CoBpeMeHHbIle acneKTbl XxpomaTorpadumn

KayecTBeHHbIM aHanNu3 B XxpomaTtorpadpunu

MuHaxesa lNyawapar CanayaTtoBHa — A0KTOP nNeaarormyeckux
HayK, KaHANAAT XMMUYECKUX HayK, npodeccop Kadeapbl
AKXuTP3



KAYECTBEHHbIA AHATIU3 B XPOMATOIPA®UN

1. Mo BpeMeHu yaepXnBaHUsi — CpaBHEHWE BPEMEH yaepXKNMBaAHNSA MHOANBUAYaANbHbIX
COEANHEHUIN C BpEMEHaMM yaepXnMBaHNSA xpoMaTorpaduyeckmnx nmkos.
OCHOBHOE pasusio: BpeEMS yaepXMBaHNA NOCTOAHHO NPU NOCTOSIHHbLIX NapamMeTpax pasaeneHus.

2. Mo nigekcam Kosaua — pacyet nigekcos Kosaya no BpeMmeHaMm yaepXuBaHUA H-aslkaHos.
[lpumep: BelwecTBo ¢ nHaekcom Kosava 1750 HaxoanTcAa Ha XpoMmaTorpaMmme POBHO
mexay H-Ci7 nH-Cyg

UHpekc yoepxueaHus KoBaya — 3To 6e3pa3mMepHbIv NnapameTp, XapakTepusyroLmnm

yaepxmnsaHne copbaTta oTHoOCUTENbHO H-arikaHos. UHAEeKC yaepXXuBaHus onpenerisieMoro BelecTsa
paBeH Yncny yrnepogHblX aToMOB B MoJsiekyne, yMmHoXXeHHoMy Ha 100 en. Hanpumep, onsa meTtaHa
(CHa4) — 100, ataHa (C2Hse) — 200, nponaHa (C3H8) — 300, aoekaHa (C10H22) - 1000 n T.4.

3. Mo _cnekTpanbHOM MHcOpMaUMK, NONYYEHHOW CO CheKTparibHbIX OETEKTOPOB. CpaBHEHUE
MNOSTyYEHHLIX CMEKTPOB CO CNeKTpaMmu nHamsuayanbHbIX cCOeaUHEHUN (MaCC-CNEKTPOMETPUYECKUIA
OeTeKkTop).

AlikaHbl (napacuHbl, makxe HacblWeHHblIe unu rpederibHble yar1ieeo00poldbl) — auuknuyeckue yarneeo0opolsbl
JIUHeUHOo20 uru pa3eemesiEHHO20 CMPOEHUs, coodepxawue morsibKO rpocmele (OOuHapHble) cesa3u u obpasyruue
aomorioaudeckul pssd ¢ obweu gopmynou C.H,. ., . Omo knacc anugamuyeckux yar1e8o000p0o008, UX yariepoOHbIe
amombl cesizaHbl Opy2 ¢ Opy2aoMm 8 rnpsamou rocredogameribHoOCmu.



OCHOBHbIe NOHATUA

KomMnoHeHTbl aHanusupyemom cmecu (copbatbl) BMmecTe ¢ NoaABUKHOM dha3oi
nepeaBuUraloTca BAO/Ib CTaLMOHapHoOM ¢pa3bl (copbeHTa).

AHanmsmpyemyro cmecb OObIMHO NOMEWAT B  CTEKAAHHYHD UM
METANININYECKYIO TPYDOKY, Ha3biBaeMyto KOJIOHKOM.

B 3aBUCMMOCTU OT CU/Ibl B3aMMOZENCTBUA C NOBEPXHOCTbIO copbeHTa (3a cyer
aacopbumm UM No Kakomy-mbo Apyromy mexaHu3my) KOMMOHEHTbl byayT
nepemeLlaTbCs BA0/Ib KOJIOHKM C pa3HOMU CKOPOCTbIO.

OAHM KOMMNOHEHTbI OCTaHYTCS B BepXHEeM c/ioe copbeHTa, Apyrne, B MeHbluUel

CTENEHN B3aMMOAENCTBYIOWME C COPOEHTOM, OKaXKyTCsd B HMUXKHEM 4acTu
KOJIOHKM, @ HEKOTOPbIE N BOBCE MOKUHYT KOJIOHKY BMeCTe C NoABUKHOM da3om
(Takme KOMMNOHEHTbl HA3bIBAlOTCA HeyAep:KUBAEMbIMU, a BpemA UX
yAEepKMBaHMA onpeaenseT “meprBoe Bpema” KONOHKN).




OcHOBHble XxpomaTorpacdpuyeckue napameTpbl:

{rR - BpemMsa yoepXxnuBaHuUsa (om esoda rpobbl 00 Makcumyma ruka), 3aBUCUT OT NPpUpoabl

BellecTBa 1 copbeHTa, HO HE 3aBUCUT OT KonnyecTta nNpobbl. Takke, tr MOXeT
MEHATLCHA OT KOJIOHKN K KONMOHKeE.

tr” - ucnpaBneHHoe BpeMs yaepXXuBaHus,

)
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tm - Bpema npebbiBaHUs BeWeCcTB B NOABMKHOW dpase (ghakmuyecKu pasHo 8peMeHU
MPOXOXXO0eHUS Yepe3 xpoMamozpagh HecopbuposaHHO20 KOMIMOHEHMa),

ts - Bpems npebbiBaHUA B HENOABWXHOW (pa3e.



VR - yAepXuBaeMbIn 00beM (ob6vem nodsuxHoli ¢pasbl):

VR =F1tRr
K - dbakTop yaepxunBaHus (eMKoCTH), 3Ta BennymHa a/coctaBnatb oT 1,5 ao 4;

a - pbaktop pasgeneHust (Ko3IPPULMNEHT CENEKTUBHOCTN);
Rs - paspelueHne n oueHnTb 3OPEKTUBHOCTbL XpoMaTorpadonyeckom KOSTOHKM.
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Rs - pa3pelueHue siIBNsieTcs Mepon NONHOThLI pa3aeneHus AByx BelwlecTs. Ecnn Rs paBHO

nnu donble 1,5 pasgeneHne cHnTaeTcst NOSTHbIM.
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C nomouwbo 39TUX MapamMeTpoB MOXHO OuUeHUTb 3JPEKTUBHOCTL XpomMaTtorpadonyeckoun
KOJTOHKW.
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gpemMs yoepxxueaHusi — BPEMS OT Hayana aHanusa 4o MakcumMmyma nuka;

nnow,adb — 0bnacTb, 3aKn4YeHHasa Mexay NMMKoOM 1 orpaHuymBatoLlen ero 6asoBon NUHNEN;
8bICOMa — pPaccTosiHne Mexay 6a3oBon NMMHNEN N MAKCUMYMOM MUKa;

WupUHa rnuka — Ha rnonoBUHE ero BbICOTHI.



WOEHTUOUKALNA NMTNKOB

oeHTndunkauma — 3TO OTHECEHME MWKOB Ha XpomaTtorpamme K TOMY WU UHOMY
KOMMOHEHTY W3 CNuUCKa KOMMOHEHTOB [AaHHoro metoga. [lpy atom npowusBoauTcd
CpaBHEHWE pacCyYMTaHHbIX MapaMeTpPoB yOepXMBaHUS BceX OBOHapyXeHHbIX Ha
XpomMaTorpamMmme NuUKoB C MHGOpMaUMeNn, XpaHAawenca B Tadbnmue KOMMNOHEHTOB.

NoeHTndukauma KOMMOHEHTOB MO OAHOMY WM MO HECKOSNIbKMM  OeTeKkTopam
OCYLLECTBAETCS crneayrLwwmnmm cnocobamu:

1.no nHpekcam yaepxmBaHusa (Kosava);

2.M10 abCONMTHOMY BPEMEHU YAEPXKUBAHUS;

3.M10 OTHOCUTENIbHOMY BPEeMEHU yaepPXUBaAHUS;

4.0 OTHOCUTENIbHOMY O0bEeMY yAepXXNBaHUSA;

5.n10 BpeMeHu yaepXXnBaHUs U COOTHOLUEHUKO UHTEHCUBHOCTEU NMUKOB Ha
napannesnbHo (nocnegoBaTesibHO) paboTalowmnx AeTeKTopax;

6.n0 TemnepaTypam KUMeHus.



UHpekc yaepxuBaHua (Retention Index - RI) BewectBa X B KOMIOHKE HenoaBuXHOW a3on
xapaktepunayetcsa npu temnepatype T (°C) OTHOCUTENbHO OBYX H-a/IKAHO8 C YUCIOM YrnepoaHbIX
aToMOB N M n+l, paccynuTbiBaeTcsad NyTeM JIMHEWHOW WHTEpnonsunn rorapndmoB MCNpaBnNeHHbIX
napamMeTpoB yaepKNBaHUA:

| (X) =100((1g t'r(x) - Ig t'a(n) N)/(Ig ta(n+1) - Ig te(n)) + n)

npu cobnioAeHNN yenoBust: 'y <= t'py <= t'rig)-

[ NaBHbIM [OCTOMHCTBOM cucTeMbl RI aBnaetcs ee HarnagHocTb. 1o onpeneneHvio H-ankaHam
NPUNNCbIBaAOTCA 3HAYEHUA UHOEKCOB YyOEep)XMBaHUA, paBHbIE YUCITY YrIepoaHblX aTOMOB B MOJIEKYNeE,
yMHOXeHHOMY Ha 100 en. Hanpumep, onsa metaHa — 100, nponaHa — 300, gekaHa — 1000 u m.o.
Bogopoay npvnucebiBaeTca 3Ha4YeHUe MHOEKCA paBHOE HymM. TN Yncna u obpasyroT B WKane MHOeKCoB
yOoepXnBaHNA ceputo PUKCMPOBAHHbLIX TOYEK.

OpgHako, Takoe rpadudeckoe onpegeneHne WHOEKCOB yaepXuBaHusi He obecnednBaer
HeobXoOAMMOM TOYHOCTU pe3ynbTaToB, W TMO3TOMY MPU BbINOSIHEHMM OTBETCTBEHHLIX aHanmn3oB
peKkoMeHayeTCcss HaxoauTb HAEKChl Rl _pacyeTHbIM NyTEM.

UHaekcobl yaepxmBaHua (Retention Index - RI) ato 6e3pa3mMepHbin NapaMeTp, XapakTepusyroLnm
yaoepxunsaHne copbaTta OTHOCUTESIbHO H-asikaHos. LLIMpoko ucrnosnb3yeTtcss B Ka4eCTBEHHOM aHanuie
ONA pelleHna CIOXHbIX 3afad, Kak, Harpumep, naeHTUdrKaLuma KOMNOHEHTOB HEQDTU U T.A.

[ToCKONbKY 4MCneHHoe 3HaveHue uHaekcoB KoBaya onpegendercs nuib (PU3MKO-XMMUYECKUMU
CBOMCTBaMM aHanuU3npyemoro BellecTBa, NPpUpOoAonN HENnoaABMKHOW dhasbl M TeMNepaTypHbIM _PEXUMOM
KOJIOHKM, Rl MOXHO nocTaBuTb B psd C TAKUMU U3BECTHLIMM KOHCTAHTaMW, Kak Temnepartypa KUMeHus
(nnaBneHust), NSIOTHOCTb UIN NOKasaTelb NPenoMieHus.




NHoekcbl KoBaya

(RT, — RT (n — alkane X))

x 100
(RT(n — alkane X) — RT (n — alkane X + 1))

RI =X x100 +

roe:
RI - Retention Index

X — HOMep H-alikaHa, BbIXOOSLLEro U3 KOSIOHKM nepen aHanunTowm;
X+1 — HOMep H-asikaHa, BbIXOOALEro U3 KONIOHKM NOCne aHanuTa,

RT — Bpems yaepXuBaHus, MUH



H-AIKaHbl Ha XpoMaTorpamme HedpTu

Abundance TIC: zhanaozen Didata.ms
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NaeHTUPUKaLMA NO BpEMEHN YaAEPKNUBAHMUS
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[Tpnmep 1

Bpema yoepxmsaHna Hen3BecTHoro nmka 14,44 muH. JaHHbIN MUK Ha
XpomMaTorpamme Haxoautca mexay nukamu H-C,o n H-C; 1, BpeMeHa yaepXuBaHna KOTOPbIX

coctasnsaoT 13,83 1 15,51 M1UH, COOTBETCTBEHHO.
Hangute nHgekc yoepxvuBaHns HeM3BeCTHOro Nuka.

14,44 — 13,83
15,51 — 13,83

X 100 = 1036

RI =100 10 +



[Mpumep 2

CornacHo bunbnmnoteke NIST, nHgekc Koeava peHona coctaBnsieTt 955.
[lpoaHanmanpoBaB CMeCb H-afnkaHOB YCTaHOBIIEHDI

BpemMeHa yaepxmnsaHus H-C9 n H-C10, KoTopble coctasunn 9,55 n 11,32
MWH, COOTBETCTBEHHO. OnpeaennTb pac4eTHOE BPEMS YAEPKNBAHUSA
doeHona.

NIST — National Institute of Standards and Technology — HaUunoHanNbHLIM NHCTUTYT CTAHL4APTOB U
TexHonornu CLA, aHanor otedectBeHHoro ['ocCtaHaapTta PK, Takke NlocCtaHpgapta PO n 1.4..

NHCTnTYT Nnybnunkyet ¢ Havana 1990-x rogos Ctanaaptbl (FIPS) n 6bonee getarnbHble
pasbsacHeHusa/pekomeHgauum (Special Publications) B o6nactn nHdopmaunoHHOM 6e30nacHOCTMW.

FIPS (Federal Information Processing Standards) - amo Habop cmaHOapmos, ornybriukogaHHbItU HACmMT CLLA.

3mu cmaHOapmbl onpedernsgtom mpebogaHusi K pasfludHbIM acrekmam UHpopMayuoHHoU 6e3ornacHocmu, 6KrYas an2opummbl
wughposaHusi, MemoObl aymeHmucgbukayuu, cmaHOapmsl 0bpabomku OaHHbIX U Opya2ue mexHuU4Yeckue acriekmsl. BaxHo ommemume,
ymo cmaHOapmbl FIPS obsidameribHbl Orisi ucrosib308aHusi 80 ecex hedepasibHbix aceHmcemeax CLUA u yacmo rnpumeHsiromcs U 8
YacmHoOM ceKkmope Kak pekomeHdauyuu rno obecrnedyeHuro besonacHocmu UHgopmauuu.



[Tpnmep 2 - pelleHne

CornacHo 6ubnnoteke NIST, nHaekc Kosaya peHona cocrasnaet 955.
[MpoaHaNM3npoBaB CMeCb H-a/IKAaHOB YCTAaHOBIEHbI BpemeHa yaepXunusaHmna H-CO u
H-C10, koTopsble coctasmnan 9,55 1 11,32 muH, cooTBeTcTBEHHO. OnpeaenunTtb
pacyeTHoe Bpems yaeprKuBaHua deHona.

X -9,55

— %X 1
955 =900 + , j=5—g55-*100

X =055 (1,32-9,55 )+9,55= 10,52 MuH



B xpomaTorpadun ngeHtTudpukaumsa n ayTeHTudpukaumsa tTakke MoryTt 6biTb NPUMEHEHDI,
XOTS 3TU TEPMUHbBI YaLle CBA3bIBaOT C MHPOPMAaLMOHHOW BE30MacHOCTLIO.

1.UpeHTudomkauma B xpomartorpadumn:. OnpegeneHune BelecTsa Unm CoOegNHEHNS Ha
OCHOBE €ro YHUKarbHbIX XapakTePUCTUK, TaKUX KaK BpeMS yaepXMBaAHUA B KOJTOHKE
Xpomatorpada, cnekrparbHble XapakTepPUCTUKKN (Hanpumep, Macc-cnektp, Y®-cnekTp),
NN gpyrne XxapakTepmucTuUKn, KOTOpble CONOCTaBNATCS C 3TaNOHHbIMU AaHHBbIMU.

2.AyteHTUdMKauma B xpomartorpadumun: lNposepka NogrMMHHOCTU NN YACTOTbI
obpasua Ha OCHOBE ero coBrnageHusi C 3TanoHOM Unn CTaHgapTOM. OTO MOXET
BKHOYaTb CpaBHEHWE pe3ynbTaToB XpoMaTorpagpumyeckoro aHanmsa ¢ gaHHbIMU
aTarioHa, a TakKe UCnosfib30BaHWe OpYyrnx MeTOO40B, TAKUX Kak CpaBHEHUe
cneKkTpanbHbIX aHHbIX NN XUMUYECKNX CBOUCTB. MITaK, B KOHTEKCTE XpomMaTorpaduu,
NOoeHTNONKaLNAa OTHOCUTCA K onpedesieHnto BELECTBa, a ayTeHTUukauma - K
npoBepKe ero NOASIMHHOCTU UKW COOTBETCTBUA CTaHOAPTY.




WOEHTUDOUKALNA MO ABCOJIOTHOMY BPEMEHU YOEPXXUBAHUA

Hanbonee npocton crnocod uaeHTUduMKauum — Mo BPEMEHU YAEPXKMBAHUSA, TO €CTb
CpaBHEHME BPEMEHU YyOEpPXMBAHUS aHanM3nMpyemMoro KOMMOHEHTa CO BPEMEHEM
yaepXnBaHNA M3BECTHOrO COEAMHEHUSI MPU CTPOro 3adaHHbIX YCNOBUAX aHanusa. [Ons
npoBeaeHnss wunaeHTudukaumMm nmka no BpPeMEHW YyaepxuBaHusi B __bubnuoteke
KOMMNOHEHTOB JOJIKHA cogepxaTbca MHpopmaums:

*HaUuMeHOB8aHUe KOMIMNOHEeHMa;

*8peMSs yoepKueaHus;

*OKHO rioucka rio epeMeHu (8 eQuHuuax epemMeHU).

OKHO noucka — rpaHuubl 0bnacTu, B KOTOpon B6yaeT oCyleCcTBNATLCA MOUCK MUKA Kak B
NONIOXNTENBbHYIO, TaK U B OTPMUATENbHYO CTOPOHY OT 3adaHHOro B Tabnuue napameTtpa
yaepXXnBaHus.

[Tpn 3ag4aHnUM OkHa HEODBXOAMMO CTPEMUTLCS, YTOBLI €ro LWnpmHa bblna 4OCTaTOuHON ASS
nonagaHunst NMKa B OKHO NPU HEU3BEXHbIX UBMEHEHUSIX BPEMEHU YAEPXKMBAHUS, HO N HE
CNULLIKOM B6onbLIon, 4TOBbLI B HErO HE nNonagann cocegHne NUKN.

B cnyyae ecnu B OKHO noucka nonagatT HECKOSIbKO MUKOB, TO Cpean HUX BblbMpaeTcs
MUK, MEKOLLINN MaKCUMaIbHYK BEPOSATHOCTb MaeHTudukaummn (Haubosiee UHMEHCUBHbIU
unu énuxauwuu Kk bubrnuomeyHomy epeMeHU).




I OeHTUOUKAUMA NO CNEKTPY

TIC Macc-cneKkTp NpuCyTCTBYET B KaXKA0MN TOUKe
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M OEHTUPUKAUMA MO CNEKTPY
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