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BJIMSIHUE JABJIEHUSA ITPU CUHTE3E HA
XPOMATOI'PAOUYECKHUE CBOMCTBA MOHOJIMTHBIX KOJIOHOK
HA OCHOBE COITIOJIMUMEPA IUBUHMUJIBEH3O0.IA,
BUHWJIDTUJIBEH3O0JIA U 2-IT'NIPOKCUOTUIMETAKPUJIATA

K.H. Cmupnos, U1.A. Ipsiukos, A.B. IIuporos, O.A. IlInuryn
(xagpedpa ananumuueckou xumuu, e-mail: smirnov-const@yandex.ru)

CHHTe3MPOBaHbI M MCNOJIb30BAHBI /151 pa3ieeHus CMecH HU3KOMOJIeKYISIPHBIX apOMATHYeCKHX
coeIMHeHUI MOHOJTUTHBIE KOJIOHKH HA 0CHOBeE cOnoJinMepa AuBHHWIOeH301a (JIBB), BUHUIAITHII-
6enzona (BIB) u 2-rugpoxcmdTuimerakpuiata (F3MA). MoHOIMTHI MOJIYy4aaIH TePMOUHULIIMHUPYe-
MO¥i cBOOOTHOPAANKAIBHOM MOJIMMepU3anHeil BHYTPH CTATbHBIX TPYOOK pazmepom 100x4,3 mm.
L7151 TOro 4To0bI KOMIIEHCHPOBATH YCA/IKy MOJHMEPAa B X0/1e CHHTe3a U IPeJ0TBPATHTH OTPHIB
MOHOJINTA OT CTEHKHU KOJOHKH, MOJIMMePU3aLHI0 MPOBOIMIIM O] 1aBjaeHueM a30Ta. MU30bITOuHOE
JnaBJjieHue BapbupoBasu ot 0 10 9 6ap. [loka3aHo, YT0 CHHTE3 MO AaBJIeHHEM MO3BOJIsSIET YJIYYIINTh
¢popmy xpomaTorpapuyecknx NUKOB U 3¢ (PeKTHBHOCTH KOJTOHOK 110 CPABHEHHIO C CHHTE30M B
3aKkpbITOii TpyOKe. IIpu 3TOM onTHMAJILHOE 1aBJIeHHE 1JI MOHOJIUTOB Ha ocHOBe moau(/ABb—
BIOB-I'DMA) cocraBasiet 3 6ap. IpPeKTHBHOCTH KOJOHKH, MOJTYy4YeHHOIi nojx 1aBaeHueM 3 0ap,
coctapiaser 13500 TT/m no nuky nponuidensosna (k' = 6) u 38300 TT/m no nuky ypauuia (k' = 0).

KnrwueBble cJI0Ba: MOHOAUMHAS KOLOHKA, OUBUHULOEH3O0], 2-2U0POKCUIMUIMEMAKDU-

nam, BOKX.

MoHONUTHBIE JUCKK M KaNWUISIPHBIE MOHOJUTHBIE KO-
JIOHKH HA OCHOBE OPraHMYECKUX MOJMMEPOB YCIICUIHO
HNPUMEHSIOT B XKHJKOCTHOH XpomaTtorpaguu JUist 3KCII-
PECCHOTO pa3ziesieHns] cMecell OMOIIOrMYEeCKHX MaKpOMO-
JIEKyZ B PEeXXHUME TPaJAMEHTHOro »monpoBanus [1-3]. B
TO K€ BpPEMsl CMHTE3 MOJUMEPHBIX MOHOJMTOB ISl U30-
KpaTU4ecKOro pa3ieiieHus] cMeceil HU3KOMOJIEKYIISIPHBIX
OpPraHWYECKUX BEILECTB SBISETCS aKTYaJIbHOW 3ajadeH,
PELICHUIO KOTOPOH MOCBSIIEHO OOJbIIOE YUCIO padoT
[4-11]. dpyras BaxkHas mpoOiemMa — MONMy4YeHHE BBICO-
K03 PEKTHUBHBIX MOJIUMEPHBIX MOHOJMTHBIX KOJO-
HOK CTaHJapTHOTO aHaJUTU4YEeCKOro amamerpa (2,0—
4,6 mm) [11-13]. OgHa U3 OpUYUH, 3aTPYAHSIONIMX TO-
JMy4eHHEe TaKUX KOJOHOK, — yCaJKa MOHOJIUTHOTO CTep-
KHS B Ipoliecce MoJMMepU3aliy, Beaylas K oopa3oBa-
HHUIO HEOJHOPOIHOCTEH B MecTe KOHTaKTa MojuMepa co
cTeHKoU KoJoHKHW [1]. [Iis TOro 4roOBl KOMIIEHCHPO-
BaTh yCaJIKy, aBTOphl [14] nmpennoxuim mpoBOAUTH CHH-
T€3 MOJA JAaBJICHHEM.

HenaBHo Hamu ObLIM MONy4YeHB MOHOJUTHBIE KO-
JIOHKH pazmepoM 150x3 MM Ha OCHOBE COMOJIMMEpa IH-
BuHmIOeH30na ([ABB), Bunumstundensona (BObB) u
2-runppokcudtunmerakpunara (I'9OMA) [15]. Cunres
MOHOJIUTOB MPOBOJIMJIN NPHU MOCTOSHHOM H30BITOYHOM
JaBneHnn azoTa (3 6ap). M3yueHo BiMsHUE COCTaBa IO-
JUMEPHU3ALUOHHON CMECH Ha CTPYKTYpy U XpomaTo-

rpaUecKUe CBOWCTBA KOJIOHOK MPH Pa3ZCICHUN HH3KO-
MOJIEKYJISIDHBIX apOMaTW4YeCKuX coeauHeHuil. Llenb nan-
HOW pabOThl — W3YyYCHHUE BIMSHUSA BEJIUUMHBI JTABICHUS
npu cuHTe3e Ha cpoiictBa nomu(/JIBb—-BOb-I'OMA) mo-
HOJIUTHBIX KOJIOHOK.

JKcnepuMeHTATbHASA YaCTh

Peazernmui

Jlnsi cCMHTE3a MOHOJIUTOB HCIOJIB30BAN 2-TUIPOKCH-
stunMeTtakpuiar (97%), TeXHUYECKHd JUBUHHIOCH30I
(cmecsw, comepxaras 80% 1,3- u 1,4-1IBb, 20% 1-Bu-
HWIT-3-3THIIOCH301a U 1-BHHMI-4-3THIIOCH30J1a), JT0/IeKa-
HOi-1 (>98%) kak moporeH u 2,2'-a30-6uc-u300yTHpO-
uutpun (AVBH, >98%) kak MHMLIMATOp MOMMMEPU3ALU
(Bce «Sigma-Aldrich», CILIA). B kauectBe copbaToB
JUTSL U3ydeHHUsT XpoMaTrorpaduiecKuX CBOMCTB KOJOHOK
MCToib30Ban ypar (>99%), autpodenson (>99%),
atunbenson (299%), nponmindenson (98%) (Bce «Sigma-
Aldrichy, CIIIA), Tonyon («x.4.») («Peaxumy», Poccus),
nupuanH («4.4.a.») 1 0eH3on («d4.1.a.»). B xadecTse
opranuyeckoro Moauukaropa noasmxHol asel (I1D)
WCIOJNB30BAaINU AMETOHUTPUN («AJS TPagueHTHOU
B2XX») («Panreacy, Vicnanus). Bee Bemecta npume-
HsUTM O€3 JTOMOJHUTENBbHOM ouncTkH. J[iist xpomatorpagu-
YEeCKMX JKCIIEPUMEHTOB TOTOBUJIM PACTBOPBI, COAEPKa-
e 4050 mr/n yparuna, 500 Mr/n HUTpoOeH30a U TI0



BECTH. MOCK. YH-TA. CEP. 2. XUIMUA. 2011. T. 52. Ne 6

427

1000 Mr/n nupuaHA U ANKUIOSH30JI0B B CMECH BOJIBI H
alleTOHUTPHJIA TOTO K€ COCTaBa, YTO WM IMMOJBMIKHAS
thaza.

leyuenue MOHOIUMHBIX KOJIOHOK

MOHOMTBI CUHTE3UPOBAIA TEPMOHHULIMAPYEMOM CBO-
00HOPAINKATBLHOW TOJIMMEpHU3alueil Mo 1aBIeHHEM
a30Ta BHYTPU CTATBHBIX TpyOOok mmuHOM 100 MM 1M BHYT-
penHuM auametpom 4,3 mm («/lenxpom», Poccus). Ilo-
CKOJIbKY B XOJI€ CHHTE3a MPOUCXOHUT YMEHBIIIEHHE 00be-
Ma MOJIMMEPU3ALMOHHON CMECH, K OCHOBHOM KOJIOHKE
NPUCOETUHSIIN MPEIKOIOHKY TaKUX K€ pa3mMepoB (3TO
OCYILECTBIISUIM TAKKE ISl TOTO, YTOOBI YMEHBIINUTH BIIU-
SIHUE TPaHMIBI pa3/iesia MeXKIy ra3oBoi (a3oil u xuaxo-
CTBIO Ha CTPYKTYpY MoHoiuTa). IlonmmepuzannoHHyo
CMech, coaepxkamym 5,6 mac.% I'OMA, 32,5 mac.%
BB, 61,9 mac.% monmekanona-1 u 1% (0T Maccel MOHO-
mepoB) AWUBH, B teuenue 10 MuH mpoaysaiu azoToM
JUIsl yAaJIeHUs] PacTBOPEHHOro Kuciopoza. Jlanee KoJIoH-
Ky ¥ IPEIKOIOHKY 3allOJHSIM CMECBIO, Yepe3 KaluuLp
COCIIMHSUTN ¢ OaJJIOHOM C A30TOM M MOMEIAIN B BEPTH-
KaJbHOM TOJIOKEHUU B BOJIHBIA TEPMOCTAT, HArpPETHIA 10
60°C. Cunre3 nmpoBoauiu B TeueHue 22 4. J[aBieHue
BapbupoBanu ot 0 mo 9 6ap (M30bITOK Hax armocdep-
HbIM gaBieHueM). [locrie cuHTe3a KOJIOHKY OXJIaXIalu B
teuerre 20 muH 10 30-40°C, ymansnm u3nuIieK mnojauMe-
pa U3 NPEeIKOJIOHKH M OTCOEOUHSUIN MPEAKOJIOHKY OT Oc-
HOBHOH KOJIOHKH. [lajiee MOHOIMT MpOMBIBAIIM 25 M arie-
TOHUTpPUJIA. DNI0AT aHAJIU3UPOBAIU U1 OIpEAESICHUs
KOHBEPCHH MOHOMEPOB.

Annapamypa u memoowvl uccieoo8anus

KoHBepcuio MOHOMEPOB OTPEACIISIIIN Ta30BOW XPO-
MaTO-Macc-CIEeKTPOMETpUEe, KaK OMHcaHO B pabote
[15]. XpomaTorpaduueckrne CBONCTBA MOJYYEHHBIX
KOJIOHOK M3ydanu Ha xpomartorpade «Agilent 1200»
(«Agilent», I'epmanus), cHa0’)KEHHOM HACOCOM C Jiera-
3aTOPOM TOJBHXHOU (a3bl, TEPMOCTATOM KOJOHKH,
ABTOMATH3MPOBAHHOW CHUCTEMOW BBOJA MPOOBI M CIIEK-
TpooTOMETpHUECKUM JeTeKTopoM. Bce xpomarorpa-
(uueckue naHHbIE OBLUTM MCHPABIICHBI C YYETOM BHEKO-
JOHOYHOTO OOBbema (57 mMki). 3HaYEeHHUsI BBICOTHI, SKBH-
BalleHTHOU TeopeTudeckoi tapenke (BOTT), paccum-
TeIBaJH 1O (hopmyrne [16]:

2 2
W2 =Wi2e

5,545(t, —1,)*

rne H — BOTT, L — nnvna KOJNOHKH, ¢, — BpEMs yaep-
JKUBaHUs BELIECTBA, W, — LIMPHHA NHMKA HA MOJIOBMHE
BBICOTBI, f, U W, , — BPEMs YIEP)KUBAHUS COEIMHEHMS

U IIUpHHA NTUKA Ha TOJIOBHHE BBICOTHI, COOTBETCTBEHHO
U3MEpEHHBIE C MEPEeXOAHUKOM HYJIEBOrO 00beMa, yCTa-
HOBJICHHBIM BMECTO Xpomarorpaduueckoit kojaoHku. Ko-
3G GUIMEHTH aCUMMETPUH TIMKOB (4) PacCUUTHIBAIN TIO
YPaBHEHHIO:

A = w0’05/2a,

TIe Wy s — WMPUHA NHKa Ha 5% BBICOTHI, d — JUIMHA
0Tpe3Ka, OTCEKAeMOro ()POHTOM IMUKA U TMEPIICHANKYJIS-
pOM, ONYIIEHHBIM U3 BEPIIMHBI MHKa, HA 5% BBICOTHI.
[l'mapoarHamMuyecKyt0 NPOHUIIAEMOCTh KOJIOHOK PacCcyu-
ThIBaNK 1O ypaBHeHuto Jlapcu [1] u3 TaHreHca yria Ha-
KIJIOHAa 3aBUCHUMOCTH TEpenajia JaBICHUS Ha KOJIOHKE OT
ckopoctH 1otoka [IdD. O6beM mOp MOHOJIMTOB OMpee-
JSUTM TpaBUMETPUYECKH U XpomaTorpapuyecku. O6-
IIYI0 MOPUCTOCTH (€,) PACCUUTHIBAIU COOTBETCTBEHHO

o opmynam:
mycn = Mgy

g,,%=100—N "4
%
PacNY col
e m,qy — Macca MOHOJIUTHOH KOJIOHKH, 3al0JIHEHHOMN

aLETOHUTPUIIOM, M1, — Macca CYXOM MOHOJIMTHOM KOJIOH-
KH, P,y — IWIOTHOCTh aleTOHUTpHna, V., — 00beM mo-
JIOW CTaJbHOM TPYOKH, WIM:

g, % = 100V,,/V.

t> col’

rae V,, — xpomarorpapuyueckuii 00beM yaepKMBaHHs
HEeCOpOMpyeMOro KOMITOHEHTa (ypaluia).

Pe3yabTathl U HX 00Cy:KIeHHE

UroObl M3y4YHTh BIHMSHUE IABICHUS MPH CHHTE3€ Ha
CBOWCTBa KOJOHOK, MOHOJHTHI CHHTE3HPOBAIH BHYTPH
CTaJbHBIX TPYOOK. MakcuMabHOE M30BITOYHOE aBiic-
Hue (9 6ap) ObLTO OrpaHUYEHO PEAYKTOPOM Ha OajioHe
¢ a3oToM. /Iy cuHTE3a MCIONB30BANIM MTOIMMEPHU3ALOH-
HYI0 CM€Ch, cozepkamyto 5,6 mac.% ['OMA, kotopas
no3Boymiia B pabdore [15] momyunts Hambonee 3hpexTrs-
HYIO KOJIOHKY C YJOBJICTBOPUTEIHHOIN THUIPOIMHAMHUYECC-
KOi MpoHUIIaeMocThi0. ClieMyeT OTMETUTh, YTO, HECMOT-
psl Ha OTCYTCTBHE KOBAJEHTHOW MPUBMBKH, aire3usl MOJH-
Mepa K CTIbHOW CTEHKE JI0CTaTOYHO BBICOKA.

Jnst Toro 4ToObl OICHUTH BJIMSHUC JTABJICHUS TIPU TIO-
JMMEpU3allMi Ha COCTaB 0Opasyromierocsi copoenTa, moc-
Jie CUHTE3a ONpPEeNesIi KOHBEPCHIO MOHOMepoB. Kak
BUITHO W3 pUC. |, B M3yYEeHHOM WHTEpBaJie JaBICHUH KOH-
BEpPCHUsl MOHOMEPOB HE 3aBUCHUT OT JaBJieHHs. Takum
00pa3oM, MOKHO CZIeTIaTh BBIBOJ, YTO COCTaB CHHTE3U-
POBAHHBIX MOHOJIMTOB TMPAKTHYCCKU OIMHAKOB.

BaxxHol xapakTepucTUKOi Xpomarorpaduieckoi Ko-
JIOHKU SBIISICTCS TUAPOJMHAMMYECKAsi MPOHHUIIAEMOCTb,
OTIpeIeTISIIONIasl TIepenasl JaBJIeHUs] Ha KOJIOHKE TpH 3a-
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Puc. 1. 3aBucuMOCTh KOHBEPCHH MOHOMEPOB OT BEITMYHHBI H3-
OBITOYHOTO JaBIeHUS a30Ta (6ap) MpH CHHTE3e MOHOJINTOB: 0e3
naBieHus a3ota (a), 1 (6), 3 (8), 6 (2), 9 (0)

JaHHOU ckopocTH notoka [1dP. YBenuueHue naBieHHUS
azora nipu cuHTe3e oT 0 710 9 6ap yMeHbIIaeT MPOHMIIA-
€MOCTh TOJIYYEHHBIX KOJIOHOK mpumepHo B 1,5 pasa
(Tabu. 1). OT0 MOXKET OBITh CBSI3aHO KaK C M3MCHCHH-
€M TMOPOBOW CTPYKTYpPhl MOHOJIUTOB, TaK U C TOBBIIICHHU-
€M IUIOTHOCTH U OJHOPOJHOCTH MPUCTEHOYHOTO CIIOS
copOenra. [IpoHHIIaeMOCTh KOJIOHKHU, NOJTY4YEHHON IMpH
JaByieHun 3 6ap, OJM3Ka K MPOHHUIIAEMOCTH KOJOHKH CO
CTEKJITHHBIM KOPITYyCOM (1,8><10714 MZ), CHUHTE3UPOBAaHHON
B QHAJIOTMYHBIX YCIOBUSX [15], M SKBHBaJIEeHTHA MPOHUILIA-
€MOCTH KOJIOHKH, 3alOJIHEHHOM C(epHIecCKUMU 4acTHUIIA-
MH JUAMETPOM 4 MKM.

B Tabn. 1 Taxxke mpuBeJeHbI 3HAYCHUsT OOIIEH MOpH-
CTOCTH MOHOJIUTOB, OIpEAEICHHBIE IBYMS METOAAMH.
[Tockonpky xpomarorpaduueckue MUKH ypamnuia Ha KO-
JIOHKaX, MOJyYeHHBIX 0€3 JaBleHus a30Ta, ObUIM CHIILHO
ACUMMETPHYHBIMHU, TO TIPH XPOMATOTrpahUuecKoM Ompe-
JIeJICHUU TIOPUCTOCTU JJIsl pacyera MEpTBOro oObema

BMECTO BPEMEHH YJCPKUBAHUS HCIOJIB30BaN MEPBBIN
CTaTUCTHYECKUM MOMEHT mHKa (U,):

O].z‘](t)dt

My = SO—,
j 1(t)dt
0

rae /(f) — 3aBUCUMOCTb CHTHajla JETEKTOpa OT BPEMEHH
[1]. U3 Tabn. | BumHO, YTO 3HAYEHHs OOIIEH MOPUCTOC-
TH, ONpEJEJICHHbIE TPAaBUMETPUUECKHU, CYIIECTBEHHO
BBIIIC 3HAYCHUH, ONPEIEICHHBIX XPOMAaTOrpaduIecKH.
310, BEPOSATHO, OOYCIIOBJICHO PA3IMYHON CTEICHBIO HAOy-
XaHHs MOJIMMEpa B YHCTOM ALUETOHUTPHUIIC U B BOJHO-
arieroHUTpuiIbHON 11D, a Tarxke ¢ IKCKIIO3UEH MOJIEKYII
yparmia 13 HEKOTOPbIX MUKPOMOp, AOCTYIHBIX MEHbBIINM
1o pa3Mepy MolekynaMm aretoHutpuna [15]. Otmerum,
YTO 3HA4Y€HHE JABJICHUS P MOJMMEPHU3ALMU B LIEJIOM HE
BIUSIET HA OOIIYIO0 MOPUCTOCTh MOJIYYEHHBIX KOJIOHOK,
OJTHAKO OIpeeeHHas XpoMarorpaduiecku mOpUCTOCTh
MOHOJINTA, CHHTE3UPOBAHHOTO B 3aKPBITOM KOpIyce, Ha
6—7% oTIM4aercs OT MOPUCTOCTH MOHOJIMTOB, CUHTE3U-
POBAaHHBIX MO/ JAaBJIEHHEM a30Ta. DTO TOBOPHUT O pasiiv-
YUU B CTPYKTYpE JAHHBIX COPOEHTOB.

Ha puc. 2 npeacrtaBieHsl XpoMaTorpaMMbl CMECH
HU3KOMOJIEKYJISIPHBIX apOMAaTHYECKUX COCIMHEHUI Ha TO-
Jy4eHHBIX KOJIOHKaX. XpomarorpaduuecKie MAKH Ha KO-
JIOHKE, MOJy4eHHO! 0e3 JaBlIeHUs a30Ta, UMEIOT CHUIIBHO
acuMMeTpHuHyIo dopMy (puc. 2, a), CBHIETEIbCTBYIO-
LIYI0 O CYLIECTBEHHON HEOIHOPOAHOCTH MOHOJIMTOB, IO-
BHIVIMOMY, BBI3BAHHOM YCaJKOM MOJMMepa B XOAE CHUHTE-
3a. CHHTE3 TIOX JAaBIICHUEM TO3BOJISIET YIYUIHTH (hopmy
nuKoB (Tabi. 2). OnTuManbHOE JaBJieHUE JJIT MOHOJIH-

Tabnuma 1

Fuppopunamudeckas nponunaeMocts (k) 1 00mast HOPHCTOCTD (€,) MOIYYEHHBIX
MOHOJIMTHBIX KOJOHOK

0,
JlaBlieHue a3ota ) 14 & %
k,, M~ x 10" *
IpH CHHTE3e, 6ap P
rpaBUMETpUs xpomarorpadus**

0 1,9 78 64

1 1,5 77 71

3 1,6 78 71

6 1,4 77 70

9 1,3 77 70

*[1® — aneronutpuin, **I1® — Boma/aneronurpun (1:1), Temneparypa kononkun 25°C.
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Puc. 2. XpoMarorpaMMBI cMeCH apOMaTHIECKHUX COSUHEHHI Ha MOHOJIUTHBIX KOJIOH-

kax (100x4,3 MM), IOJTy9EeHHBIX CHHTE30M 0Oe3 JIaBJeHNUs a30Ta (a) U 1Mo U30bITOY-

HBIM naBieHueM (6ap): 1 (6), 3 (8), 6 (2), 9 (0). 1D — Boma/aneronutpui (4:6),

ckopocTh motoka 0,5 mi/muH (u = 0,8-0,9 mm/c). Temneparypa xomonku 25°C.

O6bem npoosr 1 Mk [Tuku: yparmi (1), mupugus (2), HuTpoben3on (3), 6enzod (4),
Toiyoi (5), aTmdenson (6), nponundensou (7)

ToB Ha ocHOBe moyn(JIBb—BOb-I"3MA) cocraBnser
3 6ap (puc. 2, 6). MeHbIlero AaBIeHHS, TTO-BHIAMOMY,
HEJOCTATOYHO JUIsl KOMIICHCAIIMN YCAAKU MOJUMeEpa U
o0pazoBaHus COpOEHTa C OHOPOJHOMN CTPYKTypoil. Ko-
JIOHKH, TIOJlyYeHHBIE MPU JaBJICHUH a3oTa Oojee 3 Gap,
ObuIH HEyCcTOWYUBHI B padoTe. BeposiTHO, naBieHue
Bbllle 3 O6ap MPUBOAMT K BOSHUKHOBEHUIO B CTPYKTYpe
COpOCHTOB HAINPSHKCHUU, TPU PEIaKCAllud KOTOPBIX B
X0/l JTalbHEUIIeH KCIUTyaTallii KOJOHKH MPOUCXOAUT
OTPBIB MOHOJIUTA OT CTEHKH. B pesynbTare ¢opma nMkoB
yxyamaercsi, 3Q(eKTUBHOCTh TMaJaeT.

Ha puc. 3 npuBeaensl QakTopsl yAep>KUBaHUS H
BOTT pnst KOMIIOHEHTOB CMECH apOMAaTHYECKHX COEIH-
HEHUU Ha KOJOHKE, MOJYy4YCHHOW MpHU JABJICHUU a30Ta
3 Oap. it Heyaep>KMBaeMOro KOMIIOHEHTa (ypaiuia)
BOTT cocrasnser 26 mxm (N = 38300 TT/m). C poc-
ToM (hakTOpa ymepkuBaHus copbara 3HPEeKTUBHOCTH
KOJIOHKH MaJlaeT, OJJHAKO MPU BHICOKWUX 3HAUYCHMsSIX k'
cHKeHre 3(PQEKTUBHOCTH 3aMeIseTCs, W JUIST TIPOTIHII-
oenzona (k' = 6) BOTT ne nmpebimaetr 74 MM (N =
13500 TT/m). Poct daxrtopa yaepkuBanus Ha JaHHOM
MOHOJINTE, MO-BUANMOMY, TIPUBOJUT K 3HAYUTECILHOMY
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Tabnumna 2

Ko3dpununenTsl acuMMeTpun NMKoB (4) npu pa3iejieHUH HA
MOJIy4eHHBIX MOHOJHTHBIX KOJOHKAX

A

JlaBneHue a3ora npu

cuHTE3e, 6ap

ypauui TOIyOJ

0 2,59 2,50

1 0,79 0,90

3 1,21 1,41

6 1,04 1,26

9 0,91 1,07

Ipumeuanue. I1® — Boma/aneronntpui (1:1), Temneparypa KOJIOHKH
25°C, cxopocts motoka 0,5 mir/mMuH, 006eM TpoOsI 1 MK, hakTop
yAEpKHUBaHUS Toiyona k' = 6.

YBEIWYEHHIO CTENIEHH HEPaBHOBECHOCTH XpOMaTOrpadu-
YeCKOro Iporecca BCIeACTBIE MeIeHHOTO T dy3noH-
HOTO MaccollepeHoca BHYTPH KOJIOHKH U TEM CaMbIM
yMeHbIIaeT 3((HEKTUBHOCTD.

Jlns poBeieHnsT IKCIIPECCHBIX XPOMaTOrpapuIecKux
pazJeNeHuil TIOMUMO BBICOKOW TUAPOAWHAMUYECKON MPO-
HHIIAEMOCTH, TO3BOJISIONIEH HCIOMb30BaTh BBICOKHE CKO-
poctn notoka 11® npyn ymMepeHHOM HaBIEHUM B XpoMa-
Torpade, HeoOXonuMO, 4TOObI 3(h(HEKTUBHOCTL KOJIOHKU
TaKXe OCTaBajach BBICOKON MpU OOJBIIMX CKOPOCTSX.
Ha puc. 4 npusenens! 3aBucumoctu BOTT konoHKH,
CHUHTE3UPOBaHHOM mpu 3 6ap, oT xpomarorpapuueckoi
nuHeHo# cxopoctu [1D (kpuBbie Ban [leemrepa) aust
HEyJIep >KMBAEMOI0 KOMIIOHEHTa (ypaluia) U CHIbHO-
yaepkuBaemoro tonyona (k’=6). MakcumanbHasi CKO-
pocTh Obllla OrpaHUYEHA JaBICHHEM B Xpomartorpade
100 Gap, BbIlIE KOTOPOrO MOHOJIUTBHI MEXAaHUYECKH HEycC-
toitunBbl. BOTT Obumn paccunTaHbl U3 XpoMaTOrpaMM
pacTBOpa, COEpIKaIlero ypauua U TOIyOl, TOMyYeHHBIX
IIPY TIOCJIEIOBATEIbHOM YBEJTMYEHUH, CHM)KEHUH M CHOBA
yBenudeHuu ckopoctu notoka [Id. OtHocutenbHoE
crannaptHoe otkioHenue BOTT, ompeneneHHbIX U3
TpeX BBOJIOB NPOOBI, HE TIpeBhImaeT 5% i yparia u
4% nist Todyona, YTO TOBOPUT O CTAOMIIBHOCTH KOJIOHKU
npH KCIUTyaTanmy. Kak BUAHO M3 NPEACTABICHHBIX 3aBH-
cuMmocTel, 3(h(EKTHBHOCTD TIOJyYeHHON B JTAHHOW paboTe
KOJIOHKM €J1a00 MEHSIETCSI IIPU BO3PAaCTaHUM CKOPOCTH OT
0,5 no 2 mm/c, u st Tonyona BOTT paena 72 mxm (N =
13900 TT/m) npu 2 mm/c. TTo cpaBrenuro ¢ nomm(/IBb—
BOBb-I'DMA) Kk0NOHKOH CO CTEKISITHHBIM KOPITYCOM pa3-
MepoMm 1503 MM, moyueHHOH Hamu paHee (puc. 4, Kpu-
Bole /, 3), kpuBble Ban Jleemrepa KOJOHKH CO CTaJbHBIM

H , MkM
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40 +

30 -

20 1 1 1 L 1 L 1 Il 1 L 1 Il 1

Puc. 3. 3aBucumocts BOTT (H) ot daxTopa yaepkuBaHUs Be-
mecTBa (k') A1 KOJIOHKH, ITOJIyYCHHOM IO aBJIEHHEM a30Ta
3 6ap. YcnoBus pasneneHus npuBeneHs! Ha puc. 2. Hymepa-
IIUsI TOYEK COOTBETCTBYET HyMepaIlii KOMIIOHEHTOB Ha pHcC. 2

80

N~

70
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50
40

20 1

0 0,5 1,0 1,5 2,0
u , MM/C

Puc. 4. 3aBucumocts BOTT (H) Tonyona (/, 2) u ypauuina (3, 4) ot
xpomarorpaduueckoii muHelHoi ckopoctr 1D (u) must moym(JIBb—
BOB-I'DMA) KOJIOHOK CO CTalIbHBIM KOPIYCOM pa3zMepoMm
100x4,3 MM (2, 4) 11 cO CTEKISTHHBIM KOPITycoM pazmepoM 150x3 MM
(1, 3) [15], momy4eHHBIX CHHTE30M TIO/I TaBICHUEM a30Ta 3 Oap.
I1® — Boxa/aneronutpui (1:1). Temneparypa kononku 25°C.
O6bem npobsr 1 M. dakTop yaepkuBaHus Toiayona k' = 6

koprycoM (100x4,3 Mm) mmetot Golee monoryro Gopmy, 1
JUIS. HECOpOMPYEMOr0 KOMITOHEHTa B TIOCIICHEM CiTydae
3G PEKTUBHOCTh 3HAYUTEILHO BBIIIE BO BCEM JTHAIa30HE
ckopocteil. OueBHIHO, pasnuine B pa3Mepax, TEeruIonpo-
BOJHOCTU W XMMHH TOBEPXHOCTU HCIIOJIB30BaHHBIX IS
CHHTE3a CTAIBHBIX U MOBEPXHOCTHO-MOU(PHIMPOBAHHBIX
CTEKISIHHBIX TPYOOK BIMSIET Ha CTPYKTYpY OOpa3yromiero-
Csl MOHOIIUTA U, CJIEIOBAaTeIbHO, Ha A(PEKTUBHOCTH XPO-
MarorpapuIeckoil KOJIOHKH.
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Takum oOpa3om, B TaHHOW paboTe MOKa3aHO, YTO
JIaBJICHHE TIPH CHUHTE3€ MOHOJMTHBIX KOJOHOK CTaHAapT-
HOTO aHAJMTHYECKOTO JUaMEeTpa SIBJISETCS BaKHBIM Ta-
pameTpoM, HeOOJNBIIOe U3MEHEHHE KOTOPOrO CYIECTBEH-
HO BJIHMSET HAa XpOMaTOrpaguuecKre XapaKTePUCTHKU

KOJIOHOK. YCT@HOBJIEHO, YTO CHHTE3 IO JaBJIEHUEM a30-
Ta 3 Gap MO3BOJISIET MOJydYaTh BHYTPU CTAJBHBIX TPYOOK
pasmepom 100x4,3 MM MoHONMMTHI Ha ocHOBe moiu(/IBb—
BOB-IOMA) ¢ s¢ddexruBaoctsio 10 38300 TT/mM npu
pa3eneHn HU3KOMOJIEKYISIPHBIX OPraHUYECKHUX BELIECTB.

Pabota BeimonHena npu ¢unancoBoi noiepxkke PODU (mpoekt Ne 10-03-00215-a).
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Ioctynuna B penakimro 31.01.2011

THE INFLUENCE OF THE SYNTHESIS PRESSURE ON THE
CHROMATOGRAPHIC PROPERTIES OF POLY(DIVINYLBENZENE-CO-
ETHYLVINYLBENZENE-CO-2-HYDROXYETHYL METHACRYLATE)

MONOLITHIC COLUMNS

K.N. Smirnov, I.A. Dyatchkov, A.V. Pirogov, O.A. Shpigun

(Division of Analytical Chemistry)

Monolithic columns based on copolymer of divinylbenzene (DVB), ethylvinylbenzene (EVB) and 2-
hydroxyethyl methacrylate (HEMA) were prepared and applied to the separation of low-molecular-
weight aromatic compounds. The monoliths were synthesized via thermally initiated free-radical
polymerization in confines of stainless steel tubes with dimensions of 100x4,3 mm. In order to
compensate for the polymer shrinkage during the synthesis and prevent the monolith from
detachment from the column wall, the polymerization was conducted under nitrogen pressure.
The excess pressure was varied from 0 bar to 9 bar. The synthesis under pressure was shown to
improve the peak shapes and column efficiency in comparison with the synthesis in the closed
tube. The optimum pressure for poly(DVB-co-EVB-co-HEMA) monoliths was found to be 3 bar.
The efficiency of the column obtained at 3 bar is 13500 plates/m for propylbenzene (k' = 6) and

38300 plates/m for uracil (k' = 0).

Key words: monolithic column, divinylbenzene, 2-hydroxyethyl methacrylate, HPLC.
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