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OHUKCALIHs1 BPEMEH YJIEPXHUBAHUA:
OCHOBHBIE IIPHHUHITBI U IPUHMEHEHME

Onucano ocnosni npunyunu ma npuxiadu €UKOPUCManna Memoody (ikcayii
vacie ympumyeanua RTL (Retention Time Locking) y 2azoeiii xpomamozpadpii.

RTL cnpougye npoyec nepenocy I'X-memodis iz xpomamozpadgha na xpomamo-
2pagh. 3 KOROUKU KA KOAONKY ma 3 Oemexmopa wa demexmop. S npuxnad, ons
Odemoncmpayii egexmuenocmi niOxody UKOPUCMAHO PEIYALIMAMY AHATIZY CMU-
POy Ha emicm Oomiwox 32i0n0 3 Memoourolo D5135 ASTM. Hpu suxopucmanni
RTL y pescumi nocmitinoeo mucKy 3Hauenns 4acie ympumyeanns 6iOpiIHARUCA
Y cepednvomy ne binbtu nixe na 0,16 % (0,02-0.03 xa).

Main principles and examples of use of the method fixing of retention times
(Retemtion Time Locking. RTL} in gas chromatography are described. RTL
simplifies  process of transmission  GC-methods  from  chromatograph on
chromatograph. from a column on a column and from the detector on the
detector. As an example for demonstration of efficiency of the approach results of
the analysis of styrene on the contents of impurities according to technique
D5135 ASTM are used. At use RTL in a mode of constant pressure of value of
retention times differed on the average no more, than on 0,16 % (0,02-0,03 min).

Brencuue

Ilpn npoBeneHHH KauccTBEHHOTO XpoMaTorpadMueckoro aHanMIa BpeMeHa
YACPKHBAHHA ABAIOTCA OCHOBHBIM MOKA3aTeIEM A4 MACHTHOHKALMHK COETHHE-
HHiA. Ero BbiNonHsAIOT, rnaBHLIM 06pazoM, NyTeM CpPaBHEHHS 3HAYEHHIT BpeMEH
YAEPKHBAHHS HCHIBECTHOTO MHKA H crannapra. Maentudukaums nukoe W Banu-
AAuMA METOAWKH CYLUECTBEHHO YNPOWIAIOTCH fIPH OTCYTCTBHH Pa3/IMuMii B 3Ha-
HYEHHAX BpeMEH YACPXKHBAHHA JNH AHATHIUPYEMOTO BEILECTBA B KAWKAOM OTAE-
JIBHOM cliy4dae.

OnHako HIMEHEHHA 3HAYEHHH BPEMEH yNEpPKHMBAHHS NPOHCXOAST AOBOJLHO
4acto. K TakuM M3MEHECHHMAM MOTYT NPHBECTH, HanpUMep, paboTsl NO TeXHHYeC-
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KoMy 0OCTyXHBaHHIO NpHOOpa M, B 4aCTHOCTH, ype3anHe konoHkH. B naboparo-
pHusx, HMelownx Sonee oaHoro xpomartorpada, B KOTOPLIX aHaM3L AyONUpyIoT-
Cf, 3HAYEHHA BPEMEH YAEp)KHBaHMA, TONYYeHHblE Ha pa3Hbix npubopax, 6yayT
OTNIHYATLCA APYr OT APYra, JaXe €ClNH aHAIW3bl BLINOJHEHB! NPH HOMHHANLHO
OJIMHAKOBbIX YCNOBHAX. Takue pacXOKACHHA BENHUHH BPEMEH YAEPKHBAHHMA
03HAYAKOT, YTO ¥ KOXROro npubopa HOMKHA OLITH CBOA rpalyHPOBKa, a Taloke
TabNHLA NapaMETPOR HHTEMPHPOBAHHA, YTO AENAET NEPEHOC METOAA C XPOMATOT-
pada Ha xpoMatorpad secbMa TpyAOEMKHM. Paznuuug B 3HaUeHHAX BPEMEH yae-
[PKHBAHHS 3ATPYAHAIOT TAKXKE CPABHEHHE AAHHBIX, MONYUYEHHBIX Ha Pa3HbIX INPH-
6opax HAH B pazHOE BpeMs.

IMporpamma Qrukcaumn spemén yaepxusanus RTL (Retention Time Locking)
00eCeYMBAET NPAKTHYECKOE COBNAJCHHE 3HAUYCHHH BPeMEH YAEPKHBAHMA, TONTY-
YEHHBIX Ha oObIX ralosbix xpomatorpadax (I'X) mopenn HP 6890, ocHalneHHbIX
KANWINAPHBIMH KOIOHK&MH € OJAHHAKORBIMH HOMHHABLHLIMY TTAPAMETPEMH.

CylecTByeT HECKONbKO OTHOCHTEIBHO HE3Ha4MTeNbHbIX (aKTOPOB, KOTOpLIE
B COYETAHHMH BbI3BIBAIOT 3AMETHBIE H3MEHEHHA BPEMEH YACPXKHBAHME NPH HCMO-
aw3osaHkd I'X oprHaxoBol koHdHrypauun. KOMOHKH ¢ 0HHM K TEM JKe KkaTa-
ACKHBIM HOMEPOM MOTYT paliM4aThCA MO AJTHHE H UMETb HE3HAMMTENLHBLIE OT-
AHYHE N0 [HAMETDY M TOJHHE CJIOA HENOoABHXKHOH ¢Ga3p. IlHesMaTHveckas
cHcTeMa xpomatorpada Toxe o0ycIOBIHBAET HEKOTOPYIO MOrPEUIHOCTh faslie-
HHi B HiDKekTOpe. DaKkTHyYeckaa TeMnepaTypa TepMmoctaTta B ['X Taioke MOXeT
MMETh HE3HAYMTENLHbIE, HO BMOMHE PEanbHbIE OTKJIOHEHHA OT YCTAHOBNEHHOH
BEAHUMHB. JTH, a Tarke Apyrue 3QQeKThl, B CYMME NPUBOIAT K Habntopacmbim
CYILECTBEHHLIM pa3IHYHAM MEXKZY 3HaYeHHAMH BpeMEH yOEpXKHBaHHA, TOIY-
4EHHBIMH Ha pasHeix I'X ¢ onuHAKOBOH KOHGHIypalMei.

CoBepLUEHHbIE CHCTEME! 3MEKTPOHHOIO YNpaBieHHa 1noTokaMH raioe (JYIII)
v TemnepaTypoil Tepmoctara Bribend I'X moaenu HP 6890 Ha xauecTBeHHO HO-
BbIH YpOBEHb — MO TOYHOCTH H3MEPEHHH M CXOOMMOCTH pelynsTaToB. Hosble
TexHHYeckHe peiteHHs ¢upmel HP, cepuiiHbIH BEITYCK KAMWINAPHBIX KOMOHOK H3
RAABJIEHHOrG KBaplia NO3BONHNK NOOHTLCH BLICOKOH BOCHPOM3BOAHMOCTH 3Ha-
ueHMi BpeMEH yaepHBaHHA npd paboTe HAa pPasHLIX KOJIOHKEX C OAHHAKOBLIMH
HoMepaMH (10 KATATOrY). 3T0 MO3BOIMIC NOMYYaTh 3HAYEHHA CXOAMMOCTH Bpe-
MEH YNepPIKHBAHHR, COOTBETCTBYIOWIHE KAKOMY-TO KOHKPETHOMY NMHKY H OMnpene-
ngemble Ha oHoM "X ¢ TouHOCTBIO He Huxe (0,01 MHH.

Ho naxe npH 3THX NOCTHXKEHHAX B TEXHOMOTHH TIPOM3BOJICTBA KOJOHOK
4 xpomarorpadop HeGnaronpusTHas cyMMa (PaKTOpOB, YNOMHKHABUIHXCH BbILUE,
MOXeT OOYCNOBHTH PAacXOXIEHHE B 3HAYEHHAX BPEMEH YIepkWBaHHMS, NOJY-
YeHHLIX Ha pa3HbiX Xpomatorpadax OAHOH H TOH ke KOHOUIrypaukH, KOTopoe
6yneT npeeblath 0,5 MHH.

Bpan mu 6yzner pasyMHBIM NBITATLCA BOCTIPOHW3BOHTE BCE MApaMeTpsl KONOH-
KH M Xpomarorpada 40 TakoH cTeneHy, YTobLl Heuedna pa3sHuLa MeXAY 3HAYECHH-
AMH BpeMEH YAepKHBaHHA, OnpelciiAeMbiMM Ha pazHbix I'X oaHOH W Toil e
koH(purypauus. CyuecTayer cnocof, No3BONAKILHH 3HAYMTENBHO YMEHLILHTL
3Ty pasHuuy. [1yTeM HacTpoikH AaBACHHA B HIDKEKTOPC MOXHO A00HTBCH TOFO,
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UTO 3HAYEHHR BRPEMEH YNepKHBAHMA Ha oaHoM ['X HymyT noutu TO4YHO cosna-
JaTk ¢ NOMYYSHHbIMH B aHANOTHYHOM pexHmMe Ha apyrom I'X. [pouecc dukca-
uHH Bpemer yaepxueaHusa (RTL), kotopelit ocHoBbiBaeTCs kak pas Ha ITOM
MPHHLMAE, 3aKNIOYAETCH B TOM, YTOOLI ONPEAENHTE W BEECTH NONPABKY JaBIAEHHS
B HHXEKTOpE NS JOCTHKEHHS MaKCHMAafNbHOIO COBNAJICHHSA 3HAYEHKIA BpeMEH
YACPKHBAHKA, T. €. IR QHKCAUHH NMHKOR OJHUX H TEX XKE BELLECTR, NONTYHEHHBIX
Ha Xpomartorpadax pa3nH4HOH komnnekraunH. KomnstorepHas nporpamma RTL
(HP G2080AA), HHTerpHpoBaHuas B nporpammuoe obecnedenue Xnionerr-Ilak-
Kapa ang razoxpomarorpadmuueckoit XuMCraHums (no BepcHu, HauuHas ¢ A.05.02),
ABNSETCA CPECTBOM JUIA BLIMIOJIHEHHA NPOCTOro H OBICTPOro pacuéra TOYHOMO 3Ha-
YEHHSA H BBCACHHA NOTPABOK HA BEJTHMHHY [ARNEHHA B HIDKEKTOpE Xpomarorpada.

[lpumenenne RTL (HP G2080AA) B nabopaTopuu NaéT paa npeHMyLLecTs.
Ynpouaercs HACHTHGHKALMA NIKKOB, a 6¢ pe3ynbTarhl cTaHoBaTca Gonee no-
CTOBEPHBIMH. YTIPOILAETC CPAaBHEHHE AAHHBIX, MOJYYEHHBIX HA PasHbIX npHbo-
pax WM B pazHOE BPEM3, A TAKOKE COMOCTABNEHHE JAHHLIX NPH NPHMEHEHHH WU
HACHTHQHKALHH LCNEBLIX BEILECTB PAITHYHBIX ACTEKTOPOB. YNpouaeTcs nepe-
HOC METONOB ¢ oaHoro xpomarorpada Ha JBpyrod W u3 naGopatopHu
8 NabopaTOpHIO, NOCKONBKY HHTEPBANDI 3HAYEHHH BPEMEH YIEPKHBAHHA rpajy-
HPOBOYHBIX BEUIECTB, KaK NpaBWiIo, He TPeOYIOT JONOMHHTENBHON NOACTPOHKH.
ObneryaioTes ycnoBus KOHTPONA XxpoMaTorpadia Ha COOTBETCTBHE €r0 3aBOJCKHM
xapakrepuctikaM. Ecnau B rasoxpomarorpagHueckoM MeTOf€ HCNONL3yeTca
RTL, MoXHO € ropa3io MEHLRIKMH TPYO3&TPaTaMK CO3AaTh 6a3y AaHHBIX 3Ha-
YCHHH BPEMEH YNEPIKHBAHMA BEIIECTB, a B AANbHEHLIEM HCNOAL3OBATL €€ AnA
MIEHTHHKALIMH HE U3IBCCTHDLIX 3apaHee COeIMHEHHI.

RTL (HP G2080AA) uenecoobpazHo NpUMEHAT Ana pa3paboTKH W HCNOML-
30BAHHA METGAA B CAEAYOLUMX CAyyaax:

— NIPH 3aMEHE HIH YPE3AHHH KONOHKH;

— MpU NEpeHOCE METOA Ha APYroi xpomarorpad;

— NpPH HCMONL3OBAHHH JIETEKTOPA € APYIMMH 3HAYEHHAMM BEJHUHHBI JABAC-
HHA Ha BRIXOAE;

— NPH COOTBETCTBHH XapPaKTEPHCTHK XpomaTorpatha 3aBOACKHM HOPMATHBAM;

= B C/Ty4ae BBISBJICHHA H YCTPaHEHHA NpobnieM, BOHHKAIOLUMX NP pasjene-
HHH COCAHHEHHH.

Hrobei Bnepeeie mpuMeHuTs RTL B METOAE WIH B BLILIEYKA3aHHBIX CIYYAsX,
BHauane CTPOAT I'PARyHPOBOYHYIO KPUBYIO 3aBHCHMOCTH BPEMEH YNEPKHMBAHHA
OT AaBAEHHS.

Jlaxe eciin HCMONb3YIOTCA KONOHKH ¢ OHHM H TEM K€ HOMEPOM 110 KaTanory
(c TeM Ke BHYTPSHHHM JMaMETPOM, TaKHM K€ TUIMOM HENOABWXHOH (asbl,
C TAKHMH K€ TOALHWHOH H HOMWHANBHON AAHHOM), HEODXOOHMO HCIONABIOBATH
pazTHUYHbiE MPAAYHPOBOMHEIC KPHBbIE B CIELYIOIMX Cly4asx:

— MpH HCNOAB3OBAHHH XPOMATOrpadioB C pPa3HbIM AABIEHHEM Ha BBIXOAC W3
xonoHkH (ITHJ] — armocdieproe, MCJI — pakyym, AD]] — nosbinieHHoE);

— €CJ/IH A/IHHA KONIOHKH OTJIHYA€TCA OT HOMHHANBHOHK Gonee yeM Ha 15 % (Ha-
NIPHMeEp, TIOCNE e¢ Ype3aHHa);



— eciiH B XpoMaTtorpade nporHo3upyemoe JaBneHHe ANg «QHKCALIHKY NMHKOB
BLIXOJMT 33 Npe/eibl HMEIoLEHCA rpaTyHpOBOYHOH KPHBOIA.

Cnenyet BbibpaTh KOHKPETHOE BELICCTBO (OOLINHO W3 YHCNIA LIIMPOKO HCNOJb-
IyeMbIX B PASYHPOBOYHLIX CMECRX) H HCMONB30BATH €ro Kak And co3aaHns RTL-
rPaayMpOBKH Ha OQHOM KOHKPETHOM XpomaTopade, Tak W AN Mocheaylowmei
«(HKCAUHH» BpeMEH ynepKHBAHHA Ha BCCX OCTIbHBIX XpoMarorpadax. 3To
BEIIECTBO, HA3bIBAEMOE CTAHAAPTHLIM, AOMKHO OBITh NErkOo HASHTHHUHpPYEMO,
€ro MUK JonxkeH ObITh CHMMETPHYHBLIM H BLIXOAWTH Ha BaXKHEHRILIEM I aganvia
y4acTke xpomartorpammbl. He cnejyer npuMeHsTb CHABHONONSPHLIC KAM He-
YCTOHYHBLIC BEILIECTRA.

[Mocne Toro, Kak CTAHAAPTHOC BELUECTBO BHIOPAHO W BCE Xpomartorpad-
YECKHE NapaMeTpbl ONPEAENeHbl, BBINOMHAIOT MATE MPagyHPOBOYHBIX XpOMATO-
rpa¢uueckux onbiToB. ONHH ORBIT IPOBOASAT B YCIOBUAX XPOMATOIPaPHUECKOrO
METOJA, YETHIPE JIPYTHE — BBINONHAKT MPH HHbLIX 3HAYEHHAX NaBNeHHA. Yaule
BCEMQ HCNOJB3YIOT TAKHE 3HAYECHHA [ABJICHHA: HOMHHAIILHOE JaBlicHye MuHYC 20 Y%,
HOMHHANbHOE JaneHHe MHHYC [ %; HOMHHAaTLHOE AaBNeHHE MO METOAHKE; HO-
MHHanLHOE AaBneHue nmoc 10 %; HoMHHanbHoe aarnenue runoc 20 %.

B kawaom onbiTe onpeAensloT BpeMs YACPKHBAHHMA BLIGPAHHOrO CTaHAApT-
HOr'o BELLECTBA.

ITomyuenHble MATL Map 3HAYCHWIA JaBNCHHS HAa BXOME B KOJNIOHKY M BpPEeMEH
YACPKHBAHHA BBOAST B nporpaMMy XumCTaHuuH, 4TobEI co3faTs ¢aitn rpagym-
poBkH RTL (pue.1).

Retention Time Locking Calibration

Piessine R_él Im
Aun1 [u.z EYED
Ren2 [167 [tnG7a
Ren3 182 [17.778
Rena 707 [7 007
: Run'B "‘"|22.2 [16.312
. Prossare Units P ]

Desiied el Time: L
Min tolocf._ptﬂwlo: ll‘\7
Max 1edock pressure: IZ:I___
Column: ﬁuﬂ -

-'C.'onpomd HNamg -——- - e

!
Ialpha-methylﬂymne i
I

Puc, I. Ananorosoe 0KHO BBOAA AAHHLIX
rpagynpoeks ®BY (RTL)
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[locne Toro, kak AaHHLIE BBEACHLI, BEIBOAHTCS pagyHpOBOMHAA 3aBHCHMOCTD
BXOJIHOTO AaBNEHHS OT BPEMEHM yAepKUBaHHA CTAHZAPTHONG BEILECTBA (g —METHN-
CTHpOAAa}, NOKa3aHHaA Ha PKC. 2.

S RTL Calibration Data, Max depastures = 0.008 minutes and 0.02.

psig
24
20
19
18

7

18

v . T - v - . 1 r v v v I : v
17 18 19 time (min}

Puc. 2. TpazyHpoBOYHAR JABHCHMOCTE BXOAHOTO JABJIEHHSA
OT BPEMEHH YAEPKHBAHHA CTAHJAPTHOrO BellecTBa (4 -METHACTRPONA)

Taxxe Ha rpagmke (puc. 2) nokaszaHel HaHOONBILIHE OTIVIOHEHHS 3IHAYEHHH
BPEMCHH M JaBICHHUA OT HHTEPIIOIMPOBAHHOH Kpueoi. Ecnu HHTepnonsauMa Hmeer
YAOBNETBOPHTENEHYIO TOYHOCTh, MPaXYHPOBOYHAA 3aBUCHMOCTL BpemEH yaep-
FKHBAHHA OT NABNCHUA 3aHOCHTCA B NaMiATh H cOXpaHserca Kak vacTb I X-Merona.
I'pagyvpoBKY NpOBOAAT TONBKO OAHH pai.

BrocnencTeuu, npH KCNONL3OBAHMM MeETOAa Ha XpoMarorpade ¢ aHano-
FHYHOH KOMIUICKTALNGH, MOXHO NPUMEHATL NONYUYSHHYIO TPajlyMpPOBOUHYIO 3a-
BHCHMOCTE HE3ABUCHMO OT MECTa NPOBEACHHS aHanH3a.

[MeppoHauanbHYI0 MAH MOBTOPHYIO «PHMKCAIMIO» BPeMEH YAEPMHBAHMA BhI-
NOJIHAKOT CNEMYIOIHM 0bpasom:

1) 3ana10T YCNOBHA METOAA M BBITIOMHAIOT XpoMaTorpadyyeckuii OmbIT ¢ He-
MONb3OBAHHEM I'PALYHPOBOYHOM CMECH, COAEPAKALLEH CTAHAAPTHOE BEUIECTRO,

2) BBOAAT (haKTHHYECKOE 3HAYEHHE BPEMEHH YIEeP)KHBaHUA CTAHAAPTHOrO Be-
utecTBa B fManoropoM okHe (Re) Lock current method (nepBoHayanbHas WK no-
BTOpHad «(uKcalMA» TEKYyILUero MeTo/ia —- Ha pHC. 3);

3) BBOAAT HOBOE (PACCUHTAHHOE) 3HAYEHHE AaBIEHHUA B XpoMarorpadHyeckui
Meton ans HP-6890 u coxpansaior;

4) NpoBepAIOT «(HKCALHIO» BpeMEH YACPKHUBAHHA, AHANH3UMPYA [PaayHpOBO-
YHYIO CMECE € HCIIONb3OBAHHEM HOBOIO 3HAYCHWA JABJIEHHS W CPaBHUBas NOJY-
YEHHOE 3HAYECHHE BPEeMEH YIEPXKHBAHHA C TpeDyeMbIM.

ITpH HeoOXOAHMOCTH, MOBTOPAKOT AEHCTBHA, HIIOKEHHBIE B ITyHKTaX 2—4.
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Ael ook surmnt method

Retention bme: - : 3Hel‘hod {ntomnation:
Entec current retention time of: " Cunient Method: DHI135.M
alpha-mciiplslyicne 1 I Column: I 1
31 D.0729 Mirates : Prossure usod: |11120 psi

Then telect bulton "Update i Desiend RT- 17778 Minutes
Mothwd® (0 calculale o new :
pressore and enter it in the [ Calc new mm.:_l 18.96 psi
metbodd. :

I Updole cuiront HPEB0 Mcthod ] I Print ] | Donc J | il"e;_ I

Puc, 3. lnanorosoe okio pacyéra NaBMEHHN B HHAKEKTOPE
Ans «pHKCAUHH» BPEMEH YACPKHBAHUR
H BIMEHEHHA MeTOAa ANA xpomaTorpada HP 6890

CpasHenHe PeXHMOB «ITOCTOSHHOTO MOTOKA»
H «AOCTOAHHOIO AABJEHHA» IPK Hcmoan3oBanna DY

MHorne xpomaTorpaQKcTbl OTAAKT MPEATIOUTEHHE «PEXHMY MOCTOAHHOrO
NOTOKA» MPY HCMONB3OBAHHH CHCTEMbBI 3JIEKTPOHHOIO YNpaBleHHs NOTOKaMH
razos (3YIII"). [lpu 3ToM pexnme B npouecce XpoMaTorpadH4eckoro aHanuza
No Mepe YBEJIKYCHHUA TEMIEPATYPLl B TCPMOCTATE JABJEHHE B HHXEKTOPE aBTO-
MAaTHYECKH NOBLILIAETCA TaKHM 00pa3oM, YTOOB! MOTOK ra3a-HOCHTENS Yepes Ko-
JIOHKY OCTaBaICA MOCTOAHHLIM. B peuMe «MOCTOAHHOro MOTOKa» COKpPAlllaeTes
ofuas NPoNCIKHTENIBHOCTb aHaIK3a H obecneynBaercs NOCTOAHCTBO MOTOKA
Yepe3 KONOHKY, YTO BAXKHO [1A HEKOTOPLIX TUINOB NETEKTOPOB.

PeXXHM «FOCTOAHHOrO AaBNeHHs» NpK uenonbzosanuu IYTIT Takke nonyns-
pen. Tlpu 3ToM pexume B npoliecce XpoMaTorpagH4eckoro aHanusa JamRNeHHe
HE MEHAETCS (MOTOK 4€Pe3 KONOHKY 1PH 3TOM YMEHbBLIAETCA N0 Mepe YRenuye-
HH8 TeMnepaTyphl). Eciv npu paboTe B pexHMe «IOCTOAHHOTO NABACHHA» JKela-
TENLHO COKPATHTBL MPOAOIKHTENBHOCTD aHANM3a, MOXKHO 3anaTh Boniee BhicoKOE
HaBNEeHHE.

Ecnu ucnonssyercs NeTeKTOp, YYBCTBHTENbHBIH K H3MEHEHHAM NOTOKA rasa-
HocuTens, ¢ knasratypbl ['X HP 6890 win XumCraHuHH MOXHO 3a0aTh pexHM
«NOCTOAHHOH CyMMBI MOTOKA 4EPe3 KOJIOHKY H BCMIOMOTATENLHOTO rasa (make-up
gas)». B 2ToM pexume, No Mepe yMEHBLUIEHHS TNOTOKA Yepe3 KONOHKY, MOTOK
BCMOMOr&TENLHONO ra3a yBENHYMBACTCA, TaK YTO MX CYMMa OCTa€Tcs NOCTOAH-
HOR.

Teopernueckune ocHoBb! RTL no3BonsioT 3akiouHTh, TG HAMAYYIIEE COOT-
BETCTBHE 3HAYEHHH BPEMEH yIEPKHBAHHA OyIeT NONYYEHO B PEXHME «TIOCTOAH-
HOro pasnedHs». [1pu xenaHWK CpasHWTH NaHHbIE, NONYYEHHBIE HA XPOMATOIPa-
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¢ax, 3HAYHTENILHO OTAHYAIOWMXCS O KOMIUIeKTauuu, nanpumMep, I'X ¢ nraimen-
HO-HOHHM3AUKOHHBIM getekTopoM (I"X-TTH/} n I'X ¢ Macc-CeKTPOMETPHYECKHM
aerexropoM (IFX-MCJI), nyuwe Bcero nonb3oBaThCA HMEHHO PEXHMOM (IOCTO-
AHHOTO haBneHHA». Ecnu ke xpoMatorpadbl HMEIOT ORHY H Ty KE KOMILIEKTa-
UHIO, TO H B PEXHME «NOCTOAHHOTO NOTOKA» AOCTHIAETCA XOpOWEE COBNAaeHHE
3HAYCHHH BPEMEH YACPKHBAHHA, YTO BHIHO W3 MPUBEAECHHAX B HACTORLICH myb-
NYKalKK JaHHBIX 110 aHATIH3Y CTHPONA.

Hactosuas paGora noceauwena ucnons3osanuio RTL ans dukcauuu BpeMéH
YAEPHKHBAHHUA NIPH NEPEXOE C 0AHOro XpoMarorpada H KONOHKH Ha APYTHE Xpo-
MaTorpadbl M TAKHE JKE KOMIOHKH, a TAKOKE Ha APYTOH THI IETEKTOpa — KaK B PEXM-
ME «MOCTOSHHOIO JABNCHHUAY, TAK H B PEXHME «NOCTOIHHOMO MOTOKaY.

IKcnepuMeHTANLHAR YacTh

‘B Hactoswed pabote Mcnons3oBanuch Asa ra3oBblX Xpomartorpada MOAEIH
HP 6890, HMeloLHe creayouylo KOMNIEKTALHIO:

— NEKTPOHHYIO CHCTEMY YNpasneHns notokaMu rasos (JVYIID),

— HHDKEKTOP C BO3MOMXHOCTBIO BBOAA Npobbl KaK ¢ AeneHHeM, Tak 4 6e3 nene-
HHa notoka (250 °C, ras-HocHTeNns ~ renyi, AenelHe notoka — 250:1);

— aBTOCAMILIED AN BBOAA XKHAKHX npod komnaHuu XekonerT-Tlakkapa;

— rasoxpoMarorpadmueckylo XumCranuuio komnanwu Xstonerr-Ilakkapa
(Bepeun A.05.02);

— IUIaMEHHO-HOHM3ALHOHHBLIH petexrop (TTULY,

- konouky HP-INNOWax: 60 m x 0,32 mm x 0,5 MkM (HOMep no kartanory —
19091IN-216);

~ nporpaMmuporanue Temneparypbl: 80 °C (9 mun), 5 °C/Mun no 150 °C;

— Ha KaXA0H XpOMaTorpaMMe AOMKHbI ObITh MPUBEACHBI 3HAYCHHS JABIEHHA
B HHXKEKTOPE K CKOPOCTH NOTOKA I'a3a-HOCHTENS Yepe3 KONIOHKY.

B pa6ore nenonb3osad taroke TpetHii X Mogenn HP 6890. Ou 6bin ocHamgn
MCJ (mogenn HP 5973), kotopulit ciyxun ans naeHTHPHKAUMA nHKoB. Xpoma-
Torpagmueckue napamerpn B [ X-MCJ{ coBnaganu ¢ napaMeTpaMy Nepeeix ABYX
XpoMaTorpaoB — 3a HCKNIOYEHHEM JJARNICHHA Ha BXOJE B KOJIOHKY, KaK MOKa3aHo
HHXKE.

PesysbTaTnl B 0Gcyknenue
«pHKCALMH» 3HAYEHHH BPEMER YACDKHBAHHS
npu nepexoae or [X-ITA/] na I'X-ITH

Ha puc. 4 nokasaHa ucxoinas xpomarorpamma (I'X Ne 1), nonydennas
B pe3yNbTaTe ananusa npobbl CTHpONa MpPH YCNOBHAX, 3aJlaHHLIX METOAHKOH
D5135 ASTM {I1].

Ha npeacranneHHOH XpoMaTorpamme BHAHBI MHOIOYHCAEHHBIE, XapaKTEPHbIE
N8 CTHpona, npuMecH. TTnk deHunaleTuneHa COOTBETCTBYET €ro COAEPMKAHHIO
oxono 60 x 107

22



12 LJ‘L \iL_‘L X \N‘

25 50 75 100 125 150 175 200 225 min

Puc. 4. Anann3 nipo6el cTHpona Ha xpomaTtorpade Ne | B pexHMe
«MOCTOAHHGTO NOTOKA», NPH HAYAJALHOM AaBAeHHH 125,5 k[la

Tabnuya 1|
HaeHTHHKAUKA NHKOB Ha XPOMATOrpaMMe, NPEACTABIEHHOM Ha puc. 4
Ne nuka Bewecreo Ne nuka Beiecreo
1 Heapomaruyeckoe ] [lapa-, MeTa-, 3THNTONYOA
2 Stunbenson 9 CrHpon
3 MNapa-kcunon 10 a-Metunctupon
4 Merta-kcunon [ dennnaueTHieH
5 Hsonponunbenson 12 B-Metunctnpon
6 OpTo-kcunon 13 Benzansaerup
7 n-[IponunGenaon

3atem Ta ke npoba Grina HCNONB30BaHA €WE B YEThIpEX OMbITaX NPH OpYrHX
3HaYEHHIAX NABJEHUH, YTODB! HAbpaTh NATL Nap naHHbLIX s rpaxyHposky RTL.

INockonbky mMeTon npeanonaraet pexHM «NOCTOAHHOIO NOTOKA», B Mporpam-
My RTL BBOaMnM HavanbHble 3HAYeHHs AaBneHus. B kavecTse nHka CTAHJAPTHOMO

BewtecTBa Obin BbIGpaH nuk a-metunctupona (nux [0). dauysie I'PARYHPOBKM
NOKa3aHel Ha puc. 2.
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YCNoBHS XPOMaTOrpadiHyccKoro ananisa u Aannbie rpanyuposkn RTL, Guinu
nepenecenbl Ha ['X Ne 2 — apyro#t npibop, € ApYrolk avanoruyHoi KonoHkoii.
HauansHoe 3nauenue panncnus s HIBKEKTOPE NPH ananuie npobbl TakKe cocTap-
nano 18.20 psi (125,5 «l1a).

Ha puc. 5 nokasano nanoxenine NOJYHEHHOR XPOMaTCrpaMMbl Ha HCXOANYIO.
MoXHO BHAETD, YTO 31aueHHA BpCMCH YACPKHBAHHKR Ha BTOpoM X casHiynuce
NpHMEPHO Ha 0.3 mMun.

3TO — THNHYMBII pe3yALTAT NPH NOINLITKE BOCHPOHIBECTH aHanHs Ha APYTOM
XpoMaTorpade Hau Ha Jipyroil KOAOHKE.

pA .
a1 s Ivnbenaon ’_W_ a - Memncrupon
25,61 .
10,318 min / 17,778 min
22,51 10,058 min 1 18,099 min
200 \& -~
17,54
15,07 Wommias:
X Ne 1, konoHea No \
1257 | | | _L____L_
10,0 i E:A_J L . ~L
Npobuas: X Ne 2, konorka Ne 2

T

T T T T T
5.0 7.5 10,0 12,5 15,0 17,5 20,0 225 min

Puc. 5. CpaBuenne HCXORKOR xpoMaTorpaMmbl I'X Ne |
¢ xpomaTorpammodl 'X Ne 2 —
0e3 «puKcauHHy BpeMEH yaepHHBAHHR

Bpems ynepxunanus o-MeTWIcTHpona GbLIO BBENEHO B COOTBETCTBYIOLLEE
Ananorosoe okHO mporpammit RTL na I'X Ne 2 (puc. 3).

B pesynsrate paboThl NporpamMMbl YCTAHOBAEHO, YTO HAYANLHOE AABACHHE
CRERYET HIMEHUTL — BMecTO |8,20 psi (125,5 klla) 3apars 18,96 psi (130,7 x[a).
Hosoe 3Hauenne nauanbHoro paenenus 6uino BeeaeHo 8 [X-meTon, nocne uero
MeTon 6uin coxpanen.

Ha puc. 6 npusefieHbl ANA CPABHEHMS XPOMATOrPaMMbl B HCXOLHOM ONbITE
H NOCne «PHKCALMKY BPEMEH YAEPKHBAHHA MO G-METHNCTHPONY.
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A Jrunbenson

M a - Metuncupon
27.57
10,318 min
25,6 1 o
10,298 min 17,778 min
22,51 - =
17,776 min
20,07
17,54
15.07 Uexopras:
DX Ne 1, konoHka Ne | L‘-
12.51 asho 11
10_0' ILH ;.l.;JL_ L‘_&
C "durcaumei™: TX ™ 2, konowxa Ne 2
T T T T T T T T
50 7.5 10,0 125 15,0 17,5 20,0 225 min

Puc. 6. CpaBHenne nexoanoi xpomatorpammel [X Ne 1 ¢ XpoMaTorpaMmoii,
nosyqennoi Ha I'X Ne 2 — ¢ «puccauneit» spemén YAEPKHBAHHA

B Tabn. 2 cpaBHHBAOTCA 3HAYEHHS BpeMéH YACPKHBAHHA [0 H nocne «(uk-
CaUMH» OTHOCHTCNLHO XPOMATOrPaMM, NIPEACTABNEHHDIX HA PHCYHKaX 4. 5 H 6.

AHaNnu3 5THX NaHHBIX NAET OCHOBAHHS YTBEPXKIATb, YTO B Pe3ynbTaTe NOCTH-
FHYTO O4eHb ONH3KOE COBNAAEHHE YKa3aHHbIX SHAUEH Ui,

Tabauya 2

Bpemena yaepaupanua na FX-TTHJ a0 # nocne npHMeHeHHR nporpammel RTL
NpH AHANH3E CTHPONIA HA CoaepKaH e NpHMeceH
(B pexHMe «NOCTOAHHOIO noToKa)

= o1 o]
— o = = b 3
Bewermo | 238 | 588 | gdn | B3| edB
SESY | EXSS | Erg | eS| &r&
ITundenon 10,318 10,658 0,340 10,298 -0,020
[Mapa-xcunon 10,616 10,949 0.333 10,590 -0,026
Mera-kcunon 10,858 11,195 0.337 10,836 -0,022
HaonponunGenson | 11,985 12,344 0,359 11,990 + 0,005
Opro-keunon 12,533 12.878 0,345 12,521 -0,012
H-lIlponunbenson | 13,360 13.724 0.364 13,376 - 0,016
a-MetHunctupon * (17778 18,099 0.321 17,776 - 0,002
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Oronvanue mabauypi 2

= & 2 2
E g ~ E =) E .|
—_ (o]

gagn | @Rgn| 28« | BEAS | EZ2

SrSS | BRSNS | 8re | oers | &re
QeHUNaueTHIEH 18,806 19,081 0,275 18,766 - 0,040
F-MeTuncTHpon 20,248 20,558 0,310 20,242 - 0,006
benzanbaoerus 24,097 24376 0,279 24,028 - 0,069
Cpenxee A 0,326 0.028

* Henone3oean xax cmandapm 6 pacvemax RTL.

«DuKcauum» 3Ha4eHHH BpeMEH yaepPKHBAHHA
npu nepexone ot I'X-ITHJ na I'X-MCJ]

BTopo#i axcnepuMeHT GbUT NOCBAILEH NepeHocy HCXoAHOTo MeTona ¢ I'X Ne |
Ha I'’X-MC/J1. Heo6x0auMOCTS TAKOro nepencca BO3HHKAET fIpH HAEHTHRHKaLKH
HEHIBECTHBIX NpuMeced Ha xpomarorpamme, nomyvennoil Ha I'X c U] Ha-
npuMep, Ha nepeaHem ¢poHTe nHka dgreHHnaueTuneHa (pue. 4) 3aMeTHO MAeYo.
31y npuMeck Obino 6l npoule uaeHTHOUUKMpoBaTh No gaHHeiM 'X-MCJI, ecnn
Bbl 3HAuEHUS BPEMEH YIOECPXKHBAHHS KAK MOXHO TOUYHEE COBMAAARH C MOy4eH-
HbiMH ha [X-TTH]T.

[Hockonbxy ana xpomatorpagos ¢ [TMJ] u MCJ] nyulne cpaBHHBATL JaHHEBIE,
NOJIYYEHHDLIE B PEXKMME «NOCTORHHOIO JABIEHHA», HMMEHHO 3TOT  PEXHM
1 6b11 Menonklosal. Buavyane npoba crupona bbna npoananyanposana Ha ['X Ne |
npH 18.20 psi (125,5 kIla). Cnenyer obpaTvTh BHHMaHKE Ha TO, YTO BpeMeHa yJie-
PHHBAHHA HECKONBKO HonbLie, YeM ObUTH B PEKMME MOCTOAHHOIO NMOTOKY.

Ha cnenmyrouem stane Hy)xHe O6nilo onpefendTs napameTpsl XpoMartorpadgu-
yeckoro ananusa ang [ X-MCJI. Ins pacuéra napaMeTpoB, NpH KOTOPBIX [HKH
OYAYT BbIXOJHTL B TOM e NOpsAke, HCNONL30BAHA NPOrpaMMa TpaHcIAuMK (ne-
peHoca) ['X-meroaa komnanuu Xeionerr-Ilaxkapa [2. 3]. Jins Toro, 4yTobbl 3Ha-
YeHHs BPEMEH YIAEP/KHBAHHA COOTBETCTBOBANK APYT APYrYy, TEMNEepaTypHad npo-
rpaMMa TepMOCTaTa W BPEMA BbIXOJa HEYNEPKHBAEMOro KOMMOHEHTa Ha ['X-
MCJ] aOmKHEI GBITH TAKMMH e, kak ¥ B Metoge nns TX-TTH]I. Oanako nasne-
HHE B HIDKEKTOpe OYJAEeT MHLIM, MOCKONBKY AABNEHHE Ha BbLIXOJE H3 KONOHKH
B I'’X-MC/] coreplueHHo apyroe.

Urobbl onpeaenuth TOYHOE 3HAYEHHE HaBlieHns i «Qurcaimd» BpeMEH
yaepauBaHua Ha ['X-MCJIl, HeoBXonuMo 3aHOBO BLINOJHHTE rPafyHpOBKY, No-
CKONBKY B MOCNEAHEM clyuae Ha Buixoae xpomartorpada — sakyyM. Ha I'X-MCJ]
NpPOBEH MATh OMNLITOR CO 3HAYCHHAMKA AasncHUs B obnactH 8,44 psi (58,2 kITa).
Nockonpky 'X-MCJl, Hcnonp3oBaHHbIH B 3KCTICPHMEHTE, He Obtn ocHaléH
nporpamMubiM obecneyenuem RTL, na I'X Ne | 6611 co3nan GHKTHBHBIH MeTOA.
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H nannble kanubposky RTL gna FX-MCJ 661114 BBeaeHsl B Hero. fanee na I'X-
MC/1 6bin npoeencH NpobHeIK ananu3 0bpasua cTpona; ana «hUKcaunH» HCTo-
Nb30BaHO BpeMsA YIACPXKHBAHMA a-MeTHACTHpona. PaccunTanHoe no dukTuBHON
METOAMKE BXOJHOE 3HAYEHWE NABNEHHA, HeoOXoaMMoe AN  (UKCaLMH BpeMeH
YAEPKHBAHHA, HE COOTBETCTRYET BXOAHOMY Aabnendio ana ['X-MCJl, nockonbky
NPH HIMEPCHUAX Ha 000MX NpHOOpax pe3ko paIHYAKITCA 3HAYCHHA AABJeHUA HA
BLIXOJIE U3 KOJOHKH. [lna pacu&ra HOMHHANLHOrO jasaeHHs B MMxkekTope ['X-
MC]. kotopoe Obl cooTBeTcTBOBANO MeTOLy Ana ['X-ITH/I, B nporpamMme TpaHc-
AsuuK MeToaa BhibHparoT pexxuM “None™ (He HCnonb30BaTh) (pre. 7).

1« GC Method Translatan [ ] ]
i Crierion: " Troasiase Onky " BestEficlency ~ FastAnclysts & None | [ Speed gain: 1.00000

Translated Method

- Column -
{ ongih. 1] F &0
lnteml Doametier, pin (F F 320
Film R oo " Unlock
Thickneas, m o500 0508
Phose Ratio 169.0 £ 1608
| Carner Gos - - "hmi.um B
Enter tine Setpnist ~ Unlock
ilead Pressure, {p.{. o ,] T og44)
flow Rale, wl nimin .i 1.964 1 LB 3 b ]
Outlet Valocity. cm/aec 48 44 .
Average Velociw, cmisec 205 ~ 285)
Hold-up Time. [aum -] 15052 = 350562
| Owtiet Procuwe (wbisulute). pei 14 k4% roa
| Ambient Prossane (ob sokete), p 14 BYK ™ 1454%
_()vcl Temperatur: 11 eamp Pragram _vJ r Ramp " Final i Finod Fingd 1
Rate | Temp. | Time J
o Tomin - |
mitial 8 leddn |
a1 800 150 o000 |
- Sompiv informalion lNum:

Puc. 7. Tlporpamma nepeHoca merona
NPONOPUHOHANEHO NEPECYHTLIBALT YC/IOBHA ONLITA
AR I'X pa3fiHYHbIX KOMILIEKTAUHH

B 3toM pexume Bpema yaepxkuBanua B [ X-MCJl npunyauTensno sanaéres
Takum xke, yto u 8 I'X-ITUJ1. 3710 cooTreTcTRYET KOIPGDHUHEHTY CKOPOCTH, paB-
HOMY €AMHHLE (T. €. BpEMeHa YAepXHBaHHA coenanakoTt). PacyérHoe nasnenue
ana I'X-MCJ] cocranset 8.44 psi (58.2 klla). Cneagyer oOpariTs BHHUMAaHHE HA
TO, YTO FTO ML HOMHHANBLHOE faBneHHe, TpebyeMoe I MONYYEeHHS GIHIKHX
BPEMEH YJIEDPHHBAHHA.



Jna nOBLIEHHA TOYHOCTH METOAHKH «(HKCaUHH» HeoDXOAUMO, 4ToOL Ha
obounx npubopax coBnafank TeMnepaTypHas IIpOrpaMMa H Bpems YACPKHBAHHA
HCCOPOMPYIOLLErOCH KOMMOKEHTA.

Ilocne BBEAEHHS 3THX NOMPaBOK pacuyeTHOE 3HAYCHHE BXOAHOIO [NABNEHHA
ana FX-MCA cocrasuno 7,90 psi (54,5 xlla). 310 3Hauenue 6bINO 33AaHO
Ha I'X-MCJI.

Ha puc. 8 npupeneHsl ape xpomaTtorpammsl, noayueHHbnie na [X-ITKI n IMX-
MC nocne «pukcaumu» BpeMEH ynepXHBaHHs.

GC-F10

e L L

T T T T T T T T T T
10 30 50 70 90 110130 150 70 190

T T T T T
210 230 250 min

Puc. 8. XpomaTorpammel I'X Ne | u I'’X-MC/l nocne «pucaunu»
BpeMEH yaepkuBaHHA. PexBM “NocTOAHHOrO aaBnenua”

B Tabn. 3 npueenens! pesynvratsl, nomydenHsie va I'X-ITU]] u T'’X-MC/]I no-
cie «(HKCAUHH» BPEMEH YAEPKHBAHHA.
Tabauya 3

CpaBHeHRe pe3yaLTaToB, noay4eHnsix Ha FX-TTHJA u I'X-MCJ]
nocie «pHKCANHHY BPpeMEH yaepKHBaHUA

Hcxonneiit onkit Pa3nocTs

Beuectso rX-Muj, X-MCJI, 3HaYeHHH BpeMeHH

125.5 klla 54.5 klla YAEPHKHBAHHS, MHH
2tunbenson 10,315 10,338 0,023
Tlapa-kcwion 10,620 10,642 0,022
Merta-kcwion 10.869 10.890 0,021
H3onponnnbenson 12,038 12,053 0,015
Opro-kcunon 12,613 12,630 0,017
| #-Tlponunbenson 13.492 13,508 0,016
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Oxonvuanue mabauyst 3

Ucxonnslii oneiT Pa3znocTs
BeuwecTao I'X-TTHA, FX-MCA, IHAUEHWIi BPEMEHH
125,5 xlla 54,5 klla YOEPHHBAHHA, MHH
a-Meruncrupon * 18,276 18,267 0.009
deHnnatleTHneH 19,406 19,389 0,017
f-MeruacTupon 21,008 20,987 0,011
beHlaneaerva 25475 25415 0.060
CpenHee 3HaueHHe 0,021

* Henoavsogan kax cmandapm e paciemax RTL

Kax BMAHO W3 AaHHBIX Tabn. 3, pacxoxkAeHHEe 3HAUYEHHH BpEMEH yAePKHBAHUS

cocTaenser He bonee 0,02 mMuH.

Ha puc. 9 npHBeaeH pe3ynbTaT HASHTHQHKALMH MPHMECH, NPOABAAIOILETHCS
B BHIE Mneua Ha nepeaHem GpoHTEe NHKa QeHHNaLETHIEHA MO MAKCHMAIbHOMY
COBMAJCHHK} 3KCMEPHMCHTaNBHbIX JAaHHBIX C OuBNIHOTEUHLIM MAacCC-CIEKTPOM.
Bnaronaps npumenenuio RTL, ¢opma nukos Ha xpomatorpamme I'X-MCJI octa-
érca Takoil ke, kak ¥ Ha I'X-TIM]l, speMeHa ynep»HBaHHA TaKKE COXPaHAIOT
CBOH 3HAYEHHS, YTO YNPOLIAET CPaBHEHHE PE3YILTATOB, MOMYyYEeHHBIX HA 0DOHX
npubopax.

QeHnnaueTined
1

1-3THANR-3-MeTNDEH30N

176

T I I I T T T T T T T 1 T T I T T T

18,0 18.4 18.3 192 196 20,20 min

Puc. 9. Macc-cnekTpanbHas HACHTHOHKALKS NPHMECH,
NpOABRNAKILENCH B BHAE N1C4YA HA PPOHTE NHKS peHuIaLeTHIeHa
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Jakawuenue

Ilpumenenne nporpaMMmel «(hHKCcalMH» BpeMEn yEPXKHBAHUA YNPOLLAET BOC-
NPOH3BCICHKE DE3yNLTATOB NpH Nepexoje ¢ xpomatorpada Ha xpomarorpad,
C KOJIOHKH Ha KOJIOHKY H ¢ JleTeKkTopa Ha aetekTop. [1pH ananuie npobw cTupona
no Meroanke ASTM D5135 pacxoxaeHne 3Ha4YeHui BPEMEH YAEPKHBAHKA NO-
cne «urcaudn» coctauno He Gonee 0,06 MHH.
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