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Pe3srome

Onucau metoa asymepHoii I'X ana aHanusa

Kucnopoacoaep KaLMx npucafok u apomMaTnyeckux BeLecTB B
6eH3uHe. B atom metoge ucnonb3ayerca cucrema X Agilent
6890N, ocHawenHaa nepeknioyarenem Deans ana
OMHaMHMYecKoro nepeHoca onpeaenaembIX BewecTs U3
6eH3MHOBOI MaTpULLbl B LONONHUTENbHYH KONOHKY ANA ra30BOM
xpomarorpatpuu. [lannaa metoauka no3sonAer ynyylumutb
pa3spewwenue, Gnaroaapa yemy obecneunBaerca nonHoe
pa3peneHue KUCNOPOACOAEPKALLUX UMK apOMaTUYECKUX
COeMHEHUN 1 YINeBOA0POAHOI MaTpuLbl. YHUKaNbHaA
KOHCTPYKLMA YCTPOMCTBA ANA BbIpe3aHua Xpomarorpathuueckoro
nUKa AaeT BO3MOXKHOCTb GbICTPO M NPOCTO HAaCTpauBaTb MeTop,
npu onpeaenesuy BpemMeHu nepeHoca. INeKTpoHHbI perynarop
naenenua (IP[) Agilent 6890N, ucnonb3yemMbiit B saHHO
cucTeme, rapaHTUpYeT BbICOKYH) TOYHOCTb BPeMeHH
yaepkuBanua, obecneynatowyto 6onee y3kue 3HaueHua
BpeMeHM NepeHoca AnA Ny4iero pa3peLeHna u Konn4yecTBeHHo
TOYHOCTH. ITa KOHCTPYKLUA TAK)KEe 3HAUNTENBHO COKpALLAeT
aKTMBHOCTb CUCTEMbI, KOTOpaA MOXKET NPUBECTH K HENONHOMY
3NUPOBaHUIO U NNoXoi thopme NMKOB, NOBbILIAA A0CTOBEPHOCTb
pe3ynbTaToB ANA HU3KNUX KOHLEHTPALIMIA NONAPHBIX NPUCALOK.
Moka3sana npeBocxopHan achdekTMBHOCTL KanubpoBKU U
KONMYECTBEHHOTO ONpefeneHna AaHHoi cUcTeMbI AnA
HECKOJbKNX PacnpocTpaHeHHbIX KUCIIOPOACOAEP KaLLMX
npUcagok U apomarndeckux coegunenuii. lMpeacrasnenublit IPL,
I'X Agilent 6890N no3sonaer noBbLICHTL NPOU3BOANTENLHOCTb 32
CYEeT yMeHbLUEHUA BPeMeHU aHan13a ¢ NoMOLLbI0 METOANKH
obparHoi npoayBKH.

W apoMaTU4ecKuX cCoeaUHEeHMn MeTo40M
° . ABYMepHoO# ra3oBoi xpomarorpacumu

Hedhrexumuueckaa npomMbilneHHocTb, o6ecneyenmne u (unm)

°
® KOHTpOJIb Ka4yecTBa Ha npoM3BoACTBE

Bsepenne

BeHsuH mpeacTaB/sieT COO0H CI0KHYI0 XUMUYECKYHO
cMech, KOTOpas COAEP:KHUT HU3KOKHUILALIHE
apoMaTHYecKrue COeMHEHHI WM IOJIAPHBbIE MPUCATKH,
HanpuMep 3(UPbI WA CIIHPTHI, UCIOJIb3yeMble

IIS TIOBBIIIEHUS SKCIUIYyATAIMOHHBIX XapaKTePUCTUER
¥ yMeHbIIeHHs BbIOpocoB. KosmuecTBeHnHOE
olpejesieHre dTUX IIPHUCALOK METOJOM I'a30BOKI
XpoMaTorpaduu 3aTPyJHATEIbHO H3-38 OTCYTCTBHUS
eIMHCTBEHHOU KOJIOHKH, IO3BOJIAIOIIEH OBICTPO U
ITOJTHOCTBI0 Pa3[ie/IuTh IieJIeBble BeIlecTBa U3
CJI0KHOI YIVIEBOMOPOMHON MATPHIILI. [[ByMepHas
rasopasg XpomMaTorpadus MOXKET PEeIINTb 3Ty
po6J/eMy G/1arofaps HCIOJIb30BAHUI0 IBYX KOJIOHOK
m1a I'X ¢ pasHOU CeJIeKTUBHOCTBIO /1A yBEeJTUIEHUS
001ell paspelarnei crrocoGHoCTH MeTona. JBe
KOJIOHKH COEeIMHEHBI C ITOMOIIBI0 MEPEKTHYATeNd,
KOTOPBIA IIEPEHOCUT HepaspelIeHHYI0 YacTb
XPOMATOI'PAMMbI, STIOUPOBAHHYI0 H3 IIePBOI
KOJIOHKH, Ha [IOIIOJIHUTE/bHYIO KOJIOHKY, IZie

MOKHO JOOUTHCS IIOJHOTO Pas/ie/IeHusl.

AMepHKaHCKUM OOIIEeCTBOM II0 HCIBITAHHAM U
Marepuaiam (ASTM) paspadoTaHO HECKOJIbKO
METOJIOB aHaJIN3a KHCJ0POCOIEPKAINX U
apoOMaTHYeCKUX COeIUHEHHH B OeH3MHEe Ha OCHOBE
neymepuoii I'X [1, 2]. B kadecTBe ycTpo#cTBa I
nepeHoca B 3TUX MeTOJaX HCIOJIb3yeTcs KpaH JId
neperJrYeHnd rasa. J[Jid sTuX HaJeKHbIX U
LIAPOKO PACIPOCTPAHEHHBIX METOMIOB TPEeGYIOTCS
JIOPOTOCTOSAIIE BHICOKOKAYECTBEHHbIE KPaHBbI,
CII0COOHBIE 00ECIIeYUTh XOPOIIyI (hopMy
XpoMmaTorpauiecknx MUKOB. ITH KPaHbI TaKKe
HYKJQIOTCA B PEryJIAPHOM OOCIIy:KMBAHUH C
00s3aTe/IbHBIM BBIK/IIOYEHUEM CHCTEMbI /IS
PEMOHTA WJIM 3aMeHbI.

Agilent Technologies



AJIbTepHATUBON YCTPOMCTBY HA OCHOBE KpaHa
ABJIAETCA WCIIOJb30BAaHIE CTPYHHOTO
IePEKTI0YATE)I, KOTOPBIH CEJIEKTUBHO OTBOIUT
IIOTOK Yepe3 OCHOBHYIO KOJIOHKY C JIeTEKTOpa Ha
JIOIIOJTHUTEJILHYIO0 KOJIOHKY, MCKJII0Yad KOHTAKT
MPOOBI € MEPEKIYANAM 000pyIOBAHUEM. OTOT
THII YCTPOUCTB MMEHyeTCs IepeksarodaresieM Deans
U CJIYKUT OCHOBOHM JBYX METOMOB, OITyOJTUKOBaHHBIX
EBpoIrefckuM KOMUTETOM II0 CTaHIApTH3AIUN
(CEN), mj1a ompejie/ileHHd KHUCI0POJICOIePIKAIIIX
coerHEeHNI U OeHsoJia B OeHsuue [3, 4]. O6/1acTh
IIPUMeHEeHHUs 9TUX METOI0B OXBATHIBAET
KoHIleHTpanuu 6enHsosa ot 0,05% (06.) mo 6% (00.)
U OTIEJbHBIX KHUCIOPOACOAEPKAIINX OPraHUIECKIX
coemuuenuii ot 0,17% (macc.) mo 15% (macc.).

JkcnepuMeHTanbHaAa yacTb

KoHcTpykuua cucrembi

Ha puc. 1 nmokasana cucrema I'X Agilent 6890N,

B KOH(UTYpAIHI0O KOTOPOH BXOIUT IEPEKTI0YATE b
Deans. O0paser| OeH3sHHA BBOOUTCS B HUCIAPUTE/Ib C
JeseHneM W 0e3 JieJIeHHs IOTOKA U IOBEPraeTcs
HavaJIbHOMY pasfiesieHuio Ha nepBoi Kos1oHKe TCEP.
Korma cTpyiiHBIA IEpeK/IIYaTe/ b HAXOTUTCA B
TOJIOKEHUH «BbIKJLy, GJIOK YIIPaB/IEHHSI ITHEBMATHKOMN
00€eCIIeYuBaeT MOTOK TeJIUS CO CKOPOCTHIO 4 MJI/MHUH
Yepe3 HUKHUE COEUHUTE/bHbIE KAMNJIIAPEI.

3 Mn/MuH

IIpu sTom uepes kosoHKy DB-1 mogaercsa 3 mJ/MuH
resuda. OcraBuuiica 1 MJI/MHH OTBOIMTCA Ha BBIXOJT
rkosioakn TCEP, B pesysibrare dero mnojBm:xkHad ¢pasa
rkosioakn TCEP nampas/isgerca na I[IH]] (mmamenHo-
MOHU3AIMOHHBIA JIeTEKTOpP) A.

Ha puc. 2 mokasaHpl COeUHUTEIbHbIE KAMMJIIPBI
IIpU [lepeHoce XpOMaTorpaduyueckoro Mmuka
IMOMOIIbI0 Tepek/royaTesia Deans. HemocpeacTBeHHO
repeJT 3JII0NPOBAHUEM HHTEPECYIOIUX ITHKOB

n3 koJoHKN TCEP cTpydHBIH mepekIrdaTesb
IIePEBOIUTCA B I0JI0KeHHe «Bks.». Temeph resuit

u3 GJIOKA YIIPaBJIEHWS MHEBMATHUKOU HAITPABJIAETCA
Yepe3 BEPXHHE COEIMHUTEIbHbIE KAMWLIAPHI, TaK
YTO0 3 MJI/MUH IIPOXOJHUT Yepe3 OrpaHuIUTE/Tb,

a 1 MJI/MUH OTBOOUT HepaspellleHHble MUKW U3
kosionkn TCEP Ha kosoHKy DB-1 pjid pasmesieHus
n oouapyxenus B I[IU]] B. Ilocoe sarpysku sTux
IUKOB B KOJIOHKY DB-1 CTpyHHBIA IEpeK/TI0YaTe b
BO3BpAIllaeTCs B IMOJIOkKeHUe «BbIKJ.», II09TOMY BCe
nuky, ocrasimecs B kojoHke TCEP, BbIMbIBaroTCa B
IIAII A. 9TOT mporecc HePekIIYeHns MOKET ObITh
MHOTOKPATHO ITOBTOPEH B TeYeHHE aHaJIN3a, Tak
4TO APyrue HepaspelleHHble MUKH OTBOIATCA C
kostonkn TCEP Ha kosonky DB-1. Bpemsa crpyitHoro
MTEPEKJIIOUEHNS aBTOMATHYECKU YIIPABJIAETCA C
MTOMOIIBI0 TAOJIHMITBI XPOHOMETPUPOBAHHBIX COOBITHH.

CrpyiiHaa npoayska ucknoyaer
BO3MOXHOE HEMOIHOE 3MionpoBaHne
1 NO3BONAET YNYYLLNTL (HOPMY MHKa.

nmaA

Kopotkuii y3kuii orpaHuuutens OrpaHuumtens |

n06aBnAeT HecyLUecTBeHHOe
2 Mn/MuH _}

CrpyiHas
npoAyeka

Bpema 3agep>xku mexay TCEP v N[

CrpyiiHbiii nepekntoyatens (BbIKI.)

/

Wcnapurens ¢ nenennem T~ bnok ynpaBnexua
1 63 fieneHna notoka NHEeBMaTHKON
3.1 Gap 1,79 6ap
TCEP
1 mn/muH 4 mMn/mMuH
3mn/mun - < <
nmaB

DB-1

Pucynok 1. Kondurypauua nepekniouarena Deans Ha X Agilent 6890N nna ananu3a 6eH3ona u Kucnopoacoaep Kalmx NpUcanoK B
cootBeTcTBMM ¢ MeTogamu EBponeiickoro komutera no crangapu3auumn (CEN) EN 12177 u EN 13132. B atom pexxume
CTPYiHbIV NepeKntoYaTenb HaXoAUTCA B NONoXKeHun «Bbikn.», noatomy nepeHoc nuka He npoucxoaut. XXupHbiMu
CTpenKamu noka3aHbl COEAWHUTESNIbHbIE KaNnUNNAPbI MYTH NoAaYM Npobbl.



3 Mn/mMuH

nna A - -
1 mMn/mMuH 4 mMn/mun
Orpanunuurens CrpyiiHbIii nepekntoyatens (Bkn.)
Wcnapurens ¢ genennem 2 mn/MuH | bnok ynpaBnenuna
n 6es AeneHua noToka - NHeBMaTuKomn
3,1 6ap l 1,79 6ap
TCEP CrpyiiHasn
npoayska
4= 3vn/vm
nmnaB
DB-1

PucyHok 2. B atom pexxume cTpyiiHbiii nepeknioyarenb HaxoauTcA B nonoXXeuun «Bkn.», noaromy norok u3 6noka ynpasnenua
NHeBMAaTUKO NPMBOAMUT K NepeHanpasneHuto noroka yepe3 konoHky TCEP na konouky DB-1. XKupHbimu ctpenkamu
NoKa3aHbl COeAMHUTENbHbIE KaNUNNAPbI NYTU NoAa4y Npoobl.

Kucnopogconepykawme u apomaruyeckue coeMHEHUA B
6eH3uHe

CBefieHus 00 0GOPYIOBAHUM CHUCTEMBI I 9TOTO
aHa/IM3a MpeJicTaB/IeHbl B Tabure 1, a ycooBus
MPOBENEHHsI aHAJIN3A IePEUNC/IeHbI B Ta0/IHIEe 2.
3HaYeHUs BpPeMEeHH YIep:KUBAHUSI B KOJIOHKE
TCEP m BpeMeHHU mepeHOCA /I OTIETbHBIX
KHCJIOPOJICOJIEPIKAITUX U apOMaATUIECKUX
COeTMHEHUH OIIPe/IeIAIICh I[yTeM BBOJIA
CcTaHJapTa CMeCH JijId KBaJIA(UKAITINA
uneHTudukaropos D4815 npu cTpyiiHOM
Ieper/rouaTese, yCTAHOBJIEHHOM B MOJIOMKEHUE
«BbIKJI.» Ha MPOTSKEHUN BCEro aHAJIN3A.

B TaGsuiie 3 mepedyunc/ieHbl 3HAYEHUsT BPeMeHU
yIep:KuBaHUA Kaxkaoro nuka B KosoHke TCEP,
BPEMEHH YIeP:KUBAHUA KaKIOTO ITHKA,
nepeHeceHHOTro Ha KoJoHKY DB-1, a Takmxke BpeMms
Hava/la M OKOHYaHHUA IepeHoca. [Ipu 3amanuu
3HAYEHUU BPEMEHH IT€PEeHOCa BaxKHO HCIIOJIh30BAaTh
CTaHIAPT, KOTOPBIH COMEPKUT MAKCHMAJIbHYIO
KOHIIEHTPAIIAIO IeJIEBBIX BEIECTB, KOTOPhIE MOTYT
OKHMIATHCA B Ipodax, 6e3 Imeperpysku KoJIOHKH. Ilpu
reperpyske KOJIOHKH HeoOXOIUMO CKOPPEKTHPOBATH
COOTHOIIIEHUE JieJieHuA W (WJIM) pasMep BBOTUMOM
MpoObI I HOIEPKKN MpHeMIeMoi (POPMbI ITHKOB.
ITO TapaHTHPYET, UTO BpeM:A IePeHOCa OKaKeTCd
JIOCTATOYHBIM /11 MaKCHUMAJIHHON IIMPUHbBI ITHKOB,
KOTOpPBIE MOTYT ObITh OOHAPYIKEHBI.



Ta6nuua 1. Kondmrypauua annaparubix cpeacrs Agilent 6890

CranpaprHbie annaparsbie cpeactBa X Agilent 6890

G1540N
Onuma 112

Onuua 210 (ase wr.)
Onuma 309
SP12310-0098

G2613A

Konouku

OcHoBHaA KonoHka
[ononuutenbHaa KonoHka

Cucrema 06paboTku gaHHbIX
G2070A

'X Agilent cepun 6890N

KanunnapHbli UCNapuTenb C AefleHnem u 6e3 aeneHna notoka ¢ CUCTEMOIA ANEKTPOHHOIo
ynpaBneHua NHeBMaTUKOM

M ¢ cuctemoii 3NeKTpOHHOTO yrpaBeHWA MHeBMaTUKOM
610K ynpaBneHua MHEBMATUKOM C CUCTEMOM 3MEKTPOHHOTO YNpaByieHNA MHEeBMaTUKOM
cneuumanbHaa KOHMUrypauma npoaykTa, BKIoyatoLan:

OCHOBHYHO KONOHKY (CM. HUXe),

JIOMOMHUTENbHYIO KOMOHKY (CM. HUXE),

npe/ABapuTeNbHO YCTaHOBNEHHYIO CUCTEMY COeAMHEeHUI U annapaTHble Cpe/cTBa,
PYKOBO/CTBa M0 aHanu3atopy,

mertoa,

CMECb ANA KOHTPOJIbHbIX UCMbITAHUIA.

asrocamnnep Agilent 7683

kanunnapHaa kononka TCEP, nnenka 0,4 mkm, 60 m X BHyTp. Anamertp 0,25 mm
kanunnapHaa konoHka DB-1, nnewxka 0,5 mkm, 30 m X BHyTp. Anamerp 0,25 mm

MHorogyHkumoHanbHoe M0 Agilent ChemStation, Bepcua A.08.01

MononuurenbHble pacxopHble maTtepuanbl

5182-3442

5182-0875

5183-4647

Cranpaprbl 1 06pa3ubl
47213%

4815-0XYCAL*
DCK-2-(10)"
DCK-3-(10)"

5580CAL"

5580DCK*

centa Merlin Microseal Bbicokoro aaBneHus
LNpuL, aBTocamniepa ¢ hukcMpoBaHHoW NpaMoi urnoit o6bemom 5 mkn ana Merlin Microseal
nanHep ucnapuTena, oNTMMU3NPOBAHHbINA Af1A onepauun passeneHus

CMecb MAEHTM(UKATOPOB NUKOB ANA KonudecTBeHHoro onpeaenenna D4815
KanubpoBoYHbIi Habop ANA KMCopoAcoAepKallux coeanHennit 4815
KOHTponbHaa npoba MTB3

KOHTpornbHasA npoba 3taHona

KanuMbpoBoYHbIM Habop AnA apoMaTUyeckux coeanHeHuii 5580
KOHTpOMnbHaA Nnpoba apomaTuyeckux coeanHernii 5580

# [loctynHo B komnanuu Supelco, Supelco Park, Bellefonte, Mexcunbeanua 16823-0048, CLUA
* NoctynHo B Spectrum Quality Standards Inc., n/a 2346, Sugarland, Texac 77487-2346, CLUA

Tabnuua 2. Ycnosua npoBegeHua aHanmsa

[Mopt ana BBoZa Npo6bl ¢ AeneHueM u 6e3 feneHns notoka

Temneparypa

[aBnexune

KoadhdmumeHT aeneHna notoka
Motok yepes konouky TCEP
bnok ynpaBnexua nHeBmaTtuKoii
[MoTok yepes konouky HP-1
Temneparypoi MMA[

225°C

3,1 6ap, renuii

300:1

2,0 Mn/MUH, pexxnm NoCTOAHHOTO AABNEHMUA
1,79 6ap, renuii, pexxum nNocToAHHOTO AaBNeHuA
3,0 mn/muH

250 °C

lporpamma Temnepatypbl Tepmoctata 40 °C 3a 6 muH, 5 °C/mun go 120 °C, 120 °C 3a 20 muH



Ilocsie ompefesieHus BpeMEHU YIeP:KABAHUA U
BpEeMEHHU IepeHoca [JId OMpeesIaeMOro BellecTBa
BBIIIOJTHAETCST aHAJIU3 XOJIOCTOH IPOObI MATPHUIIBI C

HCIIOJIb30BAaHUEM STHUX 3HAUYEHUI BpeMeHH IIepeHoca.

OTO IIO3BOJIAT OIPENE/IUTD JIF0ObIE BO3MOKHbIE
IMOMEeXU OT MAaTPHIIbl, HEe paspelleHHbIe Ha
JTOTIOJTHUTE/IbHOM KOJIOHKe. B mamHoW padore B
KavyecTBe MaTPHUIIbI JJIA KUCTOPOACOIAEPIKANTUX U
apoMaTHYeCKUX BeIeCTB MCIIOJIb30BaJICA OEH3UH
RFA (Accornuanys BO30OHOBJISIEMBIX HCTOUYHHKOB
TOILINBA). BhLIN IIPOaHAJM3HPOBAHBI 00PA3IIbI
JAHHOTO OeH3MHA 6e3 KHCIOPOLCOAEPIKAIIIX
MIPHUCAJIOK C HCIOJ/JIh30BAHHEM 3HAUYEHUN BpPEMEHH
IepeHoca, MpUBEeIeHHBIX B TA0/IUIE 3.

KosmmuecTBeHHBIA aHAIU3 KHCJIOPOJICOIEPIKAIIIX

1 apoOMATHYECKMX COeIUHEHHI B GeHsmHe RFA

ObL/I BBIMOJIHEH C HCIIOJIb30BAHUEM KOMMEPYECKHX
KaJIMOPOBOYHBIX CTAHAPTOB, II€PEUYUCIEHHBIX B
Tadsuie 2. [lpu aHaause KHCIOPOACOAEPKAIIIX
COeTMHEHNH B KayecTBe BHYTPEHHEIO CTaHJapTa
JT00ABJIAJIOCH 5 BECOBBIX IIPOIIEHTOB JIMMETOKCHITAHA
(DME). B kadecTBe BHYTPEHHErO CTaHIAPTA

P aHaJIu3e apOMATUUYECKUX COeTMHEHUN
HCITI0/1b30Ba/Ioch 10 BeCOBBIX IIPOIIEHTOB
2-rekcaHoHa. YP@PEKTUBHOCTh KOJINYECTBEHHOIO
ompefie/IeHUs MeTOo/la U3MePSAIAch C HCIIOIb30BaAHUEM
KOMMEPYECKUX CTaHJAPTOB C M3BECTHHIMU
koHrenTparuamu MTBD, sTaHosa, 6eH30/1a, TOIYO0JIA,
TIJIOEH30/Ia U OPTOKCH/I0a B OeHsuHe RFA.

Ta6nuua 3. 3Hauenna BpeMeHU yaep>XxuBaHuA U BpeMeHU nepeHoca nuKa Kucnopoacopep>xawmx u apoMatmyeckux

coepuHeHwii B 6eH3nHe

Coepunenune BY TCEP (mMun) Hauano nepexoca (MuH) OkoHuaHue nepeHoca (MuH) BY DB-1 (MuH)
anna 5,209 515 544 7117
3Tb3 5,388 5,35 5,61 7,448
MTB3 5533 548 5,76 7,158
TAM3 6,436 6,37 6,72 8,896
Mertanon 9,295 9.21 9,72 10,339
t-byraHon 9,358 9,26 9,64 10,592
AuertoH 9,698 9,57 10,10 10,850
MN3onponaxon 9,986 9,89 10,34 11,147
Benson 10,251 10,14 10,60 11,996
JraHon 10,302 10,22 10,58 11,400
t-Amunosblii cnupt 12,676 12,55 13,17 14,128
s-byranon 12,873 12,77 13,28 14,191
OM3 (BHyTp. cTaHa.) 13,393 13,31 13,62 14,937
n-Mponaxon 13,414 13,30 13,75 14,635
Tonyon 13,521 13.41 13.90 15,587
i-byraHon 14,740 14,63 15,05 16,076
MWBK 14,946 14,82 15,32 16,636
n-byraon 16,964 16,86 17.30 18,309



Pesynbratbl u 06cyxaeHnue

Hcro/ib30BaHHAS B HACTOSAIIEH padoTe KOHCTPYKIUS
IMOK/II0OUEHHUs Iepek/rodareas Deans oGecredynBaeT
PA IPerMyIIeCTB [Jisd PaspadoTkd u 3pPEKTHBHOCTH
MeTo/a. Bo-TIepBbIX, OTPAHUUYUTEb MEKIY KOJOHKON
TCEP u IIH]] A mosBoJigeT co3gaTh OJUHAKOBOE
obpaTtHoe maBieHue B kosoHkax TCEP u DB-1.
Bsraroapst aToMy ynaeTcs T0OUTHCS COTJIACOBAHHBIX
3HaYeHWH BpeMeHH yep:KuBaHud B KosioHkKe TCEP
MPU TIOJIOKEHUU CTPYWHOTO IepersodaTesa «Bra» u
«BBIKJI». DTO TIOMOTAET MOIePKUBATD
BOCIIPOM3BO/IMIMbIe 3HAUEHUS BPEeMEHH Hauyaja 1
OKOHYAHHUS IepeHoca XPOoMaTorpaduueckoro Mmuka.
OrpaHuymTe b NpPEIHASHAYEH TaK#EKe /11 00ecIeueHmnsa
HECYIIIeCTBEHHOTO BPEMEHU 3a/IePKKU MEKITY
rostoukorr TCEP u IIU]] A, 4ro ympoinaer
olpefie/ieHre BpeMeHHU IepeHoca. [Ijia aToro Tpedyercs
TOJIBKO BBITIOJTHUTH AHAJIN3 TECTOBOH CMecH,
cofiep:Kaleldl ompesiesiseMble BEIeCTBa, HA KOJIOHKE
TCEP co cTpyHHBIM Iepek/IIovaTesIeM,
YCTAHOBJIEHHBIM B I10J10%eHHe «BbIk/L» (6e3 mepeHoca
XpoMaTorpaduyeckoro nuka). Bpemsa navasa u
OKOHYAHHUS D/TIOMPOBAHUA KAKIOTO MUKA U3 KOJOHKU
TCEP MokHO 3aTeM HCIIOJIb30BATh Kak BpeMs Hadasa
U OKOHYAHUA IepeHoca XpoMaTorpaduueckoro muka.
Ha puc. 3 mokasaH THIIWYHBIA Pe3yJsIbTaT IPH
nepenoce nmuka MTBES ¢ kosmonku TCEP Ha KOJIOHKY
DB-1. Ha BepxHell XpoMmarorpamMme II0Ka3aHO, YTO
MTB®S »amoupyercd us kojionkn TCEP B mHTepBasie
MexIy 5,48 u 5,76 MUH U OBICTPO TepefaeTca vepes
pesuctop B I A. Ha cpegHeii xpomMaTorpamme c
HCIIOJIb30BAHMEM JTOTO BPEMEHU 3JIIOMPOBAHUA B
KaJyecTBe BpeMEeHH IepeHOoca IHKA I0Ka3aHO, UYTO Bech
MTBES otBoguTcs Ha KoaoHKY DB-1 mid 3aBepmieHusa
XpoMaTorpauIeckoro aHajnsa (HUKHAL
XPOMATOIpPaMMa).

JpyruM MpeuMyIecTBOM KOHCTPYKIIAU COeTHHEHUN
SABJIAETCA «CTPyHHAA IMPOAYBKa» MKy BepXHEU H
HIUKHEH BETBAMHU COEIUHUTE/bHBIX KAUJUIAPOB OJIOKA
yIpaB/ieHus THeBMAaTHKOH. Takoil HeOOJIBIION ITOTOK
re/iusl UCKJII0YAeT HAJIMYNe JII0ObIX HEBBITECHIEMbIX
00'beMOB, KOTOPbIe MOIYT OTPHIATEIbHO CKA3bIBATHCS
Ha pe3y/IbTaTax aHajms3a. B caydae MOIIPHBIX
COeMIMHEHNH, TaKUX KaKk MeTaHOJ U 9TaHOJ,
aKTHBHOCTb CHCTEMbI U HEBBITECHEHHBbIE 00'HEMBI
MOT'YT IIPUBECTH K 3HAYUTEIBHOMY Pa3sMbITHIO

XBOCTA MMHKA, YTO OyIeT CKa3bIBAThCA HA OIIMOKAX
KOJIMYECTBEHHOI0 aHaJ/In3a, 0COOEHHO IPU HU3KHMX
KOHIIeHTpanuax. Bolia ucciiemoBana popma IIMKOB
U1 3TUX AByX crnupTtoB u MTBED, KoTophlie

ABJIAIOTCA HanboJiee PacIpOCTPAHEHHBIMU
KHMCJIOPOJICOIEPIKAIIUMHI [TPHCAKAMH JIJIs OEH3HHA.
Ha puc. 4 nokazana ¢opmMa IUKOB 9THX TpeX
COeIMHEHUH TIPH KOHI[EHTpaIuAx Ha ypoBHe 0,1%
(Bec.), 9TO ABIAETCA MUHUMAJIHLHBIM KOJUYECTBEHHBIM
IpeaesioM OOHAPYXKeHUsA /1A 00/IacTH IMpUMeHeHUs
Metonia. [Ipu aToH KOHIIEHTpAIMK I METAHOJIa U
9TaHoJIa HAOJIIOIAIOCHh HEKOTOPOe PasMbITHE XBOCTA
MHKA, He BbI3bIBAIOIEe MPOGJIEM I

KOJIMYECTBEHHOTO ompejeseHusa. Popma MUKOB
METaHOJIa U 3TaHOJa ObLIa OKUIAEMOH, IOCKOJIbKY
IJI 9TUX COEIUHEHWH XapaKTepPHO He3HAYUTEIHHOE
pasMbITHE XBOCTA NMHUKA HA MOJTUMETUICHIOKCAHOBBIX
kostoHKax. [Iyjist MTBD He HaO/MIO[a/I0Ch CKOJIBKO-
HUOYAb 3HAYNMOE PasMbITHE XBOCTA IIHMKA, KOTOPBIN
HMeeT TPAKTUYECK! MPABUJIBHYIO TayCCOBCKYI0 (hopMy.
OTU pe3yJIbTaThl CBUAETE/IbCTBYIOT O BO3MOKHOCTH
IPOCTOTO BBITNIOJTHEHUSA aHAJIHM3a, BOCIIPOU3BOIUMOIO B
JHAIIa30HAX KOHIIEHTPAITUH, OIpeIe/IeHHbIX
€BPOIECKUMHU CTaHIAPTAMH.

TCEP MTB3 B u3ookTaHe «6e3 nepeHocan
(M A)
TCEP Mepetoc MTh3
Mepekntoyarens B nonoxexue «Bkn.» 8 5,48 mun,
(AR A) Mepeknioyarenb B nonoxenue «Bbikn.» 8 5,76 MuH,
DB — MTB3 nocne nepexoca
(A B)
rTrr 7 T T T T [ T T T T T T T T T [ T T T T [ T T T T [ T T T T [ T T T 1]
45 5 55 6 6.5

PucyHok 3. Pesynbratbl nepeHoca nuka MTB3 u3 ocHoBHoit
konoHku TCEP Ha pononnutenbHyio konouky DB-1.
CrpyiiHblit nepeknioyaTenb HaxoauTca B
nonoxkeuuu «Bkn.» mexxay 5,48 u 5,76 mun.
B TeueHmne aToro BpemeHu 3NHOEHT U3 KOMOHKM
TCEP, kotopblii copep>xut nuk MTB3, nepenocurca
Ha konouky DB-1.

0,1% (Bec.) metaHon

10,25 10,30 10,35 10,40 10,45 10,50 10,55

0,1% (Bec.) atanon

11,25 11,30 11,35 11,40 11,45 11,50 11,

0,1% (Bec.) MTB3

7,06 7.08 7.10 712 7.14 7.16 718 720

Pucynok 4. ®opmMa NUKOB pacnpocTpaHeHHbIX
KMCTIOPOACOAEP>KALLMX NPUCA[OK NPU HUIKUX
YPOBHAX KOHLEHTPaLMid.



Jl/1A BceX KHCJIOPOACOJEPIKAINX U apOMATHIECKUX
COeTMHEHUH, IepeyncaeHHbIX B Tab/auIe 3, He
o0HaApY:KeHO BJIMSHHE MATPHUIbl u3 GeHsuHa RFA.
Ha puc. 5 mokasaH TUNWYHBIN Pe3y/IbTAT OIEHKH
YCTOHYMBOCTU K MaTpuiie. B aTom mpumepe Bpems
nepenoca g 9TBI cocrasiadno ot 5,35 mo 5,61
MHH. YTJIEBOIOPObI, KOTOPBIE JTIOUPYIOTCS
coBMecTHO ¢ ITBO Ha kosonke TCEP, xopoiio
pasaenaiorca ¢ OTBD Ha kosmonke DB-1 mocite

repeHoca.
TCEP: RFA (Bpema nepeHoca ¢ 5,35 a0 5,61 muH)
nnaaA
Moaaa A A m A U A A
I I I I I I I T T I T T I
4 6 8 10 12 14 16 18 20
DB-1: tonbko RFA
niaA
I I I I I I I I I
4 6 8 10 12 14 16 18 20
DB-1: Tonbko 3TB3
naaB
\ \ \ \ \ \ \ \ \
4 6 8 10 12 14 16 18 20

PucyHok 5. Ha BepxHeii xpomatorpamme noka3saH aHanu3 o6pa3sua 6ensuna RFA c ucnonn3oBannem spemMeHu
nepeHoca ana 3Tb3. Ha cpepHeii xpomaTorpamme npepacTaBneHo pasaenexue yrnesoaoposoB
6eH3MHa, nepeHeceHHbIX U3 MaTpuubl Ha konoHky DB-1. Ha HuxHel xpomaTtorpamme noka3saH
nepenoc ITb3 u3 cranpapra. Kak BuaHo 3 pucyHka, nro6oii nepeHoc nuka yrnesogopoaos ¢ 3Tbd
n3 o6pa3ua 6eH3uHa xopowo paspenaerca or nuka ITh3I.



JIJ1s1 HECKOJIBKHUX KHCJOPOJICO/IEPIKANUAX U
apOMaTHYEeCKNX COeTUHEHUH ObLIM ITOCTPOEHBI
JIMHEHHbIe KaJMOPOBOYHBbIE KPHUBbBIE II0 IISATH TOUYKAM
C UCITOJIb30BAHHEM JIOCTYIIHBIX KOMMEPYECKUX
CTAaHJAPTOB, IPUIOTOBJIEHHBIX B OeHsuHe RFA. Ot
KPUBbIe U PErpecCHOHHBbIE CTATHCTUYECKHE TAHHbIE
MpeCTaBJIeHbl Ha puc. 6 U 7 U ObLIM HCIIOIL30BAHBI
IJIA pacueTa KOHIIEHTPAIMH JaHHBIX COeTUHEHUH.
Breina onpenesnena a(p@eKTUBHOCTh KOJIUYECTBEHHOTO
ompesie/IeHUd /I CHCTEMbI C HCIIOJIb30BAHHEM
00pasroB OEH3UHA, COMEPKAINX H3BECTHDIE
KOJIMYECTBA HECKOJbKHX KHUCIOPOACOAEPKAIINX K
apoMaTHYECKHX COeIHMHEHHI.

Meranon

Orowenve nnowageii = 0.813° Orowwenwe konwyecrs -0,008
Koppenauwa: 1,000

[wanazon kanuBposku: Or 0,25 2o 12,5% (eec.)

OTHoLLeHWe KonuyecTs

Orowuewe nnousageii = 2,011° Orowuenve konuyecrs +0,001
Koppenauus: 1,000

[wanason kanuGpogkw: Or 1,0 20 18,0% (ec.)

357 2,25
3.0 2,00—
3 3 1,75
25— JraHon Ea
g g 1,50
o =4
g 207 o 125
L) =
25 & 100
3 e
g 10+ 5 0.75—
OrHowenve nowagei = 1,172 OtHowenme konuyects +0,020 0.50—
05— Koppenauns: 1,000 0,25—|
0 [Iwanasot kanuGposku: Ot 0,25 Ao 13,0% (sec.) 0|
T T T T \
0 OTHOLEHMe KoNnUYecTs 0
6 7
)g = 77
g 5 )
< o 66—
3 g
: 4 g 5
Q 5]
= =
T I 3—
S 2 S
27
Orowenme nnotsageii = 1.859" Orowwenve konuecrs -0,001
L Koppensus: 1,000 1
0—! [lwanagon kanuGposiu: Or 0,25 40 15,0% (eec.) 0—
T T ‘ T T
0 2 0

OTHoLLEHME KonuyecTs

2
OTHoLLEHME KonnyecTs

Pucynok 6. Kanu6posounbie KpuBble BHYTPEHHEr0 CTaHAapTa No NATM TOYKaM ANA PacnpoCTPaHEeHHbIX
KUCNOPOACOAEPXKALMX NPUCAfoK B GEH3NHe, NPoaHanU3NPOBaHHbIX C UCNONb30BaHUEM

metoauku I'X ¢c nepeHocom nuka.



08—

0.6—

04—

OTHowleHue nnowaaei

Orvowwenwe nnowaei = 1525 Orowuerue konuyects -0,001
Koppenauu: 1,000
[wanason kanu6posk: Or 0,1 205,0% (sec.)

1,6
14—

OTHoweHue nnowlaaei

T T T T T
0,25

OTHoLLeHWe KonnyecTs

Jrunbenson

OrHowenwe nnowagei = 1,457 Otowwenve konuyecrs -0,002
Koppenauus: 1,000
[luanaon kanuGposk: Or 0.5 20 10,0% (eec)

T T T T T
0.5

OTHoLLeHWe KonuyecTs

OTHoweHuWe nnoLaaei

OTHoLeHuWe nnoLaaei

2,50

Orowwenwe nnowwagei = 1474" Orwowwenme Konuyecrs +0,001
Koppenauus: 1,000
[lwanason kanuBposxu 07 1,0 a0 15,0% (eec.)

1,6—
14—

OTHOLEHWe KonnyecTs

Oprokcunon

Orvowerue nnougazeit = 1432" Orvowenie konnsecrs +0,005
Koppenauw: 1,000
[uanazon kanuGposkw: Or 05 20 10,0% (sec.)

T T T T T
05

OTHoLLEHME KonnYecTs

Pucynok 7. Kanu6poBouHble KpuBble BHYTPEHHEr0 CTaHAapTa no NATH TOYKaM ANA YeTbipex 00bluHo
onpegenAembIX apoMaTUYECKUX COeAMHEHNIi B GeH3MHe ¢ MCNoNb30BaHUeM METOANKH

I'X ¢ nepeHocom nuka.



PesypraTel janHoro uccsenoBanusa 1 MTEO u
9TaHO/Ia MMOKasaHbl Ha puc. 8 u 9. Ha oGomx
obpasiax ObLIa IIPOAEMOHCTPUPOBAHA IIPEBOCXOTHA
TOYHOCTH KOJIUYECTBEHHOTO OITPeie/IeHUs JTaHHBIX
JIBYX COeNVHEHMH IIPH KOHI[EHTPAIUAX, 0ObIYHO
HCII0JIb3YEeMbIX B PH(POPMUHI-OEH3UHE.

Konouka TCEP (MM A)

4 6 8 10 12 14 16 18 20 muH

Haiiaeno 11,01% (sec.) MTB3 Konokka DB-1 (MAA B)

M3 (BHyTp. cTaHA.)

. )

T T T T T T T T T LI A
10 12 14 16 18 20 muH

FS
o
oo

Pucynok 8. Ananus o6pa3sua 6ensunna, cogepxawero 11,10 secosoro npouenra MITB3. C ucnonb3oBanmem Metoguku
nepeHoca xpomarorpacmueckoro nuka Haiigeno 11,01% (Bec.).

Kononka TCEP (MAMQ A)

HaiiaeHo 7,56% (Bec.) ataHona IM3 (BHyTp. cTaHA.)

Pucynok 9. Ananus o6pasua 6ensuna, cogepxawero 7,77 secosoro npoueHta ataHona. [lpu ananuse merogom nepexoca
nuka X Haiigeno 7,56% (Bec.).
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Ha puc. 10 npeacraBiieHbl pe3y/IbTaTbl aHAJINA3a
apoOMaTHYeCKNX coequHeHuH. KOHCTPYKIUA CHCTEMBbI
¢ TIepeHOCOM HHTePEeCyIoIero MukKa CHOBA IOKA3aJia

PEBOCXOTHYI0 3(P(EKTUBHOCTh pasfie/IeHusa U
KOJIMYECTBEHHOTO OIpefiesIeHUs COeTUHEHUH B

CJIOKHON MAaTpHIIe.

o

Konounka TCEP (MAAQ A)

4 6 6 8 10 12 14 16 18 20 MmuH
Kononka DB-1 (MAA B)
. 2 5
Jranox (Bec %) HaiipeHo (Bec. %)
1. benson 1,18 1,21
2. Tonyon 11,62 11,85 4
3. 3unbenson 4,65 4,70 3
4. 2-TexcaHoH(1S) 10,87 H/a
5. OpTokcunon 4 4,78 1
\ L
\ \ \ \ \ \ — \ \ 1
4 6 6 8 10 12 14 16 18 20 MuH

Pucynok 10. O6pasen 6enauHa RFA, copep>kawuilt M3BeCcTHbIe KONUYECTBA apOMaTUUYECKUX COeAMHEHW,
6bIn NnpoaHanu3upoBaH ¢ ucnonb3osaHuem metoauku X ¢c nepeHocom nuka.

"



K HemocTaTkaM JaHHOTO METO/Ia MOKHO OTHECTH
BpeMs BBINIOJTHEHUA aHAJIN3a, KOTOPOE MOKET
COCTABJIATh 10 70 MHHYT [/ HEKOTOPBIX OGPA3IIOB
OensuHa. Ha ocHOBe 3HaYeHWMI BpeMeHH
yIepEKUBAHUs, IPUBEIEHHBIX B TAOJIMIE 3, aHAJIM3
MOKeT ObITh BBIIOJHEH B TeueHne 20 MHHYT WJIA
obicTpee. JIMTeIbHOE BpPeMs aHAJIN3a O0BACHIETCH,
IVIABHBIM 00Pa30M, OKHUIAHUEM SJI0HMPOBAHUS

u3 kKosmoHku TCEP yriieBomopomoB ¢ BBICOKOM
TeMIIepaTypol KuneHusd. 1I0CKOIbKY BEPXHUU TIpees
Temrepatypbl TCEP cocraBiger 120 °C, moBbIlieHue
TeMIlepaTypbl TepMocTaTa I COKPaIleHUs BpeMeHU
aHa/IM3a Helesaecoo0pasHo. OMHAKO IIOCKOJIbKY B
KOHCTPYKIMH cHucTeMbl OPJl McHoJb3yercsa Kak IIsd
HCIIAPUTE/IA C JleJieHueM U 6e3 JeleHusa IOTOKa,

Tak W JJId 0JIOKA YIIpaBJeHUA ITHEBMATHUKOH, IOCTIe
3JIIOMPOBAHUS TOCIEIHEI0 MUKA OIpPeJiesIsieMoro
BeIeCTBa BO3MOKHA OOpaTHas MPOLYyBKA OCHOBHOM

8 mn/mMun

kosionkn (TCEP) cuiabHbIM moTOKOM. Ha pume. 11
ITOKA3aHO, KaK JIE'KO BBIMOJIHAETCS 00paTHasd
MIPOJIYBKa C IOMOIIBI0 3TOH KOHCTPyKmu myid ['X
Agilent 6890. Ilocsie a/TIOMPOBaHUA IOC/IETHETO
HMHTEPECYIOIero MuKa CTPYHHBIA IepeKTI0YaTe b
HAXOIUTCS B IOJIOKEHUU «BBIK/I» U [JaBJIEHHE
HCIAPUTE/IA C JIejleHneM u 0e3 Je/eHUs IOTOKA
aBTOMaTHYeCKH cHuskaerca mo 0,03 Gap, a gaBjeHue
0JI0Ka YIIpaBJE€HUA ITHEBMATUKON YBEJIMYHMBAETCA 0
4,13 6ap. JIroOble coeTUHEHHA C BBICOKOH
TeMIIEpaTypol KHIleHHs, ocTaBiirecsd B kKosioHke TCEP,
B pesy/ibTaTe 00PATHOH IPOAYBKU OYIyT HAIIPABJIEHbI
B Pasfe/InTe/IbHBIA KJIallaH, a OCTAaBIIHECS B KOJIOHKE
DB-1 Jierko a/10upyloTCa CHUJIBHBIM IIOTOKOM B

[N B. 9Tta MeToguka 0OpaTHOH MPOIYBKH
HCII0/Ih30BAJIACh 11 BCEX CTAHIAPTOB U 00PAa3IIOB,
00CYKIaBIINXCSA B HACTOSIINEH CTaThe.

nmgA

CrpyiiHan
npoAyeKa

OrpaHuyutens |
Wcnaputens ¢ penennem

2 Mn/MuH
n 6e3s AeneHna noToka §
0,03 6ap <+ @ < ‘]

TCEP

CTpy#iHblii nepeknioyatenb (BbIK.)

Y

~< bnok ynpaBneHua
NHeBMaTUKoMN

4,13 6ap

19 Mn/muH

44—

8 mn/mMun < <

nnaB

DB-1

Pucynok 11. Bpema ananu3a 6bino cywiecTBeHHO YMeHbLLEHO B pe3ynbrate 06paTHoil NPOMbIBKM CUCTEMbI NOCHe
3NOMPOBaHUA MHTEPECYHOLLMX NUKOB U3 KonoHkn DB-1. 310 crano Bo3mMoXxHbIM Gnaropapa
KOHCTPYKLMM CUCTEMbI, B KOTOPOIi ANA ucnaputena c aenesuem v 6e3 genenua noroka u ana 6noka
ynpaBneHna NHeBMAaTNKOi UCNONb30BancA 3neKTPoHHbIN perynatop aasnewua (IP) Agilent 6890.
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BbiBoabi

IlokasaHO COOTBETCTBHE METOJa JBYMEPHOM

I'X eBpomerickuMm ctanmaptam EN 13132 ms
KHCJIOpofcoaep:kaux mnpucaaok u EN 12177

/1A OeHs3os1a B GeHsuHe. J[1A mepeHoca MHKOB
HepaspelleHHbIX ONpeaesIaeMbIX BEleCTB C

OJHOH KOJIOHKM Ha JPYIYI0 ObLJ HCIIOJIb30BaH
IepeksroUare/ib Deans, 9To MMO3BOIUJIO JOOUTHCS
ITOJTHOT'O XpoMaTorpadudeckoro pasje/eHus JjId BceX
I1eJIEBBIX BEIECTB M3 YTJIEBOJOPOOB B MaTpHIIE.
YHUKa/IbHAasd KOHCTPYKITNA COeNWHEHUU, HUCIOJIb3yeMasd
B cucremax I'X Agilent 6890N, oGecneunBaeT IpPOCTOR
€1oco0 HACTPOUKU METO[a W HaJeKHYI0 PadoTy,
HCKJIFOYas HEIOJIHOe SJIIOMPOBAHKE U CBOMA K
MUHHMYMY PasMbITHE XBOCTA IMMHKA /I CHUJIBHO
MOJIAPHBIX COeIUHEHUH. Pe3ysibTaThl KaJIUOPOBKU
CUCTEMbI U KOJIMYECTBEHHOTO OIpe/esIeHus
MIPOIEMOHCTPUPOBAIN IIPEBOCXOAHYIO 3(pEKTUBHOCTD
cucreMbl. KpoMe Toro, 6bL10 IOKA3aHO IIOBBIIIEHHE
MIPOU3BOUTETLHOCTH MPU UCIOJIb30BAHUH MOy e
3JIEKTPOHHOTO perysaTopa fasiaeHus (OPI) Agilent
6890N 1719 yMeHbIIIeHHd BpeMeHU aHa/u3a IIpu
MIPUMEHEHUH METOTUKUA OOPATHOU IPOIYBKH.
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ﬂOﬂOﬂHMTeﬂbele cBeaeHuA
Joro/THUTEIbHYI0 HHPOPMAITAIO O IIPOAYKTaX U

yeayrax Hallledl KOMIIAaHHHM CM. Ha BeO-caire
www.agilent.com/chem.
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