HOJISIPHBIX coeauHeHuil. [Iponenypy ouncTku BBIOHpAIOT
B 3aBHCHUMOCTH OT BHAa 00pasia. [y Mano3arpsi3sHeHHBIX
Macell JOCTaToyHa OYMCTKA Ha KOJIOHKE C OKCHAOM alllo-
MUHUS, IS CUIIbHO3ArPA3HEHHBIX HCIOJIB3YIOT OYUCTKY
Ha KOJIOHKaxX ¢ OeH30JCYIb(OKHCIOTON, CHIIMKAreieMm
C HAHECCHHOW CEepHOW KHCIOTOH, (PpaKkIMOHUPOBAHHUE
Ha COpOCHTaX, pacHpeseNieHie B CMECH PacTBOPHTEINEH,
Tepmuueckuit ynap [3].

OpHako TpU aHaJIHM3e AIIEKTPOU3OISAIHMOHHBIX KH/I-
KOCTEH 3TUM METOJIOM BO3HHKAIOT OIpeesIeHHbIE TPY/I-
HOCTH.

Bo-1miepBbIx, CI0KHO ONpeAesTh HU3KOXJIOPUPOBaH-
Hbl€ KOHI€HEphl U3-3a UX MaJIOr0 COAEP)KaHUS B TpaHC-
(opMaTOpHBIX Maciax M IIOMEX CO CTOPOHBI JAPYTUX
COCIMHEHUM.

Bo-BTOpBIX, B CHJIBHO 3arpsA3HEHHBIX Macjiax BO3HU-
KaIOT IOMEXH OT (JOHAa MATPHIBI M HAIOKCHUS MEIIaro-
IIMX COEAUHEHHH, TaK YTO MUKH KOHT€HEPOB C MaJIbIM CO-
JIepKaAHUEM CIIO)KHO OOHApPYKUTh U U3MEPUTH.

B-TpeTbux, BO3HHMKAIOT MpoOiemMbl ¢ HIeHTH(]UKaA-
ueil. XoTs ecTb CTaHAapThl, MO3BOJISIOLINE ONPEACTATh
U MIPU HEOOXOIUMOCTH KOPPEKTHPOBATH SKCIIEPUMEHTAITb-
HOE BpeMs yICePKUBaHUS MPAKTHYECKH JIIsl BCEX KOHTEHe-
POB, TPYIHO HCIIOIB30BaTh OCHOBHOHM METOJ WICHTU(U-
Kallil — aHalli3 XapaKTEepPHOTO NPOQHIss KOHTECHEPOB,
T.e. pacmo3HaBaHue o0pas3oB. Ecmu 3T0T mpoduins Hapy-
IIICH BCIICICTBHE KAKUX-JIMOO NMPHYNH, HAJISKHOCTh pac-
[I03HABAHUS YMEHbILIAETCSl.

Bce 310 genaer kenaresbHBIM HMCIIOJIB30BaHHE J0-
MOJTHUTETHHOTO METO/a, MO3BOJIIONIEro Oojee HaleKHO
unentuduimposars [1XB, — I'X/MC. Dot MeToxa obec-
MIEYNBAET BBICOKYIO CEJIEKTUBHOCTh U UyBCTBUTEIHHOCTD,
HO TpeOyeT y/laleHnss OCHOBHOW MacChl MaTpHIlbl U 00JIb-
[Ield YacTH TOJSIPHBIX KHUCIOPOJICOJCPKAIIUX COEAUHEe-
HU B 0OTpabOTaHHOM Maciie.

Bo3MOXHBI pa3MyHBIE METOIBI pacyeTa OOIIEero
conepxkanusa [1Xb, IIXT wnu IIXBT mo manHbIM m3Me-
peHui.

1) OmpenensitoT cymMMy BCEX WHAMBHIYATbHBIX KOH-
reHepoB (B TOM 4MCJIe HepasJelieHHbIX, paccMarpuBae-
MBIX KaK OJUH KOMIIOHEHT). B aToM ciy4ae npu ucross-
3oBanuu ['X-D3/] HeoOxomuMo uMeTh KO3DOUITUCHTHI
YYBCTBUTEJIBHOCTH JJIi KaXKJOIO OIpPEnessieMOro KOoH-
redepa (a s Hepas3[esIeHHBbIX KOHI'€HEPOB — CpeIHUIl
ko3 dunuenr).

2) OmpenensitoT CyMMY HECKOJBKUX 3a/laHHBIX KOH-
TEHEPOB U Yepe3 MepecyeTHIN KOAPPUIIMESHT BHIYUCTISIOT
cymmaphoe coaepxanue [IXb (mepecuetnsie ko3dduiu-
SHTBl MOXKHO OTPEICIUTh TOJBKO JUI U3BECTHBIX TEXHH-
YECKHX CMeCeH).

Meton onpenenenus cymmapHoro conepxkanus [1Xb
B IICTIOM IIPOIIE U JACIIEBIE, YeM H30Mep-Crei(prIecKuit
MeToa. OH NPUMEHUM TaKXKe AJIS1 ONPEIEIeHUs OIUXJI0-
pupoBaHHbIX Tepdenmwion (I1XT) u moauxIopupoOBaHHBIX
6ensunromnyosnos (ITXBT) [4, 6 — §].

B 2014 r. B PO nmns ompenenenust [1Xb B anexTpo-
M30ISIUOHHBIX  xkuAkocTsax mnpuaar [OCT P MOK
61619-2013 [1]. Ora Meroauka HpeaycMaTpHBaeT pas-
Jenenre cmecu koHreHepos IIXb Ha kamwIIsipHOM Ko-
JIOHKE, OIpeJielieHue U CyMMHUPOBAaHHE BCEX BO3MOXKHBIX
KOHT€HEPOB.

Jns unentuduxanun kouresepos I1Xb mo Bpemenam
yICpKUBAHUS B aHATM3UPYEMYI0 CMECh B Ka4eCTBE BHYT-
peHHUX cTaHmaptoB BBOAST aBa koHrenepa (I1XbB-30 u
I1XB-209), smonpyrommxcst B Hadaje U B KOHIIE XPOMaTo-
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rpamMMbl. OHH CITy’KaT JJIsl ONIPEACICHUS] OTHOCUTEIIEHOTO
BpeMeHH ynep kuBaHus mukoB koureHepos [1Xb mo nmomo-
JKCHUIO B MHTEpBAJIC MEKAY IBYMS CTAHIAPTAMH H UISA
onpenenenus 1mo otHoueHuio K [1Xb-209. Beruaucisior
9KCIIEPUMEHTAJIbHBIE OTHOCUTEIBHBIC BpEMEHa YACp)KHU-
Banus (ERRT) kaxmoro xoHreHepa, HCIONB3Ysl B Kade-
CTBE CTaHAapTa CICIHAJIbHYI0 KOHTPOJIBHYIO CMECh,
cocTaBleHHYI0 H3 Apoxiop-1242, Apoxiop-1254 u
Apoxnop-1260 B coornomenuu 2:1:1. I[Ipu 3ToMm BO3MOXK-
HBI JIBa MOJIX0/Ia K HICHTH()HUKAIIMU Hepa3elIeHHBIX KOH-
TEHEPOB: «BCE BEPOSITHBIC BAPUAHTHD) H «BCE BO3MOYKHBIC
BapuaHTh». [lepBblil mogpasymeBaeT Hajauuue B oOpasie
OIIPENIETIEHHON TEXHUYECKOM CMEeCH, B KOTOPOIl BEPOSITHBI
HEKOTOPBIE COYETAaHHUS COBMECTHO IPUCYTCTBYIOMINX KOH-
reHepoB. BTopoli — HEU3BECTHYIO CMeCh, B KOTOPOU Ha-
00p KOHIeHEpOB HE 00s3aTEIbHO COOTBETCTBYET OMpEJie-
JIEHHOM TEXHHUYECKOI CMECH, 2 MOXKET UMETh JAPYroe Mpo-
ucxoxnenue. J{ns o6paborku xpoMmarorpamm Tpedyercs
CIIPaBOYHBI MAcCHB JaHHBIX, COIACPIKAIIUI PE3yJIbTaThI
aHaJIM3a KOHTPOJIbHBIX CMECEH, JINTepaTypHbIe NaHHbIE
U T.I., B TOM YHCJI€ OTHOCUTEIbHBIC BPEMEHA YJCP KUBa-
st (ERRT) n otHOCHTENBHBIE KO((HUIIMEHTH OTKIMKA
(RRF) mns obomx BapuanToB. OTHOCHTENIbHBIE KO-
(DUIMEHTHI YyBCTBUTEIBHOCTU HAXOIST IO HECKOJIBKHM
WH/IUBUYaJbHBIM COCIMHEHUSIM — OINOPHBIM KOHTe-
HepaM, KaXJIbId U3 KOTOPBIX HAXOMUTCS B OJTHOM U3 JICBS-
TH BBIJICIICHHBIX MHTEPBAJIOB JITIONPOBAHUS KOHI'CHEPOB
IIXB u 11 KOTOPOrO 3KCIEPUMEHTAIBHO ONpPENEseH Ka-
nuOpoBouHbIl kK03 durment. Kamudposounsie kos3ddu-
[IUEHTHI JAPYTUX KOHT€HEPOB BHYTPH CErMEHTa yCTaHaB-
JMBAIOT T10 JIUTEPATypPHBIM TAHHBIM U KOPPEKTHPYIOT II0
JAHHBIM aHAJIH3a JJIs OTIOPHBIX COCAUHCHHUH.

[Io »SKCHEepUMEHTANBHO OMNpPEICICHHBIM OTHOCH-
TENBHBIM KO3()(UIIMEHTaM TyBCTBUTEIBHOCTH B KaKIAOM
U3 JICBSITH BBIIENCHHBIX CETMEHTOB KOPPEKTHPYIOT
Tabnuunele 3HaueHnst RRF 17151 Bcex KOHreHepoB (UiH He-
pasleNeHHbIX Map) M PAaCCUUTHIBAIOT MX KOHIIEHTPAIUH,
KOTOpBIE CyMMHPYIOT JJISI TONYyYeHHs OOIIETo comepika-
Hus [1Xb.

[IpakTHueckoe MpPUMEHEHHE 3TOr0 CTaHAApTa COIpS-
JKCHO C OTPEICIICHHBIMU TPYIHOCTSIMU.

1) HeoOxomumo 10OUTBCS  XpoMarorpaduyeckoro
paspelieHus He XyKe, YeM Ha dTAJIOHHOH XpoMaTorpamme
(90 HabmromaeMbIX MHKOB M BOCTIPOU3BOAMMOCTE OTHOCH-
TenbHBIX BpeMeH ynepxkuanust +0,0015). Tlomxoro pas-
JETICHAsT BCEX HEOOXOIMMBIX IHKOB HE BCEINa yHaeTCs
JIOCTHYb JJa’ke Ha HOBOM KOJIOHKE, a Yepe3 HEKOTOpoe Bpe-
MsI pabOTBl C CHJIBHO 3arpsS3HEHHBIMH OTPaOOTaHHBIMU
MacJaM{ OHA HE CMOXKET 3TOTo obecnednTs. B aToMm ciry-
gae IPUXOAUTCS MUPUTHCS C TEM, YTO CO BPEMEHEM ITOsIB-
JsieTcst Bce OouIbLIe Map Hepas3AesIeHHbIX THKOB.

2) CornacHO METOJMKE B KauyeCTBE TIa3a-HOCHUTEIS
HCTIONB3YIOT BOJOPOI WJIH TeNIHH, a B KaueCTBE ra3a-pas-
OaBuTenss — a30T. OfHAKO HA MPAKTUKE a30T MOXKHO H
JKEJIaTeNIbHO UCIIOJIb30BaTh U B KAueCTBE rasa-pa30aBuTe-
JIs1, ¥ B KQUECTBE Ta3a-HOCHUTEIIS.

3) CornacHO METOIUKE OIPEaeIIeMbIM [TOKa3aTeIeM
apisieTcst cymMMa Beex IIXDB, HO rpagyupoBKy IpPOBOIST
no 14 BbIOpaHHBIM WHIWBUAYAIBHBIM COCAUHEHUIM
(18,28,31,44,52,101, 118, 138, 149, 153, 170, 180, 194,
209), xk03(HUIMEHTH 9yBCTBUTEIBHOCTH JPYTHX KOHTE-
HEepoB OepyT U3 CIIPaBOYHOTO MAacCHBA.

4) Heo0xommMoO KOHTPOJIHMPOBATH CHCTEMY 00paboT-
KM JIaHHBIX, T.€. MPOBEPATH IMPABHILHOCTH H3MEPCHHS
BPEMEH yAEP>KUBaHUS U IIJIOLIA1eHl HECKOJIBKUX NECATKOB
MTUKOB, 4TO TPeOyeT onpeaciicHHON KBau(UKaluy 1 3Ha-
YUTEJIHHOI'O BPEMEHH.

5) Tlpouenypa uacHTU(PUKAIIMA TEXHUYESCKHUX CMe-
ceit [1XB, npemioxkeHHast B 9TOH MeTOIUKe (BU3yallbHOE
CpaBHEHHWE XpOMAaTOrpaMM 00pasiia ¥ cTaHaapTa), He Bce-
rJa JaeT MpaBUJIbHBIN pe3ysbTar.

6) Ompenenenne obmiero conepxanus [1Xb myrem
CYMMHPOBaHHSI KOHIICHTPAIMi 0OHapyXEHHBIX KOHTEHE-
POB MOKET JaTh 3aHM)KEHHBIN pe3ysbTaT, Tak KaK IpHU BbI-
COKOM XMMHUYECKOM ITyMe Aaneko He Bce nuku 11Xb yna-
eTcst OOHAPYKUTh U HE BCETIa BO3MOXKHO OIIPEICIHUTh UX
IUIOIIA/Ib UJTH BBICOTY.

C 1 utons 2016 r. BBeneH eme onun cranaapt [OCT
EN 12766-2014, cocrosmmii u3 Tpex yacteil [2 —4].
IlepBast yacTb perIaMEHTHPYET METOAbl MOATOTOBKH
poObl, €e OYUCTKH M MOJy4YeHHs Xpomarorpamm. Bro-
pasi yacTh onuchiBaeT MeToabl onpenenenus [1Xb: merox
A — ompezenenue BceX KOHTEHEPOB, MeTol B — ompee-
JIeHWE ILIeCTH Hauboyiee MpelCTaBUTEIbHBIX KOHTEHe-
poB — IIXb 28, 52, 101, 138, 153, 180. Jlyst BeraucieHus
o6meit cymmsl I1XbB cymMy I1ecT# KOHI€HEpOB YMHOXKa-
10T Ha MHOXUTENb ITh. HikHMN nipenen oOHapyKeHHs
OT/JEIbHBIX KOHTreHEPOB — 0,2 MI/KT.

Mertonq A — BBIUMCISIIOT COAEpXKaHHE BCEX Be-
POSTHBIX WM BO3MOXKHBIX KOMIIOHEHTOB. [Iponemypa
uaeHTuuKanu KoHreHepoB I[1Xb W BbIYMCICHHS HUX
KOHIIEHTpanui anamornyHa mpuBeaeanod B ['OCT P
MOK 61619-2013. Meton B — ompenensitor cymmy miec-
TH KoHTeHepoB (28, 52, 101, 138, 153, 180), a obOuryro
cymmy [IXDb momy4yaroT yMHOKEHHEM 3TOH BEIUYUHBI HA
KOA((PHUIUEHT IATh. JTO HE 3aBHCUT OT BHIA TEXHHYE-
CKOTO TIPOAYKTA, TaK KaK B JIETKHUX MPOIYKTaxX mpeodiana-
10T OoJIee JIeTKUe KOHTeHEePEI, a B 00JIee TSKEIBIX MPOITYK-
Tax — TsOKeNble. DTOT METOJ PEKOMEHAyeTcs Ui OTpa-
0O0TaHHBIX Macell 1 00BEKTOB HEM3BECTHOTO ITPOUCXOXK]IE-
HUs ¢ HU3KUM conepxkanuem [1Xb.

Tpetbst vacte [4] MOCBsIIIEHA ONPEACICHUIO TOJU-
xsiopupoBanHbiX TephenmioB (ITXT) u nonuxiaopupoBaH-
HbIX OeH3unronyosos (ITXBT).

Metonuka [5] mo3BoJIsSET OMPEeNsiTh CyMMapHOE CO-
JiepKaHue TOIUXJIOPUPOBAHHBIX OM(DEHMIIOB U MOJIUXJIO-
PUPOBAHHBIX TePPEHUIIOB B MUHEPAIBHBIX U CUHTETHYE-
CKHX Macjax ¥ He(TempomLyKTax METOIOM KamWLIPHON
ra3oBoi xpomarorpa¢uu. B ocHoBe 3TOif METOAUKH Jie-
JKUT IpEArosoxkeHue o ToM, uto IIXb B aHanu3upyemsix
o0pasiax HaxoAATCsl B BUJIE ONPEICIICHHBIX TEXHUYECKUX
cMecell WIIM UX KOMOHMHAIIMH, TaK YTO Ha OCHOBAaHHH
OTIPENICIICHUs OJIHOTO WJIM HECKOJIBKUX WHIAMBHIYaTbHBIX
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Tunmanast xpomarorpaMMa o0pasia oTpaboTaHHOTO TpaHC(opMa-
TOPHOrO Macia, 3arpsasHeHsoro I[1Xb

COEIMHEHUN — OTIeNbHBIX KoHTeHepoB [IXb — MoxxHO
OIICHUTH COJIEPKAHNE BCEH CMecH B 1eioM (M KOMOu-
HaIlUW HECKOJILKHUX CMecel).

Hcnonb3yemble BHYTpEHHHE CTaHIApThl — TeTpa-
xsopkcunon, auopomoudenun u I1Xb-209 (mexaxmop-
OuQeHnIT) — DIMOUPYIOTCS B Havalle, CepeIMHE M KOHIIE
xpomarorpammsl [1XbB (31ech ke Hauamo XpoMarorpaMmMbl
[IXT). ['paxyupoBKy MPOBOIAT MO IPaayHUPOBOYHBIM pac-
TBOopaM TexHuueckux cmeceil IIXb, manpumep, cmeceit
Apoxiop, CoBon u ap. Ilpu 3TOM rpagyupoBKy CTpOSIT
JUIS KaXJ0T0 U3 BbIOpaHHBIX KoHreHepoB [1XbB. Takum
00pa3om, Mo KaxJI0My U3 BEIOPAHHBIX KOHT€HEPOB MOKHO
ONpEeNeIATh CoAepKanue cooTBeTcTByromen cmecu 11Xb.

Wnentudukanuro texundeckoir cmecu [1Xb ocyme-
CTBJIAIOT HE TOJIBKO I10 HAJIMYUIO U BpEMEHaM YyIep>KuBa-
HUSI COOTBETCTBYIOIIMX KOHI'€HEPOB, HO M IO MX MPOQH-
J10, KOTOpBIA crenuduueH Ui KaxJI0d TEeXHUYECKOH
cmecu [1XB. CoOTBETCTBYIONIYI0 TEXHUYECKYI0 CMECh
OAOHPAIOT ITyTeM CpaBHEHUS Ipoduieit pactpeneseHus
UCHOJB3YEMBIX XapaKTePUCTUUYECKHX IUKOB Ha XpoMa-
TOrpaMMe aHaIU3UpyeMoro obpasia U XpoMarorpamMmax
pa3HBIX TEXHUYECKUX cMecei. Jysa Kaxaou Tpagyupo-
BOYHOH TEXHUYECKOM CMECH PACCUUTHIBAIOT PsiJl OTHOILIE-
HUH TUIONIA/iell aHAIMTHYECKUX THUKOB X; K COOTBETCT-
BYIOLIMM XapaKTEPUCTUKAM AHATIU3UPYEMOT0 00pasua x;,:
a; = X; /x;,. I'paTympoBOUHas TEXHHYECKAs CMeCh, i
KOTOPOH @; JUIsl BCEX THMKOB OJMHAKOBBI (B Ipeienax
MOTPEUTHOCTH W3MEPEHHs1), OJIMKE BCEro K aHaIU3Hpye-
MOii. Ecnu 5TH OTHOIIEHUS CHCTEMAaTH4YEeCKH H3MEHS-
IOTCSl, MOXKHO TIPEIoNararb, YT0 aHAIM3UpyeMasi CMECh
COJEPKUT HECKOJBKO CTAaHAAPTHBIX TEXHUYECKUX IPO-
JyKTOB [9].

[Tocne momGopa rpayMpOBOYHON CMECH KOHIICHTpA-
mto I1Xb B aHanm3upyeMoM OOBEKTE€ PacCUUTHIBAIOT
CIIEYIOIUM 00pa3oM.

[Inowans (unm BBICOTA) [; XpOMarorpaduyeckoro
MTUKa, COOTBETCTBYIOIIETO j-My KOMIIOHEHTY B i-ii cMecH,

MPONOPIMOHAIbHA KOJHUYECTBY WIIM KOHIIGHTPALIMU 3TOTO
KOMITOHEHTA P

Koo puuuentsl 4yBCTBUTENBHOCTH K; ONPENENSIOT
TI0 TPaIyHPOBOYHBIM PACTBOPAM COOTBETCTBYIOMICH CTaH-
naptHoil Texunueckon cmecu [1Xb:

](}Zlqi/poa

e [,; — IIoImas XpoMarorpaguiecKoro nuka j-ro Kom-
IIOHEHTA B IPalyUPOBOYHBIM PAaCTBOpPE, p, — KOIUYECTBO
WY KOHLIEHTPALMS CTAaHAAPTHOM TEXHHUYECKOW CMECH
IIXDb B rpagyrpOBOYHOM PacTBOPE.

ITockonbKy KakIblii M3 BBIOpaHHBIX XpoMarorpa-
(hryecKkuxX MHKOB MOXKET XapaKTepu3oBaTh olliee coaep-
)kanne [IXB kak comepkaHue OMPEACTICHHOW TEXHU-
YEeCKOM CMECH, 3TH 3HAYeHHsI MOTYT OBITb YCpETHEHBI,
a pazbpoc 3HaueHuit copepkanusi [1Xb, paccunTaHHBIX
10 pa3HbIM KOHT€HEpaM, XapaKTepHU3yeT HEONpeesICH-
HOCTb U3MEPEHUI.

B ciydae ecnu B aHanm3upyemoi cMecu oOHapyKH-
BaeTCs MPUCYTCTBUE IBYX MM OoJee TEXHUIECKUX CMe-
cell, coleprkaHue Kax10i M3 HHU3 PACCUUTHIBAIOT IyTEM
pelIeHus CUCTEMbl ypaBHEHUH

n
I, =Y K,p,.
j=1

Takum 00pa3om, 3Ta METOIMKA JIOITyCKAaeT BBIOOP JItO-
00ro 4Ynciia aHAINTHYECKUX ITHKOB, YIOBICTBOPSIOMINX
YCIIOBMIO IOKPBITHSI BCETO AMana3oHa BO3MOXKHBIX KOH-
TeHEepPOB Ul YCTAHOBJIEHHs TUIIA TEXHUYECKOH cMecH.
I'panyupoBky npoBozdr no texuudeckum cmecsiMm [1XB.
Bun TexHuueckoi cMecH ONpeaessioT MyTeM CpaBHEHUs
ee mpouIsl KOHTEHEPOB ¢ MpodmiieM aHATH3HPYEMOTO
oOpa3iia, pa3bpoc 3HaueHuit conepxanus [1Xb, paccuu-
TaHHBIX TI0 pa3HBIM KOHIE€HepaM, XapaKTepHu3yeT Heompe-
JIEJICHHOCTh U3MEPEHUM.

OpHaKo KEeCTKUM TpeOOBAaHHEM SIBIISIETCS COOTBET-
creue [IXb B aHammsmpyembIx o0Opas3nax CTaHIapTHHIM
texunueckuMm cmecsiM [1Xb. Ecnau B pesynbrare nsmene-
HUW COCTaBa MCXOIHBIX CMECEH BCJIEICTBHE BBIBETPHU-
BaHUs WM U3MEHEHUsS COCTaBa B IHIIEBBIX LEISAX ITOTO
COOTBETCTBHUS HET, TO B MPHHIIUIE JOJDKHA OBITH IPOBE-
neHa omnpenenenHast koppekmus [10]. M3BectHo, uto mmst
Pa3HBIX TEXHHYECKUX MPOAYKTOB MOKHO IOI0OpaThs Hau-
Oosee TpencTaBUTENbHBIE KOHTeHephl. [losTomy HabOp
olnpenesieMbIX KOHI'€HEPOB JOJUKEH ObITh pacrpesesieH
0 Bcel 00I1acTH XpoMaTorpaMMBbl OT TPHU- O FeNTaxJiop-
OudeHUII0B.

B merone [5] koHreHepsl, Al KOTOPBIX OTHOIIEHUE K
COOTBETCTBYIOIIMM KOMIIOHEHTaM TEXHUYECKOTO MPOIYK-
Ta OTJIMYAETCS] OT OCHOBHOTO, MOTYT CUMTAaTbCs MpPU3HA-
KOM HJIMYHS JPYTUX TEXHUYECKUX MPOTYKTOB, KOTOPHIC
MOYKHO TOTBITATHCS IOA00paTh MO CTaHIAPTHBIM 00pas3-
1[aM JIPyTUX MIPOIYKTOB.
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Conepxanne cmecu CoBTON B 06pa3iax oTpaboTaHHBIX TPAHC(POPMATOPHBIX Maces (Mr/Kr)

MeTovKa aHaIn3a

Oopasernt
TOCT P MBK 616192013 [1] TOCT EN 12766-2-2014 [3]  ®P 1.31.2012.13568 [5]
PactBop Cogrona B Tpancdopmaropaom macie (1 mr/kr) 1,07 1,16 1,03 (0,07)
OrpaboTanHOe TpaHC(HOPMATOPHOE MACIIO
Obpaszen 1 9,69 11,72 11,56 (1,04)
O6pazer 2 6,42 8,56 6,64 (0,60)
Oo6pasen 3 7,80 10,74 8,55 (0,60)

HpnMeanne. B ckoOkax YKa3aHbl 3HAYCHUS CPECAHCKBAAPATUIHOIO OTKIIOHCHUS.

Ecnu Henb3st onpeneiauTh THUN TEXHUYECKOH CMECH
[1XB, To onpenensiroT OOJIBIIOE YUCIIO WHAUBHIYaTbHBIX
KOHTE€HEPOB, KOTOpBIE CiIyx)ar Mepoi KonueHnTparuu [1Xb
b0 Kak CyMMa KOHTEHEpOB, MO0 B TIiepecyere Ha
CMECh.

CpaBHEHHE ATHX TPEX METOIOB OBLIO MPOBEICHO IS
o0pasia 9ucToro TpaHchopMaTOPHOTO Macia, K KOTOPO-
My nobaswiu 1 mr/kr CoBroia, a Takxke Juisi Tpex 006-
pa3moB oTpabOTaHHBIX TpaHC(opmaropHbix Macen. Co-
nepxanue [IXb onpenensiu no meroaam [1, 3, 5] ¢ uc-
MOJIb30BaHUEM Ta30Boro xpomarorpada «Xpomoc-1000»
C 2JIEKTPOHO3aXBaTHbIM JeTekTopoM. IIpoOy maccoit 0,5 r
pa30aBIsIIM TEKCAHOM JI0 5 MIT M XOPOILIO MePEeMEIIHBaIIH.
Ot6upanu amukBoTy 100 MKJI, 1OOABISUTH PACTBOpP BHY-
TperHero crangapra 4,4’-npudpomobudenuna (0,01 mxr).
OuuncTKy HMpOBOIWIN B KOJOHKe-TpyOKe Ilactepa ¢ 2 cM
CHJIMKAressi, HMMIIPETHHPOBAHHOTO CEPHONH KHCIOTOM
(44 %). KonoHky mipoMbIBaiu 2 MJI H-T€KCaHa, 3aTeM Ipo-
MyCKaJIN Yepe3 KOJOHKY MPOoOy M DIIIOMPOBAIN €€ IBYMS
nopuussMu  H-rekcaHa 1o 0,5 ma. OYUCTKY TPOBOAMIN
JIBKABI 10 MCYC3HOBCHMSI OKPACKH. DIFOATHI 0OBEIHHS-
mu 1 ynapusasi 10 100 Mkt

Pa3znenenne mpoBoAMSIM HAa KalWUIAPHOM KOJOHKE
VB-5 50 m x 0,25 mMm (0,25 MKM) TIpH CIIEIYIOIINX YCIIO-
BUSX: TeMIieparypHas nporpamma — 150 °C (1 MuH) —
25 °C/mun 1o 230 °C — 10 °C/mun g0 290 °C (15 mun);
ra3-HOCHUTENb U ra3-pasbasurens — a3ot (1 u 20 mi1/Mun
COOTBETCTBEHHO); TeMmIeparypa umkektopa — 270 °C,
nperekropa — 300 °C. Mnxkextuposanu 1 MK pacTBopa B
pexxume 0e3 IeleHHs MOTOKa C 3aJCPXKKOM MPOIyBKH
0,1 mun. Tlukm xonreHepo [IXb wunenTHdHUIMpOBATH
II0 BpEMEHaM YAEpP>KUBaHUS, MCIIONb3ys CTaHAApPTHBIN
pactBop cmeceit Apoxmop 1242, 1254, 1260 (2:1:1), n
CpaBHEHHEM NPO(WIST MUKOB HA XPOMATOTpaMMe C Xpo-
MaTrorpaMMaMHi PacTBOPOB PA3JIMYHBIX cMeced Apoxiop
u Cosoi. I'pagyupoBky npoBoauwiau no pactsopam Cos-
toma or 0,05 no 5 mkr/mi, comepxkamum 0,1 Mkr/mi
BHYTpEHHETO cTanaapra 4,4'-nuopoMOudenua.

HecMoTpss Ha JOBOJIBHO KECTKYIO OUMCTKY XpoMa-
TOTPaMMBI COJEPKAJIM MHOTO IIMKOB MPUMECEH, 4acTh KO-
TOPBIX DIIOMpOBaNack BMecTe ¢ KoHrenepamu I1Xb, mo-
3TOMY HE BCE MHKH YJaJIOCh HAJEKHO OOHAPYKUTh U U3-
MepuTh. Ha prucyHke mpuBeeHa THITMYHAS XpOMAaTOrpaM-
Ma o0pasia oTpabOTaHHOTO TpaHC(HOPMATOPHOTO Macia,
3arpsisHeHHoro II1Xb, Ha koTopoil cTpenkaMy IIOKa3aHbI
IIOJIOXKEHUS MMKOB HeKoTopblx koHreHepos IIXb. Hano-

JKEHHS B pAJIe CIIy4aeB CHIBHO MCKaXaroT (HopMy M IUIO-
I1a]Tb TTHKOB.

IIpu ucnonszoBanuu MeTonuk [1] u [5] Obutn BEIOpa-
Hbl 17 TMKOB, B TOM 4YHCJE€ HEPAa3/EJCHHBIX, KOTOpHIC
MOYXHO OBUIO JOCTATOYHO XOPOIIO WACHTU(DUIINPOBATH U
usMepurts (28, 52, 44, 70, 66, 101, 99, 115, 110, 118, 153,
141, 138, 180, 170, 196, 194), a mpu HMCHOIBL30BaHUH
metonuku [3] (MeTon B) — pexomeHmyemble TTHKH KOH-
rerepoB 28, 52, 101, 153, 138 u 180. J{ns onpeneneHus
K09(h(HUITUEHTOB UYYBCTBUTEILHOCTH YKa3aHHBIX KOHTe-
HepoB 1o MeToauKke [l] wcmonp3oBany 3HAUYEHUS COAEp-
skaHus Kaxaoro u3 Hux B Cososne [11]. Pesynsrarsr mpu-
BEIEHBI B TAOJIHULIE.

Bce meTons! ganu Onu3Kue pe3yabTaThl, ONpeeIeHne
0 MeToAly [1] — HEecKoIbKO MEHBIIME, YeM JBa APYrux
METO/1a.

Taxum oOpasom, mpu onpenenenuu [I1Xb B anekTpo-
M3OJISIUOHHBIX JKUJAKOCTAX, TJE€ OHM MPUCYTCTBYIOT B
BUJIC OMNpENENCHHBIX TEXHUYECKHX CMeced, He Bceraa
BO3MOKHO OIPEJIENINTh BCE KOHTEHEPHI, KaKk TpeOyeT Me-
Tox [1], U3-3a 4Ero MOKET MOJIYUYUTHCS 3aHUKEHHBIN pe-
3ynbTar. Pesynbrarsl onpeznenenus mno metoxy [3] Beie,
YTO HE YIMBHUTEIBHO, TaK Kak MeToy [ 1] mo3Bossier omnpe-
JICJINTh HE BCE KOHI'€HEPBI, a TOJIBKO T€, KOTOPHIE YIAeTCs
00HapyXuTh 1 n3MepuTh. Ho B 3TOM citydae TpyaHO ore-
HUTb NIPaBUJIBHOCTD pe3yabraToB. Ilo-BuauMomy, Leneco-
00pa3HO OrpaHUYUTHCSI OINpeNleICHHEM Habopa HanboJee
MPE/ICTABUTEIFHBIX KOHTCHEPOB, BEIOPAHHBIX BO BCEM HH-
TepBajie BpeMeH dimoupoBaHus. Torma mx mpodwib mo-
3BOJIICT MIACHTU(HINPOBATH THIT TEXHHIECKOTO MPOIYK-
Ta, a IUIOMAbh XPOMATOrpa)UuecKoro Mmuka KakIoro Hs3
HUX — omnpenenuts coaepxkanue [1Xb.

Asmopul  gvipadicarom  61a200apHOCMb  KOMRAHUU
«Xpomocy 3a npedocmasnenue O UCCIe008aHUIL 2A3080-
20 xpomamoepaga «Xpomoc-1000» ¢ snexkmponozaxeam-
HbLM 0emeKmopom.
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