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"paKTW-IECKVIe pekoMeHaauuu no BbI60py
HEHO,D,BM}KHOﬁ )-I-(VI,D,KOﬁ (I)aBbI N reoMeTpu4eCKux rnapamMeTpoB KOJIOHKHU
npuv onpeaesieHnn TpuatTunaMmHa MeToaom rasoBou xpOMaTorpadmu

A. H. Uoyrcu, M. A. Cymuos, A. T. Capuunkas, A. H. baunos

DenepanbHOE roCyIapCTBEHHOE OIOIKETHOE YUpeXIeHNE
«HayuHpblii IEHTpP 9KCMEPTU3bI CPEACTB MEAUITMHCKOTO MPUMEHEHHUSI»
MuHucTepcTBa 3apaBooxpaHeHust Poccuiickoit deneparnmu,
Poccniickas ®deneparnust, 127051, Mocksa, [TetpoBckuit OyibBap, 1. 8, cTp. 2

Cmamos nocmynuaa 02.06.2017 e. [Ipunama k newamu 21.08.2017 e.

Pestome: B cTarbe npencraBieHbl pe3yabTaThl SKCIEPUMEHTATbHBIX UCCISI0BAHUI 110 BBIOOPY HETIOABUXKHBIX XXUAKUX (a3 (CTarumo-
HapHbIX (ha3) A5 Ta30KUIKOCTHOM XpoMaTorpacdru, KOTOPbIe MOKHO HMCITOJIb30BATh JJIsi KOHTPOJISI COIEPXKAHKS OCTATOUHOTO Opra-
HUYECKOTO PACTBOPUTEJISI TPUITUIIAMUHA B CPEICTBAX MEAMIIMHCKOTO MPUMEHEHMsI. BbIMosHeHa cpaBHUTEIbHAST OLIEHKA BEJTMYMHbBI
OTHOCHUTEJILHOTO CTAaHAAPTHOTO OTKJIOHEHUS IUIONIAAN MKA TPUATUIIAMUHA, €T0 BPEMEHU YACPKUBAHUS U (haKTOpa aCUMMETPUM
MUKa Uil pa3indHbix (a3 u pactBoputeseit. JJaHbl peKOMeHIAUK MO BBIOOPY XpoMaTorpadruyecKux KOJOHOK Uil ONpeae/ieHUsI
TPUSTUIIAMUHA.

KnioueBbie clioBa: KOHTPOJIb KQUueCTBA; ra30XKUIKOCTHAsI XpomaTorpadusi; crauoHapHblie da3bl; TPUITUIAMUH; (GAKTOP aCUMMET-
pUU MUKa.

bubauorpadpuyeckoe onucanue: Moyrcu AH, CymiioB MA, Capuunikast AT, Bannos AH. [Tpaktniyeckue peKoOMEHIALMK TTO BEIOOPY
HETOIBUKHOM XHUIKOM (ha3bl U TEOMETPUUYECKUX TTapaMeTPOB KOJIOHKH IPH OIpeIeIeHUU TPUITHIIAMUHA METOJIOM Ta30BOI XpoMa-

torpaduu. Benomoctn HayuHoro 1ieHTpa sKCrepTu3bl CpecTB MeauiinHcKoro npumeHenus 2017; 7(3): 170—174.

OcTtaToyHble OpPraHMYecKHe pPACTBOPUTEIU — BTO
pPacTBOPUTENIU, KOTOPbIE MCIOJIb3YIOTCS Ha JII000i cTa-
WY TIPOU3BOJICTBA JIEKAPCTBEHHOTO CPEICTBA W TTOTHO-
CTBIO HE YHaJSIIOTCS TIOCJe 3aBepIIeHMST TEXHOJIOTHYE-
ckoro mpoiiecca. [IpeneabHO NOMyCTUMOE CONepX)KaHue
OpPraHWYECKUX PACTBOPUTENICH B IEKAPCTBEHHBIX CPENICT-
Bax OIPEIEIISICTCS CTETICHBIO X BO3MOXHOTO PUCKA TSI
3M0pOBBsT yejoBeKa. [103TOMy B KCHepTH3e KauyecTBa
CPEACTB MEAMIIMHCKOTO MTPUMEHEHH ST BaKHBIM aCTIeKTOM
SIBJISICTCSI KOHTPOJIb COMEP>KaHUsI OCTATOYHBIX OpraHNYIe-
CKUX pacCTBOpUTENeH B (hapMaIleBTUIECKUX CyOCTaHITUSX
1 B TOTOBBIX JieKapcTBeHHEIX ¢opmax. Hambomee pac-
MPOCTPAaHEHHBIM [IJIs1 BBIMIOJHEHUsI TaKOW 3aJaud B TaH-
HOil cdepe SIBIsIeTCsl METO Ta305KUIKOCTHOM XpoMaTo-
rpacdun (I'KX) B coueraHuu ¢ miaMeHHO-UOHU3ALUOH-
HBIM JeTeKTupoBaHuem [1, 2].

Cpeny OCTaTOYHBIX OPraHMYECKUX pPacTBOpUTEsEH
MHOTHE BeIIecTBa 00JIalaloT JOCTATOYHO BBICOKOU ITO-
JIApHOCTBIO. OTmpesaesieHre MOJISPHBIX COSTUHEHUM Me-
tonoM I'2KX 3ayacTyio conpsizkeHO CO MHOTUMMU TPYIHO-
ctsimu. Haubosiee pacipocTpaHeHHbIe — Pa3MbIThIN He-
CUMMETPUYHBII XpoMmaTorpauyecKuii MUK, HU3Kas
BOCTIPOU3BOANMMOCTH TIIOIAIN MTUKa (BBICOKME KO hU-
LIMEHT AaCUMMETPHU ITMKA ¥ OTHOCUTEIbHOE CTaHAapTHOE
oTrkioHeHre (RSD) miomiaau muka COOTBETCTBEHHO),
BBICOKMIA TIpesies1 oOHapyxxeHus. Takue TpooIeMbl TIpH
OTpe/ieJIEHUH TIOJIIPHBIX COSTMHEHU MOTYT BOBHUKATD,
HampuMep, BCIEACTBUE MX aJCOpPOIMM Ha TTOBEPXHOCTU
XxpoMmaTorpaduueckoi KoJoHKHU [3—6].

BoabmHCTBO TpUMEHSIEMBIX ceifdac B hapMarieB-
TUYECKOM aHaJIM3e KOJOHOK JUISI Ta303KUIKOCTHOM Xpo-
Marorpaduy — KBaplieBble KanuuUIIpHbIe KOJOHKH, Ha
BHYTPCHHIOIO CTEHKY KOTOPBIX HAHECEHBI DPa3JIMYHbIC
TTOJTMMEPHBIE TIOKPHITHS. [1py HAHECEHN U TOJTMMEPHOTO
MoauduKaTopa IMOBEPXHOCTH IIPOU3BOAWTENHL BCEraa

WMEEeT JIeJI0 C OCTAaTOYHBIMU CHJIAHOJBbHBIMM TPYITaMu
kBapua. Mx neakTuBalusi — BaKHasl CTalusi TPOU3BOI-
cTBa Xxpomarorpaduyeckoid konoHku. OgHa M Ta ke
crainMmoHapHas (asa, mojayyeHHast pa3HbIMU TTPOU3BOIN-
TEISIMM, MOXET MPUBOIUTL K PA3TMIHBIM pe3yJbTaTaM
OITHOTO U TOTO €& XpoMaTorpacuyeckoro onpeneaeHus.
DTO MOXHO CBSI3aTh KAK MMHUMYM C Pa3HO# TeXHOJIOTHU-
eil MPOM3BOJICTBA U PA3JIMYHBIMU CIIOCOOAMU JIeaKTUBA-
I OCTATOYHBIX CHMJIAHOJBHBIX TPYNIT B YaCTHOCTH.
CTOUT OTMETUTh, 4YTO TMOJO0OHAs JeakTUBALIUS TPU
NPOU3BOJCTBE BJMSACT M Ha CBOMCTBA JIAWHEPOB IS
uHxexropa [7, 8].

JaHHbIe TIPOOJIEMBI — HE PEIKOCTh U B BKCIIEPTU3E
CPeICTB MEIMIIMHCKOTO MIPUMEHEHUS B cIydyae ompeje-
JICHWS, HallpuMep, aMMHOB. B maHHOIi 06;1aCTH METOI0OM
I'KX npuxonutcs omnpenensiTb TPpeUMYyIIeCTBEHHO alu-
(baTryeckure aMuHBI, YTO TOPA3A0 CAOXHEE MO CpaBHEe-
HUIO C apOMATUYECKUMU (C TOUKU 3pEHUS X peaKIIMOH-
HOCITIOCOOHOCTM M aIcopOlMM Ha BHYTPEHHEHN CTEeHKe
KaNWUISIPHOUM KOJIOHKM). IJ1s1 TOro 4roObl CHU3UTH He-
XKenaTeabHble 3(h(GEKThl, BaXXHO MOA00paTh ITOIXOMIS-
1y HenmoauxkHYy10 daszy (HD) mist KoHKpeTHOTOo ornpe-
NIEJIIEMOTO COeAMHEHUST (WJIM TPYIIbl COSAUHEHUIA).
CTOWT COTTOCTaBUTD TOJIIPHOCTH OTIPENIEISIEMOTO COSTN~
HeHus u camoit H®, nmogobpars xpomaTorpapuuecKyio
KOJIOHKY C TOAXOMSIIMMU i1 KOHKPETHON LeNu Teo-
METPUYECKMMU TlapaMmeTpamMu. Mbl TipejyaraemM pac-
CMOTpPETh OCHOBHBIC KPUTEPUU BHIOOPA KOJIOHKH IS Ta-
30XpoMarorpauieckKoro aHajamsa IOJSPHOTO TPUITH-
nmamuHa (TDA), MOCKOJbKY 4YacTO TPYAHO BBINOJHUTH
TpeboBaHUs 0 (PaKTOpPEe aCUMMETPUHM €T0 TThKa 1 3PdeK-
TUBHOCTHU XpOMaTorpamuyeckoil CUCTeMbl B HOpMaTUB-
HBIX TOKYMEHTax (pvpM MpOU3BOIUTEIICH.

Iens nanHO#t padOTHI COCTOUT B TOM, YTOOBI BEIOpPATh
HEeMOABIXKHBIE (ha3bl Wil omnpeaeneHus TOA, KOoTophie
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MO3BOJISIT MOJYYUTh BBICOKHME XpoMaTorpaduyeckue ra-
paMeTphbl ero Muka Ha XpoMmaTtorpaMmax M, Kak CJIeICT-
BUE, TOCTOBEPHO OIPEAEIUTD €T0 CoAepKaHUe.

Meronuku onpeaeseHus: TOA B cyObcTaHLIMSIX U Jie-
KapCTBEHHBIX TIperapaTax B 3HAUYMTEIbHOM CTETIEHU TPeI-
MOJIaraloT IIPUIIEBON BBOM XHMIKHUX TTPOO B XpoMaTorpa-
¢uueckyio cucteMy. [ToaTomy Mmosie3HO Mccaea0BaTh, Kak
BBIOOP paCTBOPUTEIS JIJISI TPUTOTOBJICHYSI aHATTU3UPYEMbIX
pactBopoB TOA BiMsieT Ha HEKOTOPbIE XpoMaTorpaduye-
CKUe TapaMeTphbl ero M1Ka (aCMMMETPHIO, BOCIIPOU3BOIM-
MOCTb TUTOLIA/IEN U BPEMEH YIEPXXUBAHUS).

He crout 3a6b1BaTh 0 MHOTOOOpa3uu XpoMaTorpa-
¢uyeckoro o0OpymoBaHUS, OJOCTYIIHOIO pPa3zHOOOpa3us
KOJIOHOK, JIaiiHepoB U T.1. Bce 310 paznuyaercs U pa3Bu-
TO HE B OJIMHAKOBOI CTEIIEH! Ha 3aBOJIaX, MPEATPUSITUSIX
u ¢papmaneBTuueckux pupmax. Takum oOpa3om, aBTOPbI
craTeit He MOTYT MPETEeHI0BATh Ha TTOJIHOE BOCITPOU3BE-
JeHWe XpomaTorpacduyeckux TapaMeTpoB sl THKa
TOA, nosiyyeHHBIX C TOMOIIbIO HAIIETO 000PYIOBAHUS U
OCHAILIEHUSI.

MATEPWAJIbI U METOAIbI

B paboTe ucnonab3oBaay TPUSTUIAMUH (AHAJTUTUYE-
ckuit cranmapt, «Merck», I'epmanus), N,N-gumerui-
dopmamun (xummdecku yncteiit, «Fluka», CILIA), xmo-
podopm (ocoboit uyucToThl, «KommoHeHT-PeakTus»,
Poccust), ruapoxkcun Hatpusi (YUCTBIM IJIs1 aHanIuU3a,
«Sigma-Aldrich», CILA). [Ins1 npUroToBJieHUs] PacTBO-
pPOB UCMOJIb30BAIM BeChl aHanuTudeckue («Mettler
Toledo», I'epmanms), cucremy oumctku Bombl Milli-Q
Integral 5 («Millipore», ®panuus). s razoxpomato-
rpacuyecKoro aHaau3a UCIOJIb30BaIu ra30BbIi XpoMa-
torpad Agilent 7890A ¢ mmaMeHHO-MOHU3AIIMOHHBIM JIe-
TEKTOPOM, OCHAIIEHHBIN aBTOCOMILIepoM Agilent 7683B
(«Agilent Technologies», CIIIA).

B kauecTBe MOABMKHON (ha3bl NCMOA30BAIU TEJIUIA.
B kauectBe H® wncrnonws3oBaiu xpomaTorpaduueckue
KaIlWIISIpHBbIE KOJIOHKM, KOTOPHIE, KaK MpPaBUIO, PEKO-
MEHIYIOT K MCITOJb30BaHWI0O B HOPMATUBHBIX TOKYMEH-
Tax NpeanpUuITUNR-TPOU3BOIUTEIICH:

— DB-624 (30 M x 0,32 MM x 1,8 MKM; 30 M x
x 0,53 MM x 3,0 mxM, «Agilent Technologies», CIIIA) u
VF-1301ms (30 M x 0,32 MM x 0,25 MKM, «Agilent
Technologies», Hunepnanael) ¢ MoaudukaTopoM Ka-
mwutsipa 6 % mmaHonponuideHmwI - / 94 % IMMeTWIO-
JINCUJIOKCAH;

— DB-5 (30 M x 0,32 MM x 0,25 mxm; 30 M x 0,32 MM x
x 1,00 mxm; 30 M x 0,53 mm x 3,0 MkM, «Agilent Tech-
nologies», CIIIA) ¢ momudukaropom Kamwuisipa 5 %
nudeHm- / 95 % nuMeTUIONINCUIOKCAH;

— DB-1-ms, DB-1 (30 M x 0,32 MM x 0,25 MKM;
30 m x 0,53 mm x 3,0 Mmkm), HP-1 (30 M x 0,32 MM x
x 1,00 MM, «Agilent Technologies», CILIA) ¢ 100 % nu-
METHWJITTOJTMCUIIOKCAHOM B KadyecTBe MoauduKaTopa Ka-
MJUTSIPA;

— Stabilwax (30 m x 0,32 mMm x 1,00 MxM, «Restek»,
CIHA) co 100 % MOMM3TUICHIJIUKOJIEM B KA4eCTBE MO-
nuduKaTopa Kanuisipa;

— Rtx-5 Amine (30 M x 0,32 MM x 1,5 mxMm; 30 M x
x 0,53 mm x 3,0 mxm, «Restek», CIIIA) nnsa ompeneie-
HUSI aMMHOCOEIMHEHUIA [9].

B pabore mcnonbzoBaniu pactBopbl TOA B N,N-n1u-
meTtmiadopmamuae (AMDA), neMoHM30BaHHON BOIE U

xjjopodopme ¢ kKoHueHTpauuei 0,08 mr/mn. JlaHHast
KOHIICHTPAIUS COOTBETCTBYET TOPSIAKY TPEeNeTbHO
nporyctuMmoro cogepxkanust TOA (He Gomee 0,05 %).
ITpurotosnenue pacrteopoB TOA B Boae u JM®DA ocy-
LIECTBJISIIN MyTeM PacTBOPEHUST TOYHOM HABECKU B COOT-
BETCTBYIOIIEM pacTBoputesie. PacTBop B xiopodopme
noJiyyanu aKcTpakuuein TOA xjopodhopMoM U3 BOIHOTO
pacTBopa ¢ mobasiaeHueM 1 M pacTBopa TMAPOKCHUIA Ha-
Tpusi. Bce pactBopsl Xpanuiu ripu remnepatype 4 °C.

Okodo 1,5 mu pactBopa TDA niepea aHaIM30M ITOME-
IIAJIM B BUAJTBI IJIST aBTOCEMITJIEPA M OCYIIECTBIISIM BBOJI
0,2 Mk xunkoi ¢asbl B XxpoMaTorpaiecKyo KOJIOH-
Ky. 1 aHanmmM3a MCIOJIb30BalM XpoMmaTtorpapuiecKue
yCIOBHUSI, YKa3aHHblE B HOPMATUBHBIX JOKYMEHTaX
¢dupM-nipousBoauTenieil. PeructpupoBanium  Xxpomarto-
IrpaMMBbl ¥ MIPOBOAWIN 0GPabOTKY pe3yIbTaTOB C TTOMO-
1IbI0 TIporpamMmMHoro obecrnieueHusi ChemsStation.

PE3Y/IbTATbI U OBCYKAEHUE

Ilpu pabore ¢ TakKuM TOJSIPHBIM a30TCO/ICPKAIIUM
coeqMHEHNEM, Kak TDA, BICOKOE BIUSIHME Ha KAU4eCTBO
MUKOB Ha XpoMaTorpaMmax M pe3yabTaT xpomaTorpabu-
YeCcKOro OIpeeICHUSI OKa3blBaeT pa3inuue B MOJISIPHO-
¢t MoaMuIMpyomux mieHok HO s KX,

Ecnu dasel Ha ocHOBe 100 % quMeTUIIIONNCUIOKC A -
Ha (DB-1) wiu comepxariue 5 % nubeHUIOINCUIOK-
caHa (DB-5) gBnsitorcst HemoJISIpHBIMU, TO BKJIIOUEHUE
HUaHONPOMIGEHUITTOJUCUIIOKCAaHa B COCTaB MOAU (U -
mupyrolei Karmuuisip mieHkn (6 % B DB-624) npusonut
K YBEJIMYEHUIO TOJSIPHOCTH COOTBeTCTBYIONIMX HD.
CranmoHapHble ¢a3bl Ha OCHOBE TMOJMITUICHTIMKOJS
(100 % mronmuaTUneHTIMKOIH B DB-WAX) — BBICOKOTIO-
nsapHeie HO.

CTONT TaKXe YIUTBIBATh MPUPOAY PACTBOPUTEIICH, B
KOTOpPBIX TOTOBAT pacTBopbl TOA. Boma — mossipHbIi
MPOTOHHBIN PACTBOPUTEJb, CIIOCOOHBIN B 3aBUCMMOCTHU
OT YCJIOBUI U OTpeNesisieMbIX COCIIMHEHUM CYKUTh Kak
JMOHOPOM, TaK M aKIENTOPOM TIPOTOHOB JUISI MOJIEKYJI
aHaJnTa, COJbBAaTHPOBaTh ero. Kpome Toro, mpu wuc-
MOJIb30BaHWM TaKOTO PACTBOPUTENSI HEJIb3s MCKII0YaTh
oOpa3oBaHUE BOJOPOIHBIX CBS3€Hl C TTOBEPXHOCTHIO COP-
OeHTa M, KaK CJIeICTBUE, UBMEHEHHE ero XxpoMaTorpadu-
yecknx cBoucTB. JJM®DA u xjopodopM — anpoToOHHbIE
PacTBOPUTEIU C PA3IUIHON MOJSIPHOCTDIO.

ITpu paccMOTpeHUN BAMSIHUSI T€OMETPUUECKUX Ia-
paMeTpOB KOJIOHKM Ha XpoMaTorpauyeckoe moBeaeHue
TDOA HabII0maIM 3aKOHOMEPHOCTD: IIPA OJHOM M TOH XKe
JUTMHE KOJIOHKU C POCTOM TOJIIMHBI MOAUGDUITUPYIOIIE
IUIEHKU BO3pacTaeT Bpems ynepxkuBaHus TOA. daktop
aCUMMETPUU JJISI MHOTUX COPOEHTOB CHUXKAETCS C yBe-
JIUYEHWEeM  TOJIIWHBI ~ MOAMMUIMPYIOMEH  TIICHKU
(tabun. 1, 2). dnsg BenuuuHbl 3¢ GEKTUBHOCTH XPOMATO-
rpacuyecKoil cUCTeMbl He HaOII0AATOCh KaKOW-J1100
CTPOTOil 3aBUCUMOCTHU OT TIOJISIPHOCTH PacCMOTPEHHBIX
BUJIOB CTAIlMOHAPHBIX (ha3.

J171s1 BceX pacTBOpUTEIEH U OOJIBIIMHCTBA COPOSHTOB
HawIyudllrde pe3yJbTaThbl 0 ACUMMETPUU U BOCIIPOU3BO-
JVMOCTH TUTOIIAAN TTMKA U BpeMeHHU yaepxXuBanus TOA
ObUIM  TIOJIyd€HBI ~ TIpU  TapamMeTpax  KOJOHKH
30 M x 0,53 MM x 3,0 Mkm. DakTop acMMMETpUU THUKA
TOA coctaBuI 111 pa3IMYHBIX KOJOHOK 1,06—2,45 mpu
WCIOJIb30BaHUU XJIOpoopMa B KaUeCTBE PaCTBOPUTEIISI
u 1,06—2,42 nna JM®A. Yto KacaeTcss BOCIIPOU3BOIM-
mocTu miowmanu nuka, JM®A 3apekoMmeHmoBana cebst
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A. H. Woytcu, M. A. Cymuos, A. T. CapHuukas, A. H. bnuHos

Tabauya 1
BJIMSAHUE COCTABA HEIIOJABUKHOM ®A3bI U TEOMETPUYECKUX ITAPAMETPOB KOJTOHKHA
HA XPOMATOTPA®UYECKOE ITOBEAEHUE TPUDTUIAMUHA (PACTBOPUTEIJIb XJIOPOD®OPM)
DB-624 30x0,32x0,25 2,61 12800 6,91 3,86 0,18
30x0,32x1,80 6,52 28900 4,20 7,50 0,11
30x0,53x3,00 9,42 108900 2,45 4,06 0,19
DB-5 30x0,32x0,25 5,43 10100 18,9 0,21 0,79
30x0,32x1,00 9,21 498800 1,68 7,69 0,002
30x0,53x3,00 6,68 160400 1,94 0,70 0,05
WAX 30x0,32x1,00 — — — — —
DB-1 30x0,32x0,25 4,27 56900 11,88 1,77 0,04
30x0,32x1,00 5,58 28700 10,55 1,22 0,05
30x0,53x3,00 7,39 279700 1,06 1,66 0,02
Tabauya 2

BJIIMSTHUE COCTABA HEITOJBVZKHOW ®A3bI 1 TEOMETPUYECKHNX ITAPAMETPOB KOJIOHKI
HA XPOMATOT'PA®HNYECKOE ITOBEAJEHUE TPUDTUJAMMUHA (PACTBOPUTEJb N,N-AUMETNJI®OPMAMMNI)

DB-624 30x0,32x0,25 2,54 22000 9,75 0,52 0,15
30x0,32x1,80 6,50 31800 4,41 7,79 0,06
30x0,53x3,00 9,39 111000 2,42 1,80 0,08
DB-5 30x0,32x0,25 5,29 13500 21,2 3,36 0,05
30%0,32x1,00 9,20 436000 1,70 6,01 0,004
30x0,53x3,00 6,66 165800 1,88 1,13 0,02
WAX 30x0,32x1,00 4,45 2500 2,76 3,37 0,22
DB-1 30x0,32x0,25 4,21 53100 9,60 1,48 0,14
30x0,32x1,00 5,50 34700 8,57 1,96 0,02
30x0,53x3,00 7,39 281600 1,06 4,81 0,01

Haubosiee yaauHo (IIpU HU3KOM (haKTOpe aCUMMETPHUM
nukKa) Ha KoysoHkax DB-5 u DB-624 (RSD=1,13 % un
1,80 % cootBeTcTBeHHO). [TomMOOHBIC Pe3yabTaThl C WC-

25,0 cm/cek, Oenenue nomoka 5:1

MOJIb30BaHUEM XJIopodopMa ObLIM TIOJydeHBl Ha COpP-
6enrax DB-5 (RSD = 0,70 %) u DB-1 (RSD = 1,66 %).
OpnHako B OOJIBIIMHCTBE caydyaeB 3(PHEeKTUBHOCTb XPO-
maTorpaduuecKoil CMCTEMbI OKa3bIBA€TCsI BBIIIE TIPU HC-
nosb3oBaHuu JIM®PA B kauecTBe pacTBopuTeisi. OqHaKo

" o6a pactBopureis — JIM®PA u xiopodopm — 103BoISI-
| IOT BBIMOJIHUTB TpeOOoBaHMSsI K 3((HEKTUBHOCTU XPOMATO-
20 | rpauyeckoii cuCTeMbl 1 CHMMETPUM TIMKA, BhICTABJISIC-
18 | Mble PUPMaMU-TTPOUZBOAUTENISIMU.
16 -
14

= 12 i _

£ 10— . I S Tabauya 3

|<_': 87 XPOMATOT'PA®HNYECKOE ITOBEAEHUE

© 6 TPUDTUJIAMUHA HA KOJIOHKE RTX-5 AMINE

— 0 2 4 6 8 10 12 (30 M x 0,53 Mmm x 3,00 mxm)

£ min

)

=

< Puc. 1. Xpomamoepamma pacmeopa mpusmuiamuna é 600e Ha KO-

§ aonke Rix-5 Amine (30 m x 0,53 mm x 3,0 mxm). Temnepamyprotii Xnopodopm 8,12 107200 1,15 5,07 0,07

— pexcum: 60 °C 6 meuenue 7 mun, nodsem 0o 220 °C co ckopocmoto IM®A 8,12 105400 1,11 2,97 0,04

= ° i -

g 40 °C/mun ¢ 3a0epiuckoil 3 MUH, CKOpOCHb NOMOKA 2a34-HOCUMENs Bt 8.15 103600 1,55 26,09 0,005
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Puc. 2. Xpomamoepamma pacmeopa mpusmunsamuna 6 N, N-oume-
muagopmamude Ha kononke Stabilwax (30 m x 0,32 mm x 1,0 mxm).
Temnepamypruiii pexcum: 50 °C 6 meuenue 7 mur, nodsem do 200 °C
co ckopocmuto 40 °*C/muH ¢ 3a0epickoii 3 MuH, cKopocms HOMoKa 2a-
3a-Hocumens 29,4 cm/cek, denenue nomoka 5:1

B BogHBIX pacTBOpax uaeHTU(UUMPOBATh MUK TOA
Ha XpoMaTorpaMMax yIaJIoch TOJILKO [Jisd KOJIOHOK DB-5
(30 m x 0,53 mMm x 3,0 Mmxm), DB-1 u Rtx-5 Amine, TO
ectb Ha HenoysipHbIX H®D, rme cymmapHoe Bo3zieiicTBre
BOJIBI HA aHAJIUT U COPOSHT MeHee BrIpaxkeHo (puc. 1).

XpomaTorpapuueckue mapamerpbl nuka TOA, mo-
JIydeHHBbIe Ha KoJoHKe Rtx-5 Amine misi paboThl C MO-
JIAPHBIMU COEAMHEHUSIMU, TO3BOJISIOT PEKOMEHI0BATh
ee 1151 onpenesneHust TOA (taba. 3).

Jnst kKosoHkuU Stabilwax ¢ MoJISpHBIM MOJUMEPHBIM
MOIU(MUKATOPOM TTOJTUATWICHIVIMKOJIEM (akTop acuM-
MmeTpum nnka TOA n RSD mromany nmmka BeIIIe, 9YeM y
OCTaJIbHBIX KOJIOHOK.

Ilpu ucnonb3oBaHUM BOAHOTO pactBopa TOA ero
OUK He ObUT MASCHTU(ULUHUPOBAH. DTO COTJIAcyeTcs ¢
MPEATIONIOXKEHUEM O B3aUMOEICTBUM BOJBI C TIOBEPXHO-
CTbIO COpOEHTa, a TakK’Ke BO3MOXHBIM €€ BIMSHUEM Ha
cam TOA. B ciyuyae xJIopoOpMHOro 3KCTpakTa IUK
TOA oueHb HECUMMETPUYHBIN U HE paspeniaeTcs ¢ Mu-
KoM xyiopodopma 10 0a30BOM JUHUMU. DTO 3aTPYAHSIET
WHTErpupoBaHUEe MUKa Ha XpOMaTorpaMMe 1 pacueT ero
KOHIIEHTpAIlUU B PACTBOPE.

Tonbko TpM UCIOAB30BAaHUM pacTBopa TOA B
JAM®A ynanoch uaeHTU(GULIMPOBATH MUK JAHHOTO aMU-
HocoenuHeHus: ¢ dakropoM acummerpuu 2,76 u RSD
wiowanu nuka 3,37 % (puc. 2).

0b ABTOPAX

BbIBOIbl

PesynbTaThl MPOBEACHHOTO UCCIEIOBAHUS TTO3BOJISI -
0T peKoMeH10BaTh KosioHku tumna DB-1, DB-5 u Rtx-5
Amine 1151 KOHTpoJIsI conepxkaHusa TOA B cpeacTBax Me-
JOUIIMHCKOTO TpuMeHeHus. C Mcnoab30BaHUEM AaHHbBIX
KOJIOHOK TtosrydeHo RSD mromaan muka TOA ot 0,52 %
(n=15), daxkrop acummeTpuu uka — ot 1,11. 1151 mony-
YeHMUsS BBICOKMX XpoMarorpauyeckux ImapameTpoB
MPEeANOYTUTETHHO UCTIOIb30BaTh KOJJOHKHY C TeOMETpUeit
30 M x 0,53 MM ¥ BBICOKOI TOJIIIMHOW MOAU(DUIIUPYIO-
el TIeHKW (KOHKpeTHas BeJIWYMHA 3aBUCHUT OT THUIIA
¢a3bl ¥ TPOU3BOAUTEIS).

IIpu ucnoabp30BaHUM BOAHBIX PACTBOPOB MUK TOA
Hambosiee pa3MbIT 1 RSD ero miomany 1ocTUraeT B OT-
NeNbHBIX ciydasx 45 % (mns kononku DB-1). B ciayuae
kojoHku DB-WAX nuk BooO111e He naeHTU(ULIUPYETCS.
PactBopurenu xiopodopm u JIM®DPA no3BoOJSIOT MOJY-
YUTh BBICOKYIO BOCIIPOM3BOJMMOCTD TLIOLIANCH U Bpe-
MEH yaepKuBaHMS TnkKa TOA, a Takke TOOMTHCS JOCTa-
TOYHO HHU3KOro akropa acuMMeTpuu Imka TOA
(mo 1,8).

BbIOOp TOrO MJIM MHOTO PacTBOPUTENIS CIEAyeT Je-
JIaTh, YIUTHIBasi CBOMCTBA M OCOOEHHOCTH KOHKPETHOTO
JIeKapCTBEHHOTO IperapaTa (wid dapMaleBTUUYECKON
cyoCcTaHLIMN).
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CapHuuyras AHacmacus TapacosHa. BenyLumii akcnepT cektopa X KOHTpoJIbHO-KOOpAMHALMOHHOM NabopaTopum

McnbiTatenbHoro LleHTpa 3KCNnepTU3bl Ka4yecTBa /IeKapCTBEHHbIX CpeCTB.

BnuHos AHmoH Hukonaeauy. 3xkcnepT 1-i Kateropum cektopa MKX KOHTPOIbHO-KOOpAMHALMOHHOM NabopaTopum

WcnbitatenbHoro LieHTpa 3KCnepTU3bl Ka4yecTBa IeKapCTBEHHbIX CpeCTB.
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RECOMMENDATIONS FOR SELECTION OF A LIQUID STATIONARY PHASE
AND GEOMETRIC PARAMETERS OF THE COLUMN WHEN DETERMINING TRIETHYLAMINE
BY GAS CHROMATOGRAPHY

A. N. Ioutsi, M. A. Sumtsov, A. T. Sarnitskaya, A. N. Blinov

Federal State Budgetary Institution
«Scientific Centre for Expert Evaluation of Medicinal Products»
of the Ministry of Health of the Russian Federation,
Petrovsky boulevard 8, bld. 2, Moscow 127051, Russian Federation

Abstract: The article summarises the results of experimental studies that compared liquid stationary phases used in GC for determina-
tion of triethylamine residual solvent in medicinal products. It discusses the results of comparative evaluation of triethylamine peak area
RSDs, retention times and tailing factors for different phases and solvents. The authors give recommendations concerning selection of
chromatographic columns for triethylamine determination.
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