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AnHotanusi. B pabore nokazaHa BO3MOXXHOCTh IPUMEHEHHE XPOMATO-1€COPOIIMOHHBIX CHCTEM JJIsl [OJTy4e-
HUS KUIHOPOBOYHBIX CMECEH B 3TOM Cllydae SIBISIETCS IEPCIEKTUBHBIM MeTo oM [yt nosrydenust [[OC B nua-
nasoHe MeHee 10 ppm. BeisiBneno, uro OydepHas EMKOCTh B 3HAUUTEIILHOM CTENICHN ONPEACIACTCS TPAIICH-
TOM KOHIIEHTPALUH B HAYAJIbHOM 4aCTH CUCTEMBI, IIPH 3TOM I'PaJINCHT KOHIIEHTPAIIMH MOKET OBITh 00ecIIeueH
HE TOJIbKO KOJMYECTBOM HAHECEHHOTO aHAJINTA, HO U TEOMETPUIECKUMH OCOOCHHOCTSIMH CHCTEMBI: [UIS LIH-
JMHAPUYIECKON CEKIIMOHHOM CHCTEMBI, UCTIONb3YEMOH B AMHAMHIECKOM pexxnme, OydepHast EMKOCTh hopMu-
pyeTcsi 3a c4eT Pa3HOCTH Macc cOpOEHTa, UTo 110 3(PpPEeKTUBHOCTH aHATOTUIHO 25% rpalMeHTY KOHIIEHTPALUH
B HAYQJIBHOW YaCTH CHCTEMBI IIPU PaBHOM Macce aHaJIUTa U COpOeHTa.

XJIC MHBEKIIMOHHOTO THIIA, SKCIUIyaTHpyeMble B JUCKPETHOM PEKHME, MOKa3bIBAIOT OOJBIIYI0 3P EeKTUB-
HOCTh (0oJbIIe cTaOUIBHOCTD MOJAEPIKAHHUS KBa3HUIIOCTOSHCTBA KOHIEHTpaluu 1 MeHbinee CKO kBazumo-
CTOSIHHOM KOHIICHTPALIMH ) — YeM MEHBIIIE PA3HULIA MEX Ty IUAMETPOM CHCTEMBI U BEIXOIHBIM MaTPyOKOM, 4TO
00ycoBIeHO POPMHUPOBAHHEM MEPTBOro 00beMa B IPUCTEHOUYHOM IIPOCTPAHCTBE, 33 CUET Yero Iepepacrpe-
JIeJICHHE aHAINTa IPOUCXOIUT MeUIEHHEE ¥ HEPaBHOMEPHO, YTO B CBOIO 04Yepeb onpeaessieT 3¢ (heKTHBHOCTb
MOANUTKY aHAJHUTa HA TOCIEeIHEH TEOPETHIECKON TapeiKe, OTBEYAIOMIEH 3a KOHIEHTPALMIO Ha BBIXOJE M3
cHcTeMBl. B Takux cucreMax ONTHUMAJbHBIM SIBISETCS He Ooiiee, 4YeM ABYKPAaTHOE IPEBBIIICHHE JHaMeTpa
TpyO4aTOl MPOTOYHOI CHCTEMBI 1 BHIXOIHOTO NMAaTpyOKa sIBIISETCSI.

B X1C xoHyco00Opa3Ho# ()OpPMBI C IIOCTETIEHHBIM CY>KEHHEM MMEET MECTO CIUIaKnBaHue 3dekra nprucTeHoq-
HOHM MepTBOH 30HBL [Ipy 3TOM B cily4ae MHUHHATIOPHBIX Pa3MEpPOB CHCTEMa MOXKET HKCIUTYyaTHPOBATHCS B pe-
JKUMe OOpaTHOM MPOJYBKH: B 3TOM cllydae BIusiHUe OydepHON 30HBI MPOSBISETCS MEJICHHEEe, Pecype CH-
CTeMBbI yBenuunBaeTcs (6-8 AUCKPETHBIX BBOAOB Ha | CTYyINEHU KBa3UIOCTOSHCTBA), HO 3HAYUTENIFHO yXYy/IIa-
ercst ctabunpHoCcTh Ha 2 crynenu (CKO Bo3pactaer mo 25-35%).

Armpobarus mpeIoKEeHHBIX TOAX0J0B IIPH BHIITOTHEHUH KOMHMYecTBeHHOTOo onpeaeienus I'OC no metoanke
«BBEJICHO-HAWICHO» Ha MPUMEPE YEeTHIPEXXIIOPUCTOTO yriliepoja (B Iuama3oHe KOHIEHTparmi 8-1 ppm) mo-
Kazaja 3¢ (eKTUBHOCTH IPUMEHEHHS XPOMAaTO-ICCOPOIIMOHHBIX CHCTEM B JHHAMHUYECKOM PEXUME U HBEKIIH-
OHHBIX CHCTEM B JUCKPETHOM PEXHME C aBTOMaTHUECKUM A03upoBaHueM. OTKIIOHEHHE OT ONOPHOIO 3Haye-
HUA He npeBbimaeT 20-24%. AHaIOrHYHbIe 3aBHCUMOCTH OBUTH MOJTyYeHBI ISl HPTOPOPTaHUIECKOTO COE/THHE-
HUs iepdrop-1,3-TIMeTHIIIUKIOTeKCaH (Ul Auana3oHa KoHueHTpamuid ot 1 10 0.1 ppm).

KaioueBble ciioBa: razoBast Xxpomarorpadus, JeTy4qre raloreHOpraHn4ecknue COeAMHEHUs], XpoMaTo-1ecopo-
IIIOHHBIE CUCTEMBI, MUKPO(]IIOUIHEIE CHCTEMBI.
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Abstract. The paper shows the possibility of using chromato-desorption systems to obtain calibration mixtures
in this case, it is a promising method for obtaining GOS in the range of less than 10 ppm. It is revealed that the
buffer capacity is largely determined by the concentration gradient in the initial part of the system, while the
concentration gradient can be provided not only by the amount of analyte applied, but also by the geometric
features of the system: for a cylindrical sectional system used in dynamic mode, the buffer capacity is formed
due to the difference in the mass of the sorbent, which is similar in efficiency to 25% the concentration gradient
in the initial part of the system at an equal mass of analyte and sorbent.

Injection-type CDCs operated in discrete mode show greater efficiency (the greater the stability of maintaining
quasi—constant concentration and the lower the quasi-constant concentration) - the smaller the difference be-
tween the diameter of the system and the outlet pipe, which is due to the formation of a dead volume in the
wall space, due to which the redistribution of the analyte occurs more slowly and unevenly, which in turn
determines the effectiveness the analyte is replenished on the last theoretical plate, which is responsible for
concentration at the exit of the system. In such systems, it is optimal to exceed no more than twice the diameter
of the tubular flow system and the outlet pipe.

In a cone-shaped CD with a gradual narrowing, the effect of the wall dead zone is smoothed out. At the same
time, in the case of miniature sizes, the system can be operated in the backwash mode: in this case, the effect
of the buffer zone manifests itself more slowly, the system resource increases (6-8 discrete inputs at 1 stage of
quasi-stability), but stability deteriorates significantly at 2 stages (COE increases to 25-35%).

The testing of the proposed approaches for the quantitative determination of GOS using the "introduced-found"
method using the example of carbon tetrachloride (in the concentration range of 8-1 ppm) has shown the ef-
fectiveness of chromato-desorption systems in dynamic mode and injection systems in discrete mode with
automatic dosing. The deviation from the reference value does not exceed 20-24%. Similar dependences were
obtained for the organofluorine compound perfluoro3-dimethylcyclohexane (for the concentration range from
1 to 0.1 ppm).

Keywords: gas chromatography, volatile organohalogen compounds, chromato-desorption systems, microflu-
idic systems.
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BOTHBIE — YEJIOBEK», U SABIISIETCS aKTyallb-
HBIM KaK C OKOJIOTUYECKOU CTOPOHBI, TaK U C

OpnHuM 13 pacnipocTpaHEHHBIX 3arpsi3HU- ITOYBEHHO-arPOXMMHUUYECKOM, a TaKxke C
TEJeH OKPYIKAFOIIEH CPEe/IBI ABISIOTCS Tall0-  TOYKHU 3PEHUS aHAIIM3a HCTOYHUKOB MOMA/1a-
renoprannyeckue coequnenust (FOC), u3y-  wma u myreit murpamym [1]. CormacHo nc-
YCHHC MX CONCPXKAHHWS W PAClpPCNICJICHUSA B clieqOBaHUSAM IEPEMELIEHUs TajJoreHopra-
PasIMYHBIX NMPUPOIHBIX OOBEKTaX, B TOM  HpuueckMX coemuHeHwil [2] mumb 20-65%
YUCJIC B MOYBAX arpoO3KOCUCTEM U MPUPOI-  XJOPOPraHUYECKUX COEAUHEHUN OCTAOTCA
HBIX IIOYBCHHBIX 39KOCUCTEM, BOJHBIX CUCTC- B MeCTax X IPUMCHCHUS, B TO BpeM: KakK

Max, UMCCT BA’)KHOC 3HAYCHHC B paMKax B3a- OCTaJIbHBIE MUI'PHUPYIOT Ha OOJIbIIINE pac-
HMOCB3HU «II04YBa — BOJA — PACTCHUC — XKU-

BBenenue
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CTOSHUS. BO3MOXHBIMH MYTSMHU pacIpo-
CTpaHEHUs 3arpsA3HUTEIEN MOTyT OBbIThH aT-
MOC(epHBI EPEeHOC, OKEaHMYECKHUEe Teue-
HUSI, TIOBEPXHOCTHBIM CTOK, BBIIIEIaYHBa-
HUE TI0YB Yepe3 MOBEPXHOCTHBIE BOJbI, 30-
omurpanuio. VICTOUHMKM  MOCTYMJICHUS
I'OC noBosbHO pa3HOOOpa3HBl W 4Yalle
BCEr0 MMEIOT aHTPOIIOTEHHBIM Xapakrep:
TOIUIMBO, Chipasi HepTb U pa3paboTka
HEPTSIHBIX MECTOPOXKACHUH, METOABI XJIO-
PUPOBaHUS B CUCTEMAaX OYUCTKH U BOAOIO/I-
TOTOBKH, CTOYHBIC BOJIBI, IPEIIIPHUITHS Op-
TaHUYECKOr0 CHHTE3a, THIAPOJU3HBIC, IIe-
JFOJITIO3HO-0OyMaXkKHbIe, JIepeBooOpadaThIBa-
I0II[UE, KOKCOXUMUYECKHE, TaKOKPACOYHbIE,
(dapmalieBTUYECKUE TPOU3BOACTBA U T.A.
[3]. Tak, oqHOM U3 BO3MOXKHBIX MPUYHH TTO-
NaJaHus TaJOr€HOPraHMYEeCKUX COEIuHe-
HUH, B YaCTHOCTH XJIOpOEH30Jla, B MUThE-
BYI0 BOJY SBJIETCS HCIIOJIb30BAHUE JUIS
XpaHEHUsl HOBBIX €MKOCTEH U3 MOJIUKapOo-
Hata [4, 5]. TpynHocTH aHAIUTUYECKOTO
KOHTPOJISI TaJIOTEHOPIaHUYECKUX COEIUHE-
HUHM 3aKJII0YaloTCsd B TOM, YTO JJsi 0CO00
TOKCHUYHBIX 3arpsi3HUTENEH yCTaHOBJIECHBI
HU3KHE MPENEIbHO AOIYCTHMBIE KOHIIEH-
tpauuu (ITIK) (mopsaxa 107-107%). s
kosindyectBeHHoro onpeaenenus 'OC B 00b-
eKTax OKpy Karollel cpeibl U TEXHOTEHHBIX
00BEKTaxX HCIONB3YIOT CTaHIAPTHBIE JKUM-
KM€ U Ta30BbI€ PACTBOPHI, IPU 3TOM Haubo-
jgee BOCTPEOOBAHHBIM MO TOYHOCTH SIBIIS-
€TCsl METOJ] ra30BOM xpomarorpaduu. B ce-
PUIHBIX  AQHAIUTUYECKUX  M3MEPEHMSIX
HauboJsee YacTo npuMeHsieTcs napodazHblil
aHaJIN3, TIPU OTMPEIeTICHUH XJIOPUPOBAHHBIX
(GeHONOB HCMONB3YIOT MPEAKOHIIEHTPUPO-
BaHHE METO/I0M TBepA0(ha3HOM IKCTPAKIIH.
B pabote [6] mpuBenen moapoOHBINA 0030p
METO/I0B M mnoaxonoB k aHamuzy ['OC B
Bozie. B Tabnuie 1 nmpeacraBnensl Hanboee
IIMPOKO TPUMEHSEMBIE B OTEUYECTBEHHOU
MPAKTUKE METOJUKU  KOJMYECTBEHHOTO
onpenenenuss 'OC B Heptn u Hedrenpo-
nykTax. J[ias KOJTM4eCTBEHHOTO WHIMBUIY-
ansHOrO onpenenenuss 'OC kak B nmpupoa-
HBIX TaK U TEXHOTE€HHBIX 00BEKTaxX C COonep-

xanueM Hike 10 ppm Hamboee 1eaecooo-
pPa3HBIMU SBJISIIOTCS METOJbI Fa30BOM XpO-
MaTorpaguu C CEJEKTHUBHBIM JIETEKTOPOM
3JIEKTPOHHOTO 3aXBaTa.

Hcnonb3oBaHue MeToAa ra3oBoi Xxpoma-
TOrpauul MO3BOJISIET ONPEACTSATh HHIUBU-
nyanbHble coequHeHus 'OC u TemM caMbIM
yCTaHABJIMBATh BEPOSITHbIE MUCTOYHUKU I1O-
NaJaHusl, a TAKKe CHIKATh IIPEJIe IeTeKTH-
pOBaHUs TajJOr€HOPTraHUYECKUX COEIUHEe-
HUI 10 KoHIeHTparui menee 0.1 MKT/IM>
[22]. TIpu 3ToM ompenensironmmM (hakTopoM
SIBJIIETCS. BO3MOKHOCTH IMPOBEACHUS Kaluo-
POBKH B UJICHTUYHBIX YCIOBUAX M HAIMYUE
COOTBETCTBYIOIIUX CTAaHAAPTHBIX KaIUOPO-
BOYHBIX PACTBOPOB — CTAHJAPTHBIC JKUJIKHE
pacTBOpBl M CTaHIAPTHBIE Ta30BbIE CMECU
(CI'C). Kommepuecku TOCTYIHBIE Ta30BbIC
cMecu ¢ HU3KUMH coaepxkaHusamu ['OC
OTpaHUYEHBI MO ACCOPTUMEHTY aHAJIHMTOB,
YTO 3HAYUTEIBHO CYXKAeT aHAIUTUYECKUE
BO3MOKHOCTH KOJIMYECTBEHHOT'O Ompejiesie-
HUSI UHAUBUIYAIbHBIX COEAMHEHUH, a rpa-
BUMETPUUYECKUNA U 00bEMOMETPUYECKHI Me-
TO/bI MTOJIYYEHUS Ta30BbIX CMECEN C U3BECT-
HBIM COCTaBOM TpPeOYIOT CII0KHOTO 000py-
JIOBAaHUSI W BBICOKOKBATU(DHUITUPOBAHHOTO
TPY/la, YTO TAK)KE€ OTPAaHUYMUBAET UX ISl LIU-
POKOT0 MPUMEHEHHSI 0COOEHHO BO BHENa00-
PaTOPHBIX YCIOBUSX.

OnHUM U3 TIEPCTIEKTUBHBIX U Pa3BUBAIO-
mmxcs crnoco6oB cozmanus CI'C sBnsercs
XpOMaTo-1ecopOIMoHHbIA c11oc06. Cpean
€ro MPEeUMYIIECTB CTOUT BBIIECIUTh YHUBEP-
CaTbHOCTh, BBICOKYIO MPOM3BOIUTEIHHOCTD
Y BO3MOKHOCTb IIPUTOTOBIIEHUSI MHOTOKOM-
TTOHEHTHBIX Ta30BBIX CMECEH B OJTHOM ITUKJIC
skcrutyatauuu [23]. Ucnons3oBanue Xpo-
MaTo-€COPOIIMOHHBIX CUCTEM JUIsl CO37a-
HUS CTaHJIAPTHBIX CpeJl MO3BOJSET YMEHb-
IIUTh PACXO]] BPEIHBIX OPTaHUYECKHX pac-
TBOpUTEJICH, COKpaTUTh (PUHAHCOBBIC 3a-
TpaThl U CHU3UTH SKOJIOTHUECKYIO Harpy3Ky,
9TO COOTBETCTBYET TpPEOOBAHMSIM «3elie-
HOW» aHATUTHYECKON XUMHUH.

N3BectHO, uTo Ha pecypc XJC u mexa-

HU3M (popmupoBaHus OyhepHOi eMKOCTH
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Ta6mmma 1. Hanboee mupoko mpuMeHseMbIe B ITpakTuke Metoauku onpeneneans ['OC B Heptr n
HEPTEPOAYKTaX
Table 1. The most widely used methods in practice for determining GOS in oil and petroleum products

HcTounuk

Tun
mpPOOOTOATOTOBKH

Ananus

Junana3oH KOHUEHTpauun

(7]

Meton A (uHaMKa-
TOPHOE THTPOBA-
HUE):
OKCTpaKuus XJ0-
PHUCTBIX COJIEH BO-
o

TurtpoBanue BOJHOM
BBITSIKKU PacTBOPOM
A30THOKHUCIIOTO cepedpa

1.0-60onee 1000 mr/mv>.
IIpu comepsKaHUU XJIOPHUCTBIX Coleit
1o
10 Mr/mv® pacxoxIeHAE MEXKITY
JBYMs1 pe3y/IbTATAMHU He J0IKHO
HpeBBIIaTh 1.5 Mr/mvs;
ot 10 o 50 — me 6omee 3.0 mr/mv>;
50-200 — 6 mr/mv3; 200-1000 — 25
mr/mm?; 6omee 1000 — He Gomee 4%
OT CPEHEro 3HAUEHHs

Meton b (Onpene-
JICHUE XJIOPUCTHIX
coJjieli B HedTH 110-
TEeHLIUOMETpUYe-
CKUM THTpPOBa-
HUEM):
JloOaBneHme K
npobe HedTH Opra-
HUYECKOTO PacTBO-
putens (Tomayou +
H30MPONUIOBBINA
CIIHPT)

IloreHunomerpuueckoe
TUTPOBaHUE HEPTH
pacTBOPOM a30THOKHUCIIOTO
cepebpa

5-6omee 2000 mr/om>.

IIpu copepxaHuu XJIOPUCTBIX CONEH
110 50 Mr/mm3 pacxoKIeHIe MEXKITY
JIBYMSI PE3yJIbTATAMH HE JIOJDKHO
HPEBBIILATH
3 mr/mv’; ipr 50-100 — He Gostee 7
mr/mv; 100-200 — 12 mr/mv?; 200-
500 —

27 mr/mm?; 500-1000 —

50 mr/mv?; 1000-2000 — 100 mr/mm>;
6o1ee 2000 — He 6osee 6% 3HAUYECHUS
MEHBLIETO PE3yIHTaTa

(8]

CwMerieHue mpoos
He()TH C KCHIIONIOM,
pa3basneHue IpoOsI
CMEIIaHHBIM CIHP-
TOBBIM PacTBOpUTE-

1eM

W3mepenue npoBogumMocTu
pactBopa HeTH B
CMCIIaHHOM Cl'[I/IpTOBOM
pacTBOpUTEINE MpU
BO3JEUCTBUN
3JIEKTPOCTATUUECKOTO
HapsDKEHUS

0-500 mr/kr
[ToBTOPAEMOCTH HPU HOPMAILHOM
¥ IPABHIIBHOM IPOBENEHHS METOA
HCTIBITAHUS TOIBKO B OJHOM CITydae
U3 IBAIATH MOXKET IIPEBBICHTE
suauenne 0.3401X%75, roe X —
cpejiHee 3HAYEHHE ABYX Pe3yJibTa-
TOB HCIBITAHUH, MI/KT

(9]

Merton A: nepe-
rouka HeTH s
MTOJTyYeHHsT HaTHI,
cMemrBaHue Had Tl
C TOJIyOJIOM U Oude-
HUJIOM HaTpUs, pas-
JICJICHHUE BOJTHON B
HEBOJIHOH (a3, yma-
pUBaHUE BOJHOM
(hassl u mobaBeHNE
K Hell alieToHa.

[Notenmmomerpuueckoe
TUTPOBAHUE PACTBOPOM
HUTpaTta cepedpa ¢
KOHLEHTpauuen
0.01 mons/mm?

Hnst meronoB A u b npenen uys-
cTBUTENbHOCTH | ppm (MKI/T). Pac-
XO0XKJICHUE TIOCIICI0BATEIILHBIX pe-
3yJIbTaTOB M3MEPEHUS
HE JI0JIXKHO NPEBBIIIATh CIEAYIO-
[IEr0 3HAYeHUs OOJIbIIE YEM B OJ-
HOM cirydae u3 20 ays Mmetona A:
r=0.3X"0.64. 1ns metona b:
r=0.7X"0.6
Merton B: 5-50 ppm. Pacxoxnenue
MEXIY pe3ysbTaTaMH MOXET Ipe-
BBIIIATH 1103 ppm TOJIBKO B OJJHOM
ciyvae u3 20.
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Merop b: nepe-
rouka HeTH st
BEIJIENICHUS HATHI,
BBeZICHNE Ha()THI B
MOTOK Ta3a, coaep-
xkarero 80 % xuc-
nopoza u 20 %
MHEPTHOTO rasa.
Cxxuranue npoObl
IIPU TEMITEPaType
800°C

Kynonomerpuueckoe
TUTPOBAHUE OCYIIEHHOTO
rasza B TATPALMOHHOM slYelKe

Merton B: BBene-
HHUC B OTOTHAHHYIO
HaTy BHYTpEHHETO
crargapra Bi ¢ koH-

ueHTpauueit 500

PenrrenoduyopecrentHas
BOJIHOJIUCTIEPCUOHHAS
CIIEKTPOMETPHSI

ppm
[10] IIpoGomoaroroska JucnepcuoHHO-BOJIHOBAs 5-50 ppm
aHAJIOTUYHA METO.LY PEeHTreHO(ITyOpecieHTHAs
B ('OCT P 33342- CIIEKTPOMETPHUS
2015)

[11]

JKunkoctHas 3Kc-
TpaKLus JIs Tiepe-
Boga XOC u3 Xxumu-
YECKOTO pearcHTa B
OpraHHYeCKHii pac-
TBOPHUTENb (HATIPH-
Mep, TeKcaH)

I'azoBast xpomarorpadus ¢
MacCC-CCIICKTUBHBIM
JeTEKTHPOBAHUEM

0.10-1000 ppm

[12]

Briaenenne HadThI
MyTeM MEePErOHKH
HedTH

Meton
PEHTIeHO(ITyOpEeCIEHTHOM
CIIEKTPOMETPHUH

1.5-2000 ppm
OCKO: 1.5-2.5 ppm - 15%
2.5-10.0 - 8.0%
10.0-200.0 - 1.0 %
200-2000 - 0.5%

CwmernBanue Hedru
C PacTBOpHTETIEM, B
KayecTBE KOTOPOIo
BBIOpAH TAIIOHHBINA
U300KTaH

MeTton razoBoi
xpomatorpaduu ¢
JIETEKTOPOM DJIIEKTPOHHOTO
3axBara

[Ipenen obHapyxenus XOC co-
crasiset 0.1-0.3 ppm

[13]

1 - neperonka
poOBI pearenTa ¢
MOJIEITBbIO He()TH UK
TOBapHOW HE(THIO

JUTISI IOJTyYeHHsT
HadTBl. Mosenb
HedTH: 25 %-
pacTtBop
ABHAIIMOHHOTO
KEepOCHHa B
MHHEpaJIbHOM
Mmacine. OC
OTIPEIETISIOT B
HadTe.
2 - BKCTpaKIHA
T'OC w3 mpoOsI B

HN300KTaH

PenTrenodayopecteHTHBII
METOJ
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Oxcerpaxuua 'OC Merton ra3oBoii 1.0-10000.0 ppm. IIpenensr oTHO-
13 XUMUYECKHUX pea- xpomarorpaduu ¢ I3]] CHUTEJILHOH MOTPEeIIHOCTH H3Mepe-
TEHTOB HUll +/- 25%.
[15] IIpenBapurensHOE MeTtoanka n3MepeHuit XI0pOESH30IT: ¢ UCTIONBb30BaHNEM
KOHIICHTPUPOBaHHE razoxpomarorpadpuaeckum | [IN]] 6e3 koHmeHTpHpoBanus 6-100

n orrouka 'OC

METOJIOM C UCIOJIb30BaHHEM
aHaJM3a paBHOBECHOI'O Mapa
Ha netexropax [INJ u 93

ppm. C KOHIIEHTPUPOBAHUEM PaB-
HoBecHoro napa 0.3-20 ppm. [lan-
HBIE TI0 ONPEACIICHUIO XJIOpOeH301a
¢ ucnonp3oBanneM D3]] He mpuBe-
JeHbl. TOYHOCTH (IpaHuIbl M0-
IPEeNIHOCTH) 0e3 KOHIEHTPUPOBa-
HUsI IpoOBI (XJ10pOeH301):
2.6+0.041X. To4HOCTB C KOHIICH-
TPUpPOBAaHUEM NPOOBI (XJI0pOEH-
30m): 0.56X (0. 3-2 ppm); 0.35X
(2.0-20 ppm).

[16]

He tpebyercs
npeaBapuTeIbHas
npoOOIIOArOTOBKA

XpomaTorpapruaecKuii
aHau3 MapoBoii (asel HepTH

10 ppb (0.01 ppm)-10 ppm. ITo-
BTOPSAEMOCTB OT 5% JUIs 4ETBIPEX-
XJOPHUCTOro yriepona a0 25% s

TeTpaxJiopaTHieHa. BocriponssBoan-
MocTb: 20-30%

[17]

DKCTpakuus
XJIOPOPTaHUIECKUX
COEIMHEHUI U3
HepTH TapaMu
WHEPTHOTO ra3a

Merox AByMEpHOH ra30Boi
xpomarorpadun

(18]

Brexaenwne B mpoly
pactBopa dudeHmIa
HaTpHs U
KOMILIEKCa
mudeHmIKapba3ona
C PTYTBIO HJIs
00pa3oBaHUS
OKpAIIICHHOTO
COCIIMHCHUSI

CriekTpohOTOMETPUICCKHIA
METOJI

1-1000 ppm

[19]

Brienenue HaThI
U €€ CKUTr'aHue B
cpelne KUcaopona,
no0aBieHue B
MPOAYKTHI
C)KUIaHUA alleTOHA
M a30THOM KHUCJIO

Kynonomerpudeckoe
TUTPOBAHUE PACTBOPOM
HUTpara cepedpa

[20]

Paznenenmne npoObt
HA MOJSIPHYIO U
HEMOJISIPHYIO (asbl,
m3BieueHue XOC B
HEeToJIIpHYIo (azy

AHanu3 HeTMOISAPHOH (a3bl
Meronamu POA u razoBoi
XpomMaTorpadun

[Ipenen obHapyxenus XOC st
merona POA — menee 1.0 ppm; s
METO/Ia ra30Boil Xxpomarorpaduu —

Mmenee 0.1 ppm

(21]

ITeperonxka
HedTsHOI cMecn
JUISL pa3/iesieHus

(bpakuuit

Onpenenenre METOI0M
P®A ranoreHopraHuuecKux
COEIUHEHNH B KaXKI0MH
¢pakiuy 1 KyOOBOM ocTaTke

[23, 24] BIMAIOT HE TOJIBKO TeMIEpaTypa,
00bEM U CKOPOCTh MPOMYCKaHUs Tra3a, HO U

B 3HAYUTEIBHOU CTEIIEHHI IpaaAuCHT KOHIICH-
Tpaluu B HavaJILHOM YacTH CUCTCMBI, IIPpU

OTOM I'PaIUCHT KOHLOCHTpAIUU MOKCT OLITH
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obecrieueH HE TOJBKO KOJIMYECTBOM HaHe-
CEHHOT'0 aHajIuTa, HO U T€OMETPUUYECKUMHU
O0COOEHHOCTSIMU CHCTeMBI. B pabore [25]
MPEJCTaBICH BAapUAHT JJs IWIMHIpHYE-
CKOM CEKIIMOHHOW CUCTEMBI, UCTOJIb3yEMOM
B INHAMUYECKOM PEXHUME, TIpU 3TOM Oydep-
Has €MKOCTh (POPMHUPYETCS 3a CUYET Pa3HO-
CcTH Macc copOeHta. OnHAKo, B cllydae C
JTUCKPETHBIM pexxuMoM padotel XJ[C mpu-
MEHEHUE TAaKUX CUCTEM COIPSIKEHO C PSIAOM
CJIIO’KHOCTEH, CBS3aHHBIX C HAJTUIHEM MEPT-
BBIX 30H IIPH MEPEXO0/IE OT CEKIIUU K CEKIIHH,
YTO 0COOCHHO 3aMETHO ITPH MaJIbIX F€OMET-
PUYECKUX pa3Mepax CUCTEM.

Lenbro HacToOsIIIEH pabOThI OBLTO U3YYCHHE
BO3MO)KHOCTH TIOJTyY€HHsI Ta30BBIX CMecei
I'OC ¢ ucnonp30BaHUEM XPOMATO-IeCOPOIIH-
OHHOTO C110c00a ¥ ONTHUMM3AIUS PEKUMA Pa-
OOTBI JUIS TTOJTyYSHUST Ta30BBIX CMECEH C HU3-
kuM conepxanrem ['OC (menee 10 ppm).

3KCHepHMeHTaJIbHaH 4acTb

Xpomarorpapuieckuii aHamu3 IMPOBO-
JIJIH C UCTI0JIb30BaHUEM I'a30BOI0 XpOMaTO-
rpadpa  «Kpucran-moxc-4000M» (OO0
«HITI® «MetaXpom»») ¢ AETEKTOPOM DIIEK-
TPOHHOT'O 3aXBaTa M KBapLEBOW KallMJUIAp-
HoW kojoHkoil TRB-5 (anuna: 60 M; BHYT-
penHuit tuamerp: 0.32 MM; TONIIUHA TUIEHKU
HeronBXHOW (aser (95% mumernin-(5%)
mudenunmnonucuiokcan): 0.5 mxm). B kaude-
CTBE Ta3a-HOCHUTENS MCIOIb30BAICS a30T
ocoboit unctoThl (ocu «Lindey) ¢ pacxomom
1.5 cm’/mun. TemmepaTypa geTeKTOpa CO-
crasisuia 290°C, ucnapurens — 220°C. [{ns
HanOosiee YHPEKTUBHOTO pa3aeICHUs] KOM-
MIOHEHTOB OBbUT MPUMEHEH PEKUM IPOTpam-
MUPOBaHHUs TeMIIepaTypbl TepMocTaTra Ko-
noHkH 0T 80 110 250°C ¢ mwarom noBbILIEHUS
15°C/mun.

N3y4anack BO3MOXHOCTb IIOJyUEHUS I10-
TOKOB T'a30B, COAEpXKAILMX JIETy4ne rajiore-
HOpPraHUYECKNE COEANHEHNUS, C UCTIOIb30Ba-
HUEM XpOoMaTo-AecopOLHOHHOrO crocoda B
HENPEPHIBHOM JUHAMHYECKOM PEKUME U B
TUCKpeTHOM pexxume. [IpuHiun paboTs! oc-
HOBaH Ha paBHOBeCHOM HachlmeHuu JIOC
IIOTOKA MHEPTHOTO ra3a IpH ero Mpoxoxe-
HUH Yepe3 TpyOdaTyro NpOTOUHYIO CUCTEMY,

3aI10JIHEHHYIO0 COPOEHTOM C HAaHECEHHOM Ha
HEro MajoJjieTyuyell *KUAKOCTbIO, COJeprKa-
e M3BECTHOE KOJIMYECTBO aHAIU3UpYe-
MbIX BelecTB. [Ipouecc noinyyenus cranuo-
HapHbIX IOTOKOB MMKPOKOHLIEHTpaIUi
I'OC npoBoasT B 1BE CTaIUU:

1) xpomaTo-copOLMOHHAs — IPUTOTOBJIE-
HUe copOeHTa, 3aloJIHEHHE M HACHIICHHUE
copOeHTa B TpyOUaTOM IPOTOYHOM KOHTEH-
Hepe JIOC 10 paBHOBECHBIX 3HAYEHUU WM
710 «IIPOCKOKa» MpH TeMIIepaType Hachllle-
HUSA Thac, TPEBBITIAIOIICH pabOYHe TEMIICpa-
TYpBl YCTPOICTBA;

2) XpoMaTo-JecopOLIMOHHAs — PaBHOBEC-
Has necop6ius JIOC npu temmneparype T e,
paBHOM MU HUXKE Thac.

Bapsupyst temneparypy necopouuu, pe-
IYJIUpYs BEJIMYMHY KOHCTAHThI pacipezene-
Hus JIOC B cucreMe «KUIKOCTh-Ta3» WIH
«raz-afcopOeHT», MOXKHO MOJIy4aTh MMOTOKH
rasa, cojJepxaliue 3aJaHHOe KOJUYECTBO
JIOC.

B cnywyae nuHamMuueckoro pexuma uc-
10JIb30BAHUS, XpOMATO-1€COPOLIMOHHAS CH-
crema (XJIC) coenunsiercs ¢ peryasiTopoM
pacxoza rasa M IOMeNlaeTcs B TEPMOCTAT.
[IpenBaputenpHo XJIC 3anonHsieTcss HOCH-
TelNeM ¢ u3BeCcTHBIM KoimdectBoM ['OC.
Haceimenue ocyiiectBisieTcs 10 MPOCKOKa.
TpyOuaras mpoToyHasi cucTemMa umena cie-
NYIOIllMe T€OMETPUUYECKUE Pa3Mephl: JJIMHA
[=220 MM, BHYTpeHHHI 1uaMeTp dpn=25 MM.
['paguieHT KOHLIEHTpalUK CO3JaBajiCsi aHa-
JIOTUYHO ONIMCAaHHOMY B [26] nepBasi nopuus
copOenTa umena 25% u30BITOK aHATUTA TI0
CpPaBHEHHIO C Tnocieayromumu. Pacxon
MHEPTHOTO Ta3a uepes cuctemy 10 cM>/MuH.

B ciydae nuckpeTHOro pexxuma HUCnosib-
30Basioch MukpocucreMsl (XJMC) uHBEK-
nuonHoro tumna [27] u XIMC ¢ oOparHoit
poayBKoW. HacellieHne ocymecTBiIsm Ka-
NEIbHBIM METOAOM, ITyTEM BHECEHHUS H3-
BECTHOTO KOJIMYECTBA aHAlUTa B Hadallb-
HYI0 4acTb cUCTeMBI. [Ipeanoarorosky ocy-
LIECTBIISUIM MyTeM JUCKPETHOIO MpojayBa-
HUS TIOPLMi HHEepTHOTO rasa (1o 1 cm?) ¢ ue-
pEelOBaHMEM 3TANOB AKCIOHUPOBAHMS IPH
25°C B teyenuu 5 MuHyT. OOmmii o0beM
IIPONYUIEHHOr0 ra3a IpH IMpeIrnoaroTOBKe
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3aBHCHUT OT 0’KHMJIa€MOM KOHLIEHTPAllUK Ha
BBIXOJIC U3 CUCTEMBI.

OcobenHocTH XpPOMaTo-AeCOpPOITMOH-
HOT0 CTrI0c00a, anmaparypHoro ohopMIeHHUS
MoAPOOHO TIpeACTaBIICHB B padorax [28].
3aKOHOMEPHOCTH  XPOMATO-JECOPOIHOH-
HOro croco0a OmucaHbl B paMKax TEOPUH
METOJla aJCOPOIMOHHOTO PaBHOBECHOTO
KOHIIeHTpupoBanus [29,30].

Oo0cy:xnenne pe3yJibTaTOB

B tabnuie 2 npeacraBieHbl XapaKTepu-
CTHKHU HCCIIETYEMbIX CHUCTEM, OCOOEHHOCTH
pEeXKHUMa U IaHHBIE O 3HAUEHUSX KOHIIEHTpPA-
IIUH aHAJINTA HA BBIXOJIE U3 CUCTEMBI.

Kak BHIHO U3 MpenCTaBICHHBIX JaHHBIX
B Cllyyae JUHAMHUYECKOM pean3aluu Ipo-
necca B TpyoOuaThix cucremax | u 2 umeer
MECTO CXO0’Kasi MpPOu3BOAUTENBHOCTh X/[C
(oaMHAKOBOE YHCIIO CTYNEHEW KBa3UIIOCTO-
SHCTBA C 3aJaHHON KoHIeHTpammer 10-5
ppm ¥ CXO0XKHUE 3HAUEHUS MOTPEIIHOCTH O/~
JepKaHWsl KOHIIGHTPAIMK B paMKax Kax-
Joro nepuoaa kBazunocrosiactsa, CKO co-
craBuiio 10-12%). JlaHHBIE CHUCTEMBI XapaK-
TEepHU3yIOTCs OONBIIUM pecypcoM (0T 6 1o
0.5 gacoB) nmomyuyeHust nmotokoB raza I'OC.
[IpumeneHnue cucrteM AaHHOW KOH(UTypa-
UM 11€Jec000pa3Ho B JJAOOPAaTOPHBIX YCIIO-
BUSIX TP HAJMYUM CTAlMOHAPHOTO TIPH-
O6opa M cHCTeMBbl NOJTOTOBKM Trasa, IIO-
CKOJIBKY CHCTEMa 3KCIUTyaTHUpyeTcs B TUHa-
MHYECKOM PEXHUME M MPENOoAroTOBKa Tpe-
OyeT OCYULIECTBIIEHUSI HENPEPHIBHOTO IPO-
nyckanus rasza. [Ipu 3Tom yBenuuuBas TeM-
nepaTypy 1ecopOIuy MOKHO BIIUSITH Ha BbI-
XOJIHYIO KOHIIEHTPAIMIO aHAJINTA.

Cucremsl 3-5 3KCILTyaTHUPYIOTCS B JIHAC-
KPETHOM pexuMme, npu oOIiei macce cop-
OeHTa OTJIIMYAIOTCS T€OMETPUYECKHUMH Xa-
pPaKTepUCTUKAMU — YEeM MEHbILE pa3HUIla
MEXIY JAAMETPOM CHCTEMBI M BBIXOHBIM
natpyOkoMm, TeM OoJjblle CTaOMIbHOCTD
NOJIep)KaHUsT KBAa3WIIOCTOSTHCTBA KOHIICH-
tpauuu. Tak s cucrtemsl 3 CKO nHa 1 cry-
nmeHu cocTaBiigeT 25%, a I CHCTEMBI 5-
17%. Takoe otianuue 00yCIOBIEHO POPMHU-
pOBaHMEM MEPTBOro o0beMa B MPHUCTEHOU-
HOM IIPOCTPAHCTBE, IOTOK B IMPUCTEHOYHOM

cioe copOeHTa MpU PYyYHOM AUCKPETHOM
JIO3UPOBAHUU HEJIb3s1 XapaKTEpU30BaTh Kak
JaMUHApHBIH, 3a CYET 4Yero nepepacrpee-
JIEHHE aHaJIUTa MPOUCXOAUT MEAJICHHEE U
HEpPaBHOMEPHO, UYTO B CBOIO OYEpEab OIpe-
nenser 3¢(GHEeKTUBHOCTh MOIIUTKY aHAIIUTA
Ha MOCIEHEN TEOPETUUECKON Tapeke, OT-
BEYAIOLIEH 33 KOHLIEHTPALMIO HA BBIXOJE U3
cucrembl. Ha pucynke 1 mnpencraBieHa
CX€Ma, WIIIOCTPUPYIOIIas MEXaHW3M pac-
npeneneHuss OydepHOi 30HBI B YCIOBHUAX
pPa3IUYHbIX TE€OMETPUUYECKUX XapaKTepH-
ctuk XJIC.

Cuctremsl 6 U 7 OTIIMYAIOTCS KOHYCOO00-
pa3HbIM HCIOJHEHHEM C TOCTEHEHHBIM
CYKEHHEM, YTO CrIaXuBaeT 3P (eKT mnpu-
CTEHOYHOU MepTBOM 30HBI. [Ipu 3TOM CH-
CTEMBI JKCIUTyaTUPYETCs B peKHUME 00part-
HOM MPOAYBKH: B TOM clly4yae BIUsSHUE Oy-
(depHOIl 30HBI MPOSBISETCA MEIJICHHEE, B
CHJIy TOTO 4YTO MPOJyBaHHE CHUCTEMBI OCY-
LIECTBIIIETCS C TIOMOIIBIO KOMIIpeccopa
(cuctema 7) uIM B Py4HOM pexume (cu-
crema 6), TakKUM 00pa3OM pecypc CHUCTEMBI
yBenu4nBaeTcs (6-8 IMCKPETHBIX BBOJOB Ha
1 cTyneHu KBa3MIIOCTOSIHCTBA), HO 3HAYU-
TEJIBHO YXYAIIaeTCs CTAOUIBHOCTh Ha 2 CTY-
nenu (CKO 25-35%).

[IpemnoxenHbIe MOIX0bI OBLIH apoOU-
pOBaHBl TPU BBINOJHEHUH KOJINYECTBEH-
Horo onpenenenus ['OC o Meroiuke «BBe-
JIEHO-HAIIEHO» C UCIIOJIb30BAHUEM JJIS Ka-
TUOpPOBKU KOH(UTypaluu U pexuMa Kak B
CUCTEMax 2, 5, 7, IpU 3TOM JUIsl IOCTPOEHUS
KaJTMOPOBKM HCIIOIB30BAIUCH 110 3 pa3HbIe
CHCTEMBbI Ha KaXJIbli KaIHOPOBOYHBIN ypo-
BEHb, CHCTEMa 7 UCMOJIb30BAIACh TOJIBKO 110
cTyneHu 1, BapbUpOBaHHE KOHIEHTpAlUU
OCYIIECTBIISUIM YMEHBIIIEHUEM BHOCHUMOTO
aHaJUTa NpH HacklmeHny. Kak BUuaHO U3 pu-
CYHKa 2 OTKJIOHEHHUE OT OIIOPHOTO 3HAYEHUS
(M3BECTHOTO BHECEHHOT'O KOJHMYECTBA) IJIS
cucteM 2 1 7 JUIsl KOHLIEHTPAllUHA YEeThIPEX-
XJIODUCTOTO YTJIEPOAA 8 ppm COCTaBISAIOT
cxoanble 3HaueHus (20.8 u 21.2%), a mus
cucteMbl 5 — 23.2%, s KOHILIEHTpPALUU
5 ppm 115l BCEX CHCTEM COCTABUIIO MOPSIIKA
22-24%, nnist KOHUEHTpauuu 1 ppm st cu-
creMbl 2 — 23.6%, mist cucteMsl 5 — 29.8%,
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Tabmuma 2. Xapakrepuctuku uccnenyeMbix XC msa momydenus ['OC (Ha mpuMepe 9eThIpexxiIo-
PHCTOTO yIIIepoaa)

Table 2. Characteristics of the studied CDCs for the production of GOS (using the example of carbon
tetrachloride)

Cpennee 3Hade-
i ) _ | HHe KOHIIEHTpa- Ilepuon
Ne cn XapaKTepHCTHKH Tpex-noxro LMY aHAJINTA HA | KBa3H-MOCTO- CKO, %
CTEMBI CHCTEMBI TOBKa
BEIXOZIE, Cop STHCTBA
ppm
Hunmaapraeckas 1 crymens — 1 cTymens —
i“pquaTaﬂ CI/I_CTeMaZ 10 ppm 64 | crynens — 10
=220 MM, dei=25 MM; 2 cTymneHs — 2 cTyneHs —
1 2 crynens — 10
n30BITOK aHATINTA 6 ppm 24 3 crvieHn — 12
25 % (mepBast cex- 10 cm>/MuH, 3 cTymneHs — 3 cTyneHs — Y
1Hst) 30 MuH npu 4 ppm 0.54
Hunuanpudeckast 25°C B auna-
1 cTymnens — 1 cTymnens —
TpyOuarast AByXCeK- MHYECKOM
. 10 ppm 69
LIMOHHas cucTeMa: | pexuMe 1 crynens — 10
_ 2 CTyneHb — 2 CTyneHb —
2 cekis - /=50 MM, 2 crynens — 11
_ ) 6 ppm 24
dyy =25 MM; 2 cexus 3 crynens — 12
o 3 cTyneHs — 3 cTyneHp —
— =170 My, 4 oom 054
dy =10 MM PP '
Mubeknuonnas
3 XJMC, =50 mm, OOmmit 1 crynens — 25
a1 =10 MM, 00BeM 2 crymeHs — 28
dy2=1 MM HWHEPTHOTO
Nnbeknmnonnas raza 10 cMm>B 1 crynenp —

4 XIMC, /=50 mm, JUCKPETHOM 1 cTymnens — 4 nuckper- 1 crynens — 22
dyu1=T7 MM, pexume 5 ppm HBIX BBOJIA 2 crymeHs — 25
=1 MM 2 cTymneHsb — 2 cTymneHb —

OO6muit 3 ppm 3 mucKpeT-
Wubexnonnas 00beM HBIX BBOJIA

5 XIMC, =50 mm, HHEPTHOTO 1 crynens — 17
dyu1=5 MM, rasa 8 cM’ B 2 crynens — 20
dur=3 MM" JHCKPETHOM

pexume
WHbeKoHHas Ko- OGuwit 1 eryrens —
HycooOpa3Has ¢ 00-
00beM 1 crynens — 6 nuckper-
paTHBIM 0TOOpPOM
6 XJMC UHEPTHOTO 5 ppm HBIX BBOJIOB 1 crynens — 15
_ * rasza 3 cM’ B 2 cTyTIeHb — 2 CcTyTIeHb — 2 crymeHs — 35
=10 mm, d, =10 HCKPETHOM 3 ppm 3 IUCKpeT
MM, du2=1 MM" JIICKD pp JCKpeT-
Pyunoii BBOI pexxnme HBIX BBOJIA
HHabeknnonHas Ko- OO6mmit
HycooOpa3zHas ¢ 00- 00BeM
1 cTtynens —
paTHBIM 0TOOpOM HMHEPTHOTO | ervieHs — 8 JCKpeT-
XJImC, rasa 3 cM’ B y P
_ 5 ppm HBIX BBOJIOB 1 ctynens — 13
7 =10 MM, JUCKPETHOM
_ 2 cTyneHs — 2 cTyneHs — 2 crynens — 20
A, 1=10 MM, pexxume npu 3 oom ) IMCKDET-
deno=1 MM" aBTOMaTHYE- pp JHCKD
HBIX BBOJIA
aBTOMAaTHYECKOE JI0- | CKOM JIO3HPO-
3UpOBaHUE BaHHUHU

* IMaMeTp BBIXOJHOTO MaTpyOKa

MIPUMEHEHHUS, YTO OOBSICHSIETCS KPOME Me-
XaHU3MOB IIepepacIpeliejICHUs] aHAJIUTA B
CHCTEME IPU MOJYUYEHUH ITIOTOKA ra3a TaKKe

1uist cucteMbl 7-22.8%. TakuMm o6pazom cu-
cTeMbl 2 1 7 Hanbosee 1enecoo0pa3Hbl s
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[lpucmeroyHsll caou

Mepmbeii 00beM

/laMUHGpHBIG NOMOK =

1
< =

Kanunnsp dozamopa

" JoHa Hacsiuenus
TypoynexmHsid NOMOK

a — UHBCKIIMOHHAs CUCTEMa C pa3HUIICH BXOJIHOTO U BBIXOJHOTO MaTpyOka Ooiee 2 pa3

& MEpmbsiti 00bem
X

llpucmeroqnsit crou

/lamurapHsit nomox

Kanunnsp doszamopa

JoHa HacsIyeHus

Typoynenmusid nomok

06— HMHBCKIIMOHHAA CUCTEMaA C paSHPII.IefI BXOAHOT'O M BBIXOAHOI'O Hany6Ka McHee 2 pa3

Puc. 1. CxemaTnyHasi WIUTIOCTPHUPYIOMIAS MEXaHU3Ma pactpeseneHus OypepHoi 30HbI B
YCIIOBUSX Pa3IMYHBIX reoMeTprueckux xapakrepuctuk XJC mis cuctem 4 u 5 (tabnuma 2)
Fig. 1. is a schematic illustrating the mechanism of buffer zone distribution under conditions
of different geometric characteristics of CDCs for systems 4 and 5 (Table 2)

CKO, %

.I IIE

Cuerema 2

dppn
1ppm

1ppm

Cucrema 7

Cucrema 5

a

g §

Cucrena 7

CHKO, %

Cacrema 5

0

Puc. 2. Onenka cpeHero KBaJjpaTHIHOTO OTKIIOHEHHUS pe3ylibTaTa H3MEPEHUsT METO/IOM
«BBEJICHO-HANICHO» TIPH UCIIOJIb30BAaHUU CHCTEM 2, 5, 7 115l KaTMOPOBKH MPH KOJIMYECTBEHHOM
onpeneneHnn ['OC MeTo10M Ta30Boii XpoMaTorpaduu: a — YeTIPEXXIOPUCTHIH YTIIepo;

0 — nepdTop-1,3-TMMETHUITIINKIIOTEKCAH
Fig. 2. Estimation of the mean square deviation of the measurement result by the "entered-
found" method when using systems 2, 5, 7 for calibration in the quantitative determination of
GOS by gas chromatography: a — carbon tetrachloride; b — perfluoro-1,3-dimethylcyclohexane

U BO3MOXKHOCTHIO aBTOMATH3allMH TIPO-
1ecca, 4YTo B 3HAUUTEIHLHOU Mepe MPOsBIIs-
eTcs B 00JacTH HHU3KUX KOHIICHTPAIIHA.
AHaJOTUYHbIE 3aBHCHUMOCTH OBUIM TIOJNY-
YeHBI U1 PTOPOPTaHUUECKOTO COCTUHEHHUS
nepdtop-1,3-AMMETUNIUKIOTeKCAaH — IS
Jnrana3oHa KoHueHTpauui ot 1 go 0.1 ppm
CKO ne npesbimaet 20.3% a1 cuctemst 7,
Ut cucteMbl 5-25%. Cuctema 2 B JaHHOM
ciy4ae Oblia UICKTFOYE€HA BBy 3HAUUTEIb-
HOTO XOJIOCTOTO pEXHUMa paboThl, TIO-
CKOJIBKY JUTSI TIOJIYYeHHS MHOTOTOYEUHOM
KaTMOPOBKH HEOOXOIUMO JTMHAMHYECKOE
pOJyBaHHE B TeUeHUE 8 1 O0Jiee 4acoB, UTO

HE COOTBETCTBYET TPEOOBAHMIM IKOJOTHY-
HOCTH.

3akjaouyeHue

CoBpeMeHHbIE  Ta3oxpomarorpadude-
CKHE TPHOOPHI JIEMOHCTPUPYIOT BBICOKHE
aHAJIMTMYECKHE KadecTBAa C TOYKH 3PEHHUs
YyBCTBUTEIHLHOCTH, CEIEKTUBHOCTH M JKC-
IIPECCHOCTH aHanu3a. BHeapenne MOMC-
TEXHOJIOTUH ISl M3TOTOBIICHUSI CUCTEM JIe-
TEKTUPOBAHMSA, pa3leNeHUs, YIpPaBICHUS
MIOTOKaMH ra3a 00ecreunBaroT MUHHATIOPH-
3alMI0 ra30XpoMarorpagpuyeckiux aHaIuTH-
YEeCKMX KOMIUIEKCOB M PACHIMPEHHE BO3-
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MO>KHOCTH MX MPUMEHEHHUs ISl BHEnabopa-
TOPHOTO aHalu3a, oOecredYeHue KOTOPOTro
TpeOyeT TakKe BO3MOKHOCTH KAJIIUOPOBKH B
MOJIEBBIX YCIIOBHSIX, OTBEUYAIOIINX METPOJIO-
THYECKUM TpeOOBaHUSIM U TpeOOBaHUIM
MOPTATUBHOCTH, MPOCTOTE (PYHKIIMOHUPO-
BaHUs U dKoJoruyHocTH. [Ipumenenue xpo-
MaTO-AeCOPOIIMOHHBIX CUCTEM IS TIOTyde-
HUS KaJTMOPOBOYHBIX CMECE! B 3TOM Ciyyae
SIBIISIETCS MIEPCTICKTUBHBIM METOJIOM JJISI T10-
ayuenust 'OC B quanazone menee 10 ppm.

Pecypc v mpon3BOAMTEIHLHOCTS XPOMATO-
JECOPOLIMOHHBIX CHUCTEM OIpeAeNsieTcs He
TOJIEKO PEKMMOM IKCIUTyaTalluu: TeMIepa-
Typa, pacxoj rasza, YCJIOBHs HACBILICHUS U
MPEIIOATOTOBKH, HO M MEXaHU3MOM Qop-
mupoBanus OydepHoii émkoctu. B pabote
MoKazaHo, uyTo OydepHoit EMKOCTH B 3HAYH-
TEIbHOW CTENEeHU OMpEeAeNsieTcs T'paJueH-
TOM KOHIICHTPAIlMU B HA4aJIbHOW YacTH CH-
CTEMBI, IPU STOM TPAJUEHT KOHIICHTPAIUH
MOET OBITh 00ecreyeH He TOIBKO KOoJInye-
CTBOM HAHECEHHOTO aHAlUTa, HO U FeOMeT-
PUYECKHUMH OCOOCHHOCTSIMU CUCTEMBI: ISt
[UIMHIPUYECKON CEKIIMOHHOW CHCTEMBI,
UCTIONIb3YEMO B JUHAMHYECKOM PEXKHUME,
OydepHass éMkocTh (QopMUpYyETCS 3a CUeT
Pa3HOCTH Macc copOeHTa, 4TO 0 AP HEKTUB-
HOCTH aHaJIOTUYHO 25% rpaIueHTy KOHIICH-
TpalMy B HAdalbHOW YacTU CHUCTEMBI MPHU
paBHOI Macce aHanuTa u copoenra. [Ipume-
HEHUE CUCTEM JIaHHOH KOHUTYpaIHH 1efe-
co00pa3Ho B J1a00paTOPHBIX YCIOBUSX MPHU
HAJIMYUU CTAllMOHAPHOM CHUCTEMBI MOJrO-
TOBKHM Ta3a U TEPMOCTATa, YBEIIMIUBAS TEM-
neparypy I1ecopOIrH MOKHO BIIUATH Ha BbI-
XOJHYIO0 KOHIIEHTpanuio aHamuta. OgHaKo
UMEET MECTO NPOJODKHTENbHBIA TMEePUOT
XOJIOCTOH paboThI, MOCKOJIBKY JIJIS TTOTyde-
HUSL MHOTOTOYEUHON KaTMOpPOBKH HEOOXO-
JUMO JIMHAMHWYECKOE TIPOJyBaHUE B Teue-
Hue 8 u 6osiee 4acoB, 4TO HE COOTBETCTBYET
TpeOOBAaHUSAM SKOJOTUYHOCTH. I BHENA-
OOpaTOPHBIX YCIOBUN OOJBIIYIO MPUTOA-
HOCTB JICMOHCTPHPYIOT

XJAC MHBEKUHOHHOTO THIA, SKCILUTyaTH-
pyeMble B JMCKPETHOM pEeXHUME, MOKa3bl-
BaloT OONbIIyI0 3PGEeKTUBHOCTH (OO0bIIe

CTaOWJIBHOCTh MOJICP>KaHUS KBa3UIIOCTO-
SHCTBA KOHLEHTpanuu u MeHbiiee CKO
KBa3UIIOCTOSHHOM KOHIIEHTPAlMU) — YeM
MEHBUIE pa3HUIA MEXAYy IUaMETPOM CH-
CTEMbI ¥ BBIXOJHBIM MaTpPyOKOM, 4YTO 00y-
CJIOBJIEHO (POPMHPOBAHHUEM MEPTBOTO 00B-
€Ma B IPUCTEHOYHOM IPOCTPAHCTBE, 3a CUET
4ero IepepacupeieiecHe aHajluTa IPOouc-
XOAUT MEJUIEHHEE M HEpPaBHOMEPHO, 4TO B
CBOIO ouepenapb omnpenenser 3pPpekTuBHOCTh
MOJIIUTKY aHAJIUTa Ha MOCIeIHEeH TeopeTH-
YECKOM Tapenike, OTBEYAIOlIe 3a KOHIICH-
TPaLMIO HAa BBIXOJIE U3 CUCTeMbl. B Takux
cHCTeMaxX ONTHMAJbHBIM SIBISIETCS HE 00-
jee, 4eM JABYKpaTHOE IPEBBIIICHUE -
MeTpa TpyO4YaTod MPOTOYHON CHCTEMBI U
BBIXOJIHOTO aTpyOKa sIBJISETCS.

B X/IC konycoobpa3Hoit Gpopmsl C mo-
CTEIIEHHBIM CY)KEHHEM HMMEET MEeCTO CIJa-
xuBaHue 3¢ dexra NpuCTeHOUHONW MEepTBOU
30HBL. [Ipu 3TOM B ciydyae MHUHMATIOPHBIX
pa3MepoB cUCTEMA MOXET 3KCIUTyaTHpO-
BaThCsl B PEXHME OOpaTHOW NMPOIYBKH: B
ATOM clly4ae BiusiHue Oy(depHOit 30HbI Mpo-
SBJIAETCS. MEJUIEHHEE, PECYPC CUCTEMBI YBE-
nuuuBaetcs (6-8 AMCKpeTHBIX BBOJOB Ha 1
CTYIIEHM KBa3UIOCTOSIHCTBA), HO 3HAYU-
TEJIHO YXYAILIAeTcsl CTaOMIBHOCTD Ha 2 CTY-
niean (CKO Bo3pacraer 10 25-35%).

Anpobanusi NpeasokKeHHbIX MOAXO0JI0B
IIpU BBINIOJIHEHUU KOJIMYECTBEHHOI'O OIpe-
neneHuss ['OC mo MeTonuke «BBEIEHO-
HalJeHO» Ha MPUMEPE YETHIPEXXJIOPUCTOTO
yriepoja (B AMana3oHe KOHUEHTpauui 8-1
ppm) mnoxkazana 3¢¢GEeKTUBHOCTh MPUMEHE-
HUS XpOMAaTO-J€COPOIIMOHHBIX CUCTEM B [T~
HaMUYECKOM DPEKUME M WBHEKIMOHHBIX CH-
CTEM B JUCKPETHOM PEKUME C aBTOMaTHUe-
CKUM j103upoBaHueM. OTKIOHEHHUE OT OIop-
HOro 3HaueHus He mnpesbimaer 20-24%.
AHaNOruyHble 3aBUCHMOCTH ObUIM TMONY-
4eHBbI I PTOPOPraHUYECKOT0 COSTUHEHHUS
nepdtop-1,3-qumerunuukiorekcad (s
Juana3oHa KoHueHntpauuii ot 1 1o 0,1 ppm).
Takum 00pa3oB NMpPUMEHEHHE XPOMaTo-[e-
COpPOLIMOHHBIX CUCTEM ISl TIOTY4YEHUs Ta30-
BBIX CMecel U3BECTHOT'O COCTaBa IeJIeco00-
pa3Ho, IpU BBIOOPE KOHPUTYpAIUH VIS T10-
BbIIIEHUA A(P(EKTUBHOCTH HEOOXOAUMO
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YYHUTBIBATb HC TOJILKO (baKTopr IIPpOU3BOIU-
TCJIBHOCTH CHUCTCM, HO U HUX T'COMCTPHUYC-
CKHUC XAPAKTCPUCTHUKMU.

Konduukrt narepecon

ABTOpBI 3asBJIAIOT, YTO Y HHUX HCT H3-
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