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IMPOBJIEMA JUCKPUMUHAIIUA KOMIIOHEHTOB ITPOBbBI
HA ITPUMEPE OIIPEIEJIEHUS TIPUMECEN METOJIOM
T'A30BOU XPOMATOI'PA®UU
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BBenenue. MHOTHE KOMITIOHEHTHI U MPU-
MECHU B MPOAYKTaX, UCIOJIb3YEMBIX YEIOBEKOM
(Hampumep, B JIEKApCTBEHHBIX Mpernaparax, Mu-
MIEBBIX MPOJYKTAaX, IUETHYECKUX J00aBKax,
KOCMETHYECKHX IpernapaTax), sSBJSIOTCS A0CTa-
TOYHO JIETYYMMH OPraHUYECKHUMH COCAMHEHUS-
MU U, KaK CJIEJICTBUE, MOTYT ONPECIIThCS MPU
MOMOIIM METOAAa Ta30BOM  xpomaTtorpaduu
(I'X). s Takux 0OBEKTOB OCHOBHBIM «KOHKY-
PUPYIOIIMM» METOAOM OIpPEAENCHUs SBIISETCS
BBICOKOX((EKTUBHASA KHIKOCTHAs XpPOMAaTo-
rpacdus (BOXX). [To MHEHHIO aBTOPOB IO BCEM
OCHOBHBIM TTOKa3aTeJISIM aHAIUTUYECKOTO Kade-
ctBa ['X He ycTymaer uinm gaxke MpPEeBOCXOAUT
BOXX, kxpome omgHOTO, K COXKAJICHUIO, KITHOYe-
BOTrO, Tak Kak ['X B omiimuue ot BOXX Tpebyer
(dazoBoro mepexoma MpoObI U3 JKHUIKOTO (Kak
MIPaBUJIO) COCTOSIHUS B ra3oo0pasHoe. MHorue

®epynallanHepa
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Pucynoxk 1.

COCIMHEHHS HEIOCTAaTOYHO JIETY4YH, YTOOBI
TIOJTHOCTBHIO TEPEHTH B Ta30BYIO (pa3y B WHIKEK-
TOpEe Ta30BOr0 Xpomarorpada He IpeTepIricB
YaCTUYHO WJIM TOJHOTO TEPMHYECKOTO pasiio-
KeHus (MMPOoJIn3), U, KaK CJICACTBUE, TaKUE CO-
€IMHEHUS MPOCTO HEBO3MOXHO OMPEJIEIATh Me-
tonom ['X [1].

Ho u ¢ TteMu coenuHeHusiMH, KOTOpbIE
MMOTEHITHAIFHO BO3MOKHO OIPEAeATh, BCE 00-
CTOUT HEMPOCTO, MOCKOJIbKY Mepesl TeM, Kak
MONAaCTh B KOJIOHKY W 3aTEM B JCTEKTOP, COCIHU-
HEHUE JIOJDKHO TpeTeprneTh (pa3oBbId Mepexo.
HNmMeHHO ¢ 3TUM 00CTOSATETHLCTBOM CBSI3aHA OJTHA
Y3 OCHOBHBIX MpOOJIEM Ta3oBOM Xpomarorpa-
¢bun — sBIEHUE NUCKPUMHUHAIIUU KOMIIOHCHTOB
poOsI [2]. PaccMoTpeHNI0 aHATUTUYECKUX TIO-
CJICACTBHM ATOTO SBJICHHUS W TIOCBSIICHA JaHHAS
CTaThsl.

MemGpaHa NMuHKusA npoayBku MeM6paHbI
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ean» crarbu. llensro naHHOM CTaThU
ABIISICTCA KQU€CTBEHHOE PACCMOTPEHHUE BOMPOCa
AQHAJIMTUYECKUX MOCIEACTBUIM mpolecca Juc-
KPUMMHAIIUK TPOOBI MPU MPOBEIEHUH HCIIBITa-
Huit MeTogoMm I X.

O0bexT M MeToabI HccaenoBanmii. Ha
pucyHKe | cXeMaTW4ecKH MpeICTaBICH THUIIHY-
HbI1 I'X HHXKEKTOp.

I'X uHXeKTOpbl OBIBAIOT C JEJIEHUEM
NOTOKa U 0e3 JiesleHus MOoToKa (Ha XpoMaTorpa-
(uyecKkoM KaproHe co CIUIUTOM U 0e3 CIUIUTA),

XKunkaa nmpoba

W
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B Clyyae OTCYTCTBHUS CIUIMTa MPOCTO OTCYTCT-
ByeT JHMHHS BBIXOJA CIUIUTA, OJHAKO JIHHUS
MPOJYBKA MEMOpaHBI MPHUCYTCTBYET MpaKTHUe-
CKH BCeT/1a.

Ha pucynkax 2 u 3 cxeMaTnyecku npen-
CTaBJIEHBI Ipoliecchl, mpoucxoasmue B I'X uH-
KEKTOpe TIOCJIe TIOMaJaHusl B HETo IKHIKOU
(pexe TBepaOi) MPOOBI, TAK YTO YACTh ra30BOM
(da3pl, BO3HUKIIEH B pe3yJbTaTe HCHAPCHHS
poObl, B TIIOOOM cilydae He MOonajaeT B KOJOH-

Ky.

MeMmbpaHna

F'azoobpasHada
npoba B
|__armocdepy

)

F'azoobpas3Hasa
npoba B
KOAOHKYV

Pucynok 2. CxemaTnyeckoe npecTaBiIeHre Mpolecca MnonajaHus KUAKoH npoosl B I X-UHKEKTOP.

&

Pucynok 3. CxemaTuueckoe mpejacTaBieHHe (a30BbIX MEPEXOJ0B MpH TMOMaJaHUH NpPoObl B

I'X-unxkekTop.

PesyabTraTtel M ux ob0cyxaenue. Ilpu
MonajaHuM  JKUJIKOW TpoObBl B HArpeThlit
I'X-UHXEKTOp pacTBOPUTENh MPOOBI OBICTPO
ucrnapsiercss (3a Bpemst nopsaka 10-1000 mMuk-
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pOCeKyHIl (xapaxkmepHoe 6pems ucnapeuus),

IIPY 3TOM MMEIOT MECTO CJIEYIOIINE SIBICHNUS:

1. O6beM npoOBl yBenUUMBaAETCA Ha 2-3 Mops-
ka (¢a3oBbIii TEpPeXo] IKUIAKOCTH Ta3).
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Tak 1 mi (r) Boas! gaet 1/18%22000~1000 mn
ra3oBoii (ha3pl IpU HOPMATBHBIX YCIOBHUSX.

2. TemnepaTypa >KUJIKOCTH TIPU MPOXOKICHUHU
(hazoBoro nepexoja MpUMEPHO paBHA TEMIIE-
patype (a3oBoro mepexoma KUIKOCTh-Ta3
NIpU JTAaBJICHUH HEMHOTO BBIIIE aTMOC(HEPHOTO
(1.5-2 atmocdepsr).

KomnoneHTsl, o0nagaromniye Jeryde-
CTBIO, CPABHUMOM C JIETY4YE€CThIO PaCTBOPHUTE-
751, IEPEXO/AT B Ta30BYI0 (pa3y OJHOBpPEMEH-
HO C pacTtBopuTeneM. JleTydects wiu Qyru-
TuBHOCTh (fugacity) — TepMoauHaMuYeckas
BENTMYMHA, CIIyXaIllasi JJi 3alUCH 3aBUCHUMO-
CTH XHMHUYECKOTO TMOTEHIMAla WHIUBUIY-
aJIBHOTO BEIIECTBA WJIM KOMIIOHEHTa CMECH,
npUOIU3UTENILHO TMPOMOPIHMOHANBHA JaBlie-
HUIO HACBIIIEHHOTO Mapa JTaHHOTO COEIUHe-
HUS TIpU JIaHHOW TemmepaTrype, T.€. YeM
0OJIbIIIe ATa BETUYHMHA, TEM OBICTPEE COCIH-
HEHHUE MeperIeT U3 KUIKON UK TBEpAOH da-
3bI B ra30BY1o [3].

3. KOMIOHEHTHI, JIETYy4eCTh KOTOPBIX 3HAYMMO
MEHBIIIE JIETYy4eCTH PacCTBOPUTENS, KOHIICH-
TPUPYIOTCS B yMEHbIIamoImeMcs 00bEMe
KHUIKOHN (a3sl 1 00pa3yr0T MUKPOKPUCTAILIIBI
WJIM MUKPOJPOILIETHI (CIETyeT OTMETUTD, YTO
B OTJIMYME OT 3apsHKEHHBIX APOIUIET, o0pa-
3YIOIIMXCA B MCTOYHUKAX HOHOB, paboTaro-
HIMX NPU aTMOC(HEPHOM JIABJICHHUH, ITOT MPO-
[IECC HE HOCHUT B3PBIBHOTO Xapakrepa, MpHu
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KOTOPOM aHAJIUTHl NPAKTUYECKU I1OJHOCTBIO
nepexoaar B ra3oByro (asy), koropsie oOpa-
3yIOT B3BECh B ra30BOW (aze M TakkKe Hauu-
HAIOT McnapsATecsa. JlaHHBIM Ipouecc HUAET,
KaK MpaBWJIO, MEIJIEHHEee, 4YeM HCIapeHue
pacTBOPUTENS U KOMIIOHEHTOB, CPABHUMBIX C
HUM 10 JIETY4YECTH, U NI014ac CONPOBOKAAET-
cs nuposin3oM. Creyer OTMETUTh, UTO B OT-
JUYME OT 3apshKEHHBIX JpOIUIET, 00pasylo-
IIMXCSI B UCTOYHUKAX HOHOB, pabOTaroLIMX
npu aTMoc(EpHOM JaBJIEHUU, ITOT IPOLECC
HE HOCHUT B3pBIBHOI'O XapakTepa, MpH KOTO-
POM BBIXOJ] aHAJIMTOB B Ta30BYIO (hazy cyiue-
CTBEHHO oOJierdaercs [4].

4. OnucaHHbIN TpoLecc NPUBOJUT K TOMY, UTO
T€ aHAJIMUTHI, KOTOPbIE UMEIOT JIETY4YECTH, CO-
MIOCTaBUMBIE C JIETY4YECThIO PAaCTBOPHUTENS, 3a
XapaKTepHOE BpeMs MOJHOCTBIO NMEPEXOIAT B
ra3oByio (asy, Kak CJIEICTBHE, OTHOILICHHE
UX MAacC/KOHUEHTpauuid B Ta30Boi (haze
(mpencraBisieMOM B KOJIOHKY) TaKO€ K€, KakK
COOTHOILIEHHE UX MACC/KOHLIEHTPALUI B KU/I-
Kol (haze. /Iy aHAMMTOB ¢ MEHBIIIEH JIeTyde-
CTbIO, UEM Y aHAJIUTOB U3 MEPBOM IPyMIIbI, HA
KOJIOHKY I10Ma/laeT, COOTBETCTBEHHO, U MEHb-
mas yacTb. T.e. UMEET MECTO JUCKPUMHHA-
II1s] KOMIIOHEHTOB MPOOBI 10 JETy4eCTH. ITO
ABJIEHUE MOXHO NPOWLIIOCTPUPOBATh Ipa-
(KoM, IpecTaBIEHHBIM Ha pHC. 4.

0O6.1acTb OTCYTCTBMA
L HepocTaTouHan
B2 O
s 9 NeTy4ecTb BellecTea
S “Q’ ANA nonagaHua e
= v KOMIOHKY
I
Q
=
=
=
° AETYYECTb AHAJIMTA

Pucynok 4. CxemaTtnueckoe MpeJCTaBlICHUE TUCKPUMHUHHPOBAHUS KOMIIOHEHTOB HPOOBI MO JIETY-
yecTu. Q-OTHOILIEHHE MacChl aHAJINTA B ra30BOH (pa3e K Macce BellecTBa B HCXOJHOM mpooe.

Ecnu X015 OBl 4acTh aHAJIUTOB MOMAAAET
B obmacte nuckpumuHanuu (puc. 4), To i
HUX, 4YeM OoJjbllle CTeNeHb IUCKpPUMHUHALINHY,
TEM MEHbIIIE OTHOLIEHUE MOIy4YaeMOM MJI0AaN
[IMKa TAKOr0 aHajuTa MO CPAaBHEHHUIO C OXKU-

naemoil. Ha puc. 5 [5] npencraBinena xpomaro-
rpaMMa mIpoObl, MpeacTaBisioniel cobol pac-
TBOP MpPEAENbHBIX JHMHEHHBIX YIJIEBOJOPOIOB
Ci0-Cis (CioHz2 (taunemn = 174°C) — CioHas
(tKI/IHeHI/ISI = 2870C)) B I'CKCaHC (C6H14 (tKI/IneHI/Iﬂ =
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68°C)), mpuUeM KOHIICHTPAIMs KaX/I0r0 aHAIN-
Ta cocraBisuia 0.5 MF/MH C HCIIOJIB30BAHHUEM
TUTAMEHHO-MOHU3AIIMOHHOTO  JIETEKTOpa,  JUIs
KOTOpPOTO OTKJIMK MO KaXJAOMYy W3 COCTUHEHHIA
onuHakoB. Iliomans ke IHMKOB IOCTEIIEHHO
YMEHBIIIAETCS 110 MEPE POCTa YKciIa aTOMOB YT-

e
Cio
Cu lekcan
Ciz
Cis
C14
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Jepoja B MOJIeKyJe (M yBEJIMYCHUS TeMIepaTy-
pBI KHUIICHHUS, T.€. YMEHBIICHUS JETY4YeCTH, TaK,
YTO IUIONMIAAb MuKa TmocienHero anamurta (Cie)
COCTaBIISIET BCEr0 OKOJIO TMOJIOBUHBI OT IUIOMIA-
1 riuka nepBoro ananuta (Cio).

ITnx pacrBopurens (I'ekcarr)

Pucynok 5. Ilpumep auckpuMuHAIUU MpoOkl B Tele MHKEKTopa u3 [ 1], miomaab nociaeaHero aHa-
JIUTa IPUMEPHO B 2 pa3a MEHbIIE IUIOIIAIU TIEPBOTO.

BbiBoAbI W3 TeopeTHYECKOro pac-
CMOTpeHUsI SIBJIeHHS] THUCKPUMHUHAIMH KOM-
MOHEeHTOB NMpoobI B KX:

1. HaubGonbirass auckpuMuHaIs mpoObl OyaeT
UMETh MECTO B Cllydyae Hajduuus OOJIbLINX
pa3uuuil MEXIy pPacTBOPUTEIEM M aHaJu-
TaMHU, KOTOpbIe OO0JIajaloT MajoW JeTyue-
CTBIO, MPHUYEM, 4YeM OOJIbIIEe 3Ta pPa3HUIIA,
TeM OoJibllle CTENEeHb AMUCKPUMUHALIUH, T.€.
TEM MEHbIlIe OTHOIIECHHE IUIOIAIU, MOJy-
JaeMOH aHaJIUTa K OKUJAEMOMU IUIOIIAIN ITH-
Ka 3TOTO aHAJIMTA.

2. CreneHp JUCKpUMALUM OJHOM W TOM XKe
MpoObl JOJHKHA 3aBUCETh OT KOHCTPYKIIHH,
COCTOSTHUSI MHXKEKTOpa, pabouynx XapakTepH-
CTHUK KOHKPETHOTO Mpubopa, U HUCHOJIb3ye-
MOH METOJIMKH, B YaCTHOCTH OT PaCTBOpPHTE-
a5 mpoObl, BBOAUMOM B xpomatorpad. Cie-
IyeT 3aMETUTh, YTO HaWOOJIee CYIIEeCTBEH-
HOM JTUCKPUMHHALIUA TMPOOBI TOJKHA OBITH
(duro u HaOIIOAAETCA) 11 UHKEKTOPOB C Je-
JICHHEM TMOTOKa (T.e. IPU HAJTUYUU CIUIUTA).

[IpencraBneHHbie BbIINIC BHIBOABI B aHA-
JTUTHUYECKOM IUIaHE MOXXHO cOpMYIUpPOBAThH B
BHJIE CICAYIOIINX PEKOMEHIAIUI:

1. HeoOXoaumMo uMMETh MaKCHUMAalbHO TMOJHBIN
HaOoOp pedepeHCHBIX CTAaHIAPTOB AHAIUTOB,

382

JUISL TUX aHAJIUTOB MOXHO M30eXaTh CHUCTe-
MAaTUYECKUX TOTPEIIHOCTEN OmpeneneHus,
CBSI3aHHBIX C JIUCKPUMHUHAIMEH MpoObI, Kak
MUHUMYM JIByMSI CTIOCOOaMHU:

1.1 IlpuroroBiaeHueM pedepeHCHBIX U HC-
MBITYEMBIX PACTBOPOB, TAaKUM 00pasoM,
YTOOBI COCTaB pacTBOpUTENEH B 000UX
ciy4asix ObLT MakCHMalbHO OMu30K. T.e.
pacTBopuTellb pedepeHCHBIX PacTBOPOB
JOJDKEH COJIEp’KaTh BCE 3HAUYMMbIE B
3TOM IJIaHE KOMITOHEHTHI POOBI.

1.2 HWcnonp3oBaHHEM METOAA JOOABOK.

2. Ilpu orcyTcTBUU pedepeHCHBIX CTaHIAPTOB
KOJIMYECTBEHHBIC OICHKH MPOBOAMMEBIE Me-
TOJIOM BHYTPEHHEH HOpPMallM3allud WU C
WCIOJIb30BaHUEM IMepecueTa Mo HHOMY Be-
IIECTBY MOTYT OBITh OTATOIICHBI CHCTEMATH-
YEeCKOW OIIMOKOM, KOTOpas OyIeT 3aBHCETh
OT KOHKPETHOTO MPUOOpa M KOHKPETHOU Me-
TOJIUKH.

B kadecTBe mpumepa MpOSBICHUS IHC-
KpuMuHaIH mpoosl B I'X paccMoTpum pes3yib-
TaThl MEXJIA0OpPAaTOPHOTO HCCJIECIOBAHUSA, B
paMKax KOTOporo 28 nabopaTopHil MMEIIInX
COOTBETCTBYIOIIYIO AKKPEAUTALMIO U3 Pa3Iuy-
Heix ctpad CHI' ananmsupoBanu copaep:kaHue
npuMeceld B WMICHTHYHBIX MpoOax TIIMIEPHHA
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[6]. AHanu3 TpoBOAWJICS MO METOJUKE, OIH-
canHoil B EBponeiickoit ®apmaxonee (Glycerol,
Ph. Eur. Monograph 0496)) [7]. llepen yuact-
HUKAaMU HCTIBITAaHUNA OBLIO MOCTaBIEHO TPU BO-
npoca:

1. OnmpenenuTh copep)kaHue B mpole IMpuMecH
A (mmaTunenriukoins). Ilpumecs A ompene-
JSI€TC METOJOM CTaHJapTa, MpUYeM B Kaue-
CTBE peEepEeHCHOr0 pacTBOpa HCIHOJb3YETCs
pacTBOp, COJEpKALINil M3BECTHYI KOHIIEH-
TpalMio caMoil mpumecu A B pacTBOpUTEIIE,
KOTOPBIN MPEACTaBIseT CO0OM BOLY C TaKUM
K€ COJIepKaHUEM TIIMIEPUHA, KaK M HCIbI-
Tyemblii pacTBop. Takum oOpa3zom ajisi mpu-
MecH A BBIIOJHEHO YCJIOBHE KOPPEKTHOI'O
npuMeHeHus (myHKT 1.1 pexomenaamnuii).

2. OnpenenuTh COAEpKaHUE NPUMECEH, BBIXO-
JIMIMX 10 MUKa TIHIEepUuHa (KpoMe mpuMecu
A) (MeTO/I0M CpaBHEHUS C IPUMECKHIO A).

3. Onpenenuth coaepkaHue CyMMbl ITPUMECEH,
BBIXO/SIIIIUX TOCTE MUKA TIUIEpUHA (METO-
JIOM CpaBHEHHMS C IPUMECHIO A).

© 1Y ITME

PactBoputenem mpoO, MHKEKTHPYEMBIX
B XpoMmaTorpag, B COOTBETCTBUH C METOJIUKOM
Obu1a Boja. [lockonbky TeMiiepaTypbl KUIIEHUS
JUATUIICHTJIUKOJIA (2450C) U TIHLEpHUHA
(290°C) ¥ BCeX OCTATBHBIX POACTBEHHBIX CO-
€IMHEHUH TIUIepuHa, OCOOEHHO BBIXOJAIIUX
MocJjie MUKa TIUIEPUHA, 3HAYUTEIBHO OOJIbIIe
TEMIIepaTypbl KUIIEHUS BOJbI, B JaHHOM Clly4yae
CJIEIOBAJIO OXHJIATh 3HAYUTEIBbHOU TUCKPUMHU-
Hauuu mpoObl. OTMETUM, YTO B CBSI3H C TEM,
4yTO aHAMUTHl B ['X ynepKUBarTCsS B MOPSIKE,
KOTOPBI B 3HAYUTEIIBHOW CTENEHU OIpeess-
€TCsl BO3pACTaHUEM TEMIEpPaTypbl UX KHUIIEHUS
(T.e. B IOpSAKE YMEHBIICHUS JIETyUYECTH), 0CO-
OCHHO CHJIBHO TUCKPUMUHALMS TPOOBI JTOHKHA
NPOSIBIISITBCS. IO OTHOLLEHUIO K aHAIUTaM, BBI-
XOJSIIMM TOCJE IMUKA TIUIEpUHa, T.€. UMEIo-
MM HauMEHbILIUE JIETYy4YeCcTH. TUnu4Hass Xpo-
MaTOrpaMMa UCHBITYEMOI'O pacTBOpa, MOIYUYEH-
Has A7 JAaHHOTO oOpasla TiHiepuHa Mpe-
CTaBJieHa Ha puc. 6.
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Pucynok 6. Tunuunas xpomarorpaMmma UCIBITYEMOTO pacTBOpa 0Opasiia riauleprHa.

Ha puc. 7 mnpencraBieHbl pe3yJsbTaThbl
YYaCTHUKOB II0 MyHKTaM 1-3 3ajaHus, a UMeH-
HO OIpeleieHne NMpuMecH A, HaJIu4uus WiIH OT-
CYTCTBHSI HHXKE ONPEAETICHHOTr0 Mpeiena Jr0oii
IIpUMECH KPOME IPUMECH, BBIXOSIIEH 10 MHUKa
IJIMLEPUHA, U CYMMbl IIPUMECEH, BBIXOIALIUX
nociie nuka rmiepuHa (cymma Y). Otmeruwm,
YTO IYHKT 2, NpEAnonaranl OTBET «Ia» WIH
«HET» W, CIIEJOBaTEIIbHO, MHTEpIpEeTalus pe-

3yJbTATOB 10 3TOMY IYHKTY 3aTpyJHUTENbHA U
Jasiee MPOBOAUTHCS HE OyIeT.

Kaxk m3BecTHO, KpaiiHHe pe3yJbTaThl 4a-
CTO OTATOLICHbl AHAIUTUYECKUMU IIPOMaxamH,
YTO 3aTpyJHSAET BbIABICHUE (UIUKO-XHUMHYE-
CKHX 3aKOHOMEPHOCTEW, MOATOMY ITPOAHAINU3H-
pyeM pe3yJNbTaThl, JIeXkKallue BHYTPU KBAHTUIISA
NPEICTABIISIIOIIETO JIBE TPETH PE3YJIbTaTOB
(cmotpu puc. 8) (KOpUYHEBBIN LIBET Ha PUCYH-
Ke).
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Kox ygactamka Ilprwvecs A, %0 X (ecTr/HeT) Cyanza Y, Vo
28 0.073 HeT 0.34
23 0.073 HeT 0.32
7 0.07 HeT 0.45
18 0.07 HeT 0.3
33 0.07 HeT 036
47 0.07 HeT 036
37 0.07 HeT 0.29
14 0.07 HeT 0.32
4 0.074 HeT 0.323
10 0.069 HeT 0.39
22 0.075 HeT 0.326
36 0.076 HeT 0.019
48 0.076 HeT 0.39
[ 0.068 HeT 028
35 0.067 HeT 011
5 0.067 HeT 028
17 0.079 HeT 01s
34 0.079 HeT 0.34
15 0.072 HeT 0.36
46 0.08 ma 0.36
26 0.08 HeT 0.4
55 0.06 ma 0.2
1 0.09 ma 0.4
40 0.0536 ma 0.022
31 0.053 HeT 0.242
19 0.05 HeT 0.7
50 0.01 HeT 0.02
11 0.43 HeT 0

PucyHnoxk 7. PezynbTaThl, mosrydeHHBIE 28 1a00paTOpHsIM.

Mo

3 55

[ 35

7 5

8 6

9 10
10 7
11 18
1z 33
13 47
14 37
15 14
16 15
17 28
13 23
19 4
20 22
21 306
22 43
23 17
24 34

.06
0067
0.06e7
0068
0.06e9

0.07

0.07

0.07

0.07

0.07

0.07
0.072
0.073
0.073
0.074
0.075
0.076
0.076
0.079
0.079

Kom yaacramxka IHprsaecs A, ¥ Koo yvaacrearixa

17

BERNGUEER e RblBEYuald

Cyaanza Y, %0

Pucynok 8. Ynopsnouennsle Pe3ynbrarsl TecToB 1 u 3 mo Bcem 28 naboparopusm. KpacHbIM 1iBe-
TOM, BBIJICJIEHBI, IPECTABIIAIOIINE, KBAHTUIIb PE3yJIbTaTOB MOTEHIIMAIBHO OTATOLICHHBIX aHATUTH-

JecKuMU Tipomaxamu (1/3 Bcex pe3ysbTaToB).
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ITo 20 ocTaBmIUXCA PE3YIBTATOB KaXI0-
ro tecra o0OpaboTanu, NOIYYHB OTKIOHEHHUS OT
CPEIHETO0, U 10 OTHOIIEHHUIO K ATOMY CpPEITHEMY

No IIprivecs A, %

1

OV WONOUKWN

I O S B G e e
CLVUMNOUBWNMW

0.06
0.067
0.067
0.068
0.069

0.07

0.07

0.07

0.07

0.07

0.07
0.072
0.073
0.073
0.074
0.075
0.076
0.076
0.079
0.079

Cy>nia Y, %
011
0.18

0.2
0.242
0.28
0.28
0.29
0.3
0.32
0.32
0.323
0.326
0.34
0.34
0.36
0.36
0.36
0.36
0.39
0.39

© 1Y ITME

B MPONCHTAX, 3TU JAHHBIC IPCACTABJICHBI Ha

puc. 9 u 10.

IIpsiniecs A
-15.6

-5.8
-5.8
-4.4
-3.0
-1.6
-1.6
-1.6
-1.6
-1.6
-1.6
2Ll
2.6
2.6
4.0
5.4
6.9
6.9
11.1
11.1

Cy»nza Y

-60.3
-35.0
-27.8

-12.6
1.1
1.1
4.7
8.4

15.6
15.6
16.7
BTT
22.8
22.8
30.0
30.0
30.0
30.0
40.9
40.9

Pucynok 9. Pesynbratel TectoB 1 1 3 mo 20 maboparopusim (cpenrHHast KBaHTHIIb). [locnennue na
CTONONA MPEICTaBISIOT CO00M HOPMAaIM30BaHHBIE OTKIOHEHHSI OT CPEAHETO 3HAYCHHUs MO MPEeJ-
CTaBJICHHOH BbIOOpKE. IIpsMoyronbHUKaMy BbIAETICHBI 3HAYCHHUSI, MTOMAlalolue B 00JIacTH JI0IycC-
TUMBIX OTKJIOHEHUH A1 npuMece +15% (cMoTpu Tekcr).

300

15.0

A A

-45.0

500 A

Pucynok 10. I'paduueckoe npencrasienue gaHHbix Pucynka 9. Kpykku — HopManu3oBaHHbIE OT-
KJIOHEHHsI OT CPEHErO ISl ONPENEICHUs IPUMECH A, TPEYTOJbHUKHA — HOPMaJIM30BaHHbIE OTKJIIO-

HCHUS I ONIPCACIICHUA CYMMBI HpHMeCGfI, BBIXOJAIINX ITOCJIC ITUKA INIMICPUHA.

Oo6cyxaenune pesyiabratoB. [Ipencras-
JICHHBIE BBIILIE JAHHBIE CBUAETEIBCTBYIOT O TOM,
YTO B CJy4yae OMpeeseHus mpumeceil B cyoO-
craHuuu riaunepud merogom I'X mo EBpormeii-

ckon dapmakoriee UMEET MECTO IUCKPUMHHA-
1si KOMIOHEHTOB MpoOkl. Ho B cimywae ompe-
JIeJIEHUs] IpUMecH A aHaJMTUYECKOe IpOosBie-
HHUE 3TOr0 (PU3UKO-XMMUYECKOIO SIBJIECHUS CY-

385



T'iriena Hacenennx micib. Ne64. 2014

LIECTBEHHO CIJIQ)KEHO M BCE PE3yJIbTaThl, KPOME
OJTHOTO, IOMAJal0T B KBAaHTWIbL 2/3 pe3ynbra-
TOB, MaJIO OTSTOIEHHBIX IPyOBIMU aHAIUTHYE-
CKAMHU IIpOMaxaMH, U, COOTBETCTBEHHO, IONa-
Jal0T B IMAIa30H, XapaKTEPHbIH 71 TUITMYHOTO
pa3bpoca pe3ynpTaToB JUis npumeceid +15%
(ecu MCTUHHBIM 3HAUYEHUEM CUYHUTAThb CpEIHEe
3Ha4YeHue I 3TOH BeIOOpKH). B cimyuae ompe-
JIeJIEHUs] CyMMBI MpUMecel, BBIXOAALIUX M0Ce
NMKa TJIULEPUHA, CTAaHAAPTU3aLUsA KOTOPBIX
UJET 10 CTAaHJApTy NMpUMeECH A, HE BBIIOJIHSAET-

© 1Y ITME

CS HU OJHO M3 AHAJUTHUYECKUX PEKOMEHAALUN
U, KaK CJIEICTBUE, TOJIbKO 4 pe3ynbprata U3 20
nonagaroT (Bcero 20% MpOIEHTOB pe3yIbTAaTOB)
B JIMAMa30H, XapaKTePHBIN I TUITUIHOTO pa3-
Opoca pesyibTaToB i npumeceit £15%. Jlan-
HBIA (PaKT CBHIETEILCTBYET O TOM, YTO HEKOM-
MEHCUPOBaHHAs TUCKPUMUHAIMS MPOOBI B JIaH-
HOM CJIy4ae BBICTYIIAeT B KaUeCTBE «CIy4YailHOM
MOTPENIHOCTHY, T.C. JJIS KaKIOH J1abopaTopuu
OHa MMEET CBOI0 COOCTBEHHYIO BeChbMa 3HAuH-
TEJILHYIO BEJTMUUHY.

BeiBOABI

JInst IpOTUBOAEHCTBUSA 3HAYUMOM aHAIMTUYECKOW MOTPEIIHOCTH, CBA3AHHOM C SIBIICHUEM

JUCKPpUMHUHAIIUH HpO6BI MOJHO IIPCAJIOKUTD YCTHIPC THUIIA «3AIUTHBIX MEP>».

1.

2.

«l pamomnocmoy — keanuguxayus aHarumuxkos. AHaJIUTHK JOJDKEH IOHUMAaTh, B KaKUX CITy4da-
ax ['X onpeneneHuss BO3MOKHA 3HaYMMasl TUCKPUMUHAIMS TPOObI B MHKEKTOPE.
Dusuko-xumuyeckue u uHcmpymenmanvhsie. Eciu peanusaius METOAUKH Ha UMeroIeMcs 000-
pyZIOBaHUM YpeBaTa 3HAUMMOMN AUCKpPUMHUHAIUMEH MPOObI, TO CIEIyeT MCIOJIb30BaTh ClEeUab-
HbIE MHKEKTOPBI, & TPU HEBO3MOKHOCTH HCIIOJIb30BAHUS CIIEUAIbHBIX HHXKEKTOPOB CIELHUAIIb-
HbIE JIAMHEPBI ISl JOCTYIHBIX WHKEKTOPOB, KOTOPBIE MO3BOJISIIOT MUHUMHM3UPOBATh 3TO SIBJIE-
HUe. MUHUMHU3UPOBATh 00HEM MHKEKIIUU W UCTIONB30BaTh ONTUMAIIBHBIN PacTBOPUTENH MPOObI
BBOAMMOM B MH)KEKTOP ra30BOT0 XpoMarorpada.

. Ananumuueckue. B xadecTBe aHAIMTUYCCKHUX MCP CHUIKCHUA BJIMAHUS 3TOI'O SABJICHUSA MOXKHO

MMPEAIONKUTE I'PaMOTHOC HMCIIOJIB30BAHUC CPABHCHUA U KaJ'H/I6pOBKI/I, B 4aCTHOCTH HCIIOJIB30BaHHEC
IMPpCACTABJICHHBIX BBIIIC peKOMeHHaHHﬁ.

. Hopmamuenvie. 1lpu pazpaboTke M yTBEPHKIAECHUU METOIMK TAKOI'O POAA CIEIYET BBISIBIATH U

YKa3bIBaTh B IBHOM BUJE KPUTHUECKHUE I1apaMETPbl METOAMKH, MIO3BOJISAIOLIUE CIEIATh SBICHUE
JUCKPUMMHALIMK TpoObl HE 3HauMMbIM. HeoOXoaumo MCnoiabp30BaTh TaKOM TECT MPUTOJHOCTU
CHCTEMBI, KOTOPBIA MO3BOJMI Obl BBISIBUTH HAJMYKME aHAJUTUYECKM 3HAYMMOTO SIBICHMS JUC-
KPUMHHAIIMK TIPOOBI U YKa3bIBaTh HEOOXOAUMBIE KOPPEKTUPYIOLIHE ACUCTBUS, TPOBOIUTH Mpa-
BIWJIbHYIO BAJIMJIALUI0 METOJUKH, MTO3BOJISIOUIYIO OATBEPAUTH TO, YTO JUCKPUMHUHALMS MTPOObI
JEHCTBUTEIILHO HAXOJUTCS II0JI KOHTPOJIEM.
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IIPOBJIEMA JITH CKPHMIHAl[If KOMIIOHEHTIB IIPOBH HA ITPUKJIAJTI
BU3HAYEHHA JIOMIIIIOK METO/IOM I'A30B Of XPOMATOTPA®IT
Ocmanina H.B., Jlesin M.I"., Cmpenvuenxo 1.A., Kysneyosea O.M., Yepemenro A.H.

T'azosa xpomamoepaghia (I'X) sensie cob6orw Oysce KOPUCHUU | NOMYICHUU THCIPYMEHM Ki-
JILKICHO20 aHanizy Oiisi npakmuyHo 0y0b-1x020 muny o6'ekmis. OcnosHi obmedcenns I'X sunuxa-
FOMb BHACTIOOK He0bOXiOHOCMI (ha308020 nepexody 3 piouHu 6 2as (o NOMpioHO 6 nepesadickill Oi-
Jbwocmi 8unaokis). Jana cmamms npucesiyena po32iady 00HO20 3 He2amueHUX aHalimudHux Hac-
JIOKI8 Yb0o2o haz06020 nepexody, 8i0OM020 SIK OUCKpuminayis npoou 6 I'X 3 npukiadom nposey
Yb020 ABUWA 8 MINCIAOOPAMOPHOMY OOCTIONCEHHT OOMIULOK 8 3PA3KY 2NiYePUHY.

PROBLEM OF DISCRIMINATION OF SAMPLE COMPONETS BY GAS
CHROMATOGRAPHY WITH IMPURITIES DETERMINATION AS AN EXAMPLE
N. Ostanina, M. Levin, 1. Strelchenko, O. Kuznetsova, A. Cheremenko

Gas chromatography (GC) is very useful and powerful tool in quantitative analysis of prac-
tically for any types of objects. The main limitations of GC arise from the necessity of the phase
transition from liquid to gas (required in overwhelming majority of cases). This article is dedicated
to consideration of one of negative analytical consequence of this phase transition known as sample
discrimination in GC with real life example of its manifestation in interlaboratory study of impuri-
ties in glycerol sample.

VIK: 615.07:004

HEKOTOPBIE BOITPOCBHI IOBBIINEHUSA DOPPEKTUBHOCTU
PABOTHI BEB-CAWTA JIABOPATOPUU KOHTPOJISI KAUECTBA
JIJEKAPCTBEHHBIX CPE/ICTB

Bnooex A.b.
I'Y «Uncmumym eueuenvt u meouyunckou skonoeuu um. A.M. Mapzeesa HAMH Ykpauner», 2. Kues

BBenenne. Pabota coBpeMeHHOI HUCIIbI-
TaTeIbHON JabopaTopuy, aKKpeAUTOBAHHOW Ha
COOTBETCTBHE MEXIYHAPOJHBIM CTaHAAPTaM
KOMIIETEHIIMH U Ka4eCcTBa, PEAIoaraeT 0OMeH
0OJBIINX 00BEMOB MH(POpPMAIIMH, KaK C 3aKa3-
YHKaMH, TaK ¥ C MOTEHIIMAIbHBIMHU TOTpedHTe-
asmu e€ yeryr. OJHUM U3 clioco00B KOMMYHU-
Kallu C YAAaJCHHBIMHA KJIMEHTaMH SIBJISICTCS WH-
TEpaKTUBHOE OOIIEHUE C HUCIOJIb30BaHUEM BeEO-
caiita 1abOpaTOpHH.

CerosHss TOBOPUTH O TOM, YTO Y HCIIBI-
TaTeIbHOM J1abopaTopuu €cTh CBOM calT B UH-
TEpHEeTe, 3TO — HE TOBOPUTH O HEM HHUYEro.
IIpocro nHamnuue HHTEpHET-IpOEKTa yKEe HE
ABISIETCA  JIOKA3aTebCTBOM KOMIETEHTHOCTH
1a0opaTOpUX U HE CBUIETEIBCTBYET O €€ BHICO-
KoM ypoBHe. OJIHaKo U 0 TOM, U O APYIOM Tro-
BOPUT KadyecTBO BebO-caiita. BebG-caiiT ¢ rpamor-
HO COCTABJIEHHBIM KOHTEHTOM M IPaBUIIBHO Op-

TaHW30BAaHHOMN MOAJEPKKON SBISIETCS MOIIHBIM
WHCTPYMEHTOM KOMMYHHKAIIMA C TIOTpeOuTe-
JSIMA yCIYT M BH3MTHOM KapTOYKOW Jaboparo-
puu B cetn MHTEpHET.

AKTyanqbHOCTh TeMbl. JlocTymHOCTB
cet MHTEpHET U cepBHCOB Ha €€ 0a3ze pacTyT
roji OT Tojia. JTO CO3/1aJI0 BO3MOKHOCTH CO3/1a-
HUSI ¥ aKTUBHOTO PAa3BUTHS TaK HAa3bIBAEMBIX
Be0-COOOIIECTB — TPy JIFOICH, UMEIOIINX 00-
M€ WHTEPEChl U OOIIAIOIMNXCS TPEUMYIIECT-
BEHHO 4epe3 VHTepHeT.

Co3nanue BebG-coobmiecTBa «Jlaboparo-
pus-3aKa3duKu» Ha OCHOBE BeO-caiita mabGopa-
TOpUH JAET BO3MOXKHOCTH OPTaHU30BaTh 3-
(heKTUBHBIN KOHTAaKT C TOTPEOUTEISIMU yCIIyT
n1abopaTopuu, IPOBOIUTH B AIIEKTPOHHOH (hop-
M€ aHKETHPOBAaHHME IOCETUTENeH, paccMoTpe-
HUE *Kano0 M peKiiaMaluii KJIMEeHTOB, 00CyXk/ie-
HHUE TE€X WJIN WHBIX MPOOJIEM, CBSI3aHHBIX C Jes-
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