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Ifenu. KamuoHHble NOBEPXHOCMHO-AKMUBHbLE 8EUUECMBA SIB/SIFOMCSL OOHUM U3 KJIACCO8 8eLiecms,
Haubo.iee uacmo UCNOIL3YIOULUXCSL 8 Kauecmee aKkmugH0o0elicmayrouiux 8 0e3UHpUUUPYOULUX Cpeo-
cmeax. TeHOeHUuell NOCIEOHUX Slem SIe/ISLeMCsl UCNOTb308AHUE CMecell HeCKObKUX buoyudos, umo
cmasum Hoeble 3a0auu neped aHaniumuueckoli xumuetl. B amoti pabome onucaH memoo 05t onpeode-
JIeHUSL NPU COBMECMHOM NpUcymemeuu 8 0e3uHGPUUUPYOUUX cpedcmeax aNKUN0UMemUIbeH3uUN-
ammoruil xnopuoa (AABAX), ankundumemun(amundbeHsun)ammorutl xnopuoa (AOBAX), xnopeerk-
cuduHa buzmoxorama (XI'BI') u nonuzexcamemuneHbuzyaruo sudpoxnopuoa (I1I'MB).

Memoobt. [IpedioixeHHblil Memood 0OCHOBAH HA NPUMEHEHUU 00pauLeHHO-hA30801L U 2UOPOPUNLHOTL
8blCOK03PPEeKMUBHOU HKUOKOCMHOT Xpomamozpagpuil ¢ OUOOHO-MAMPUUHBLM 0emeKmupos8aHuUem.
Pesynemamet. Haunyuwee pasdenerHue AABAX, A/ISEAX u XI'BI" 6bu1o docmueHymo npu uc-
NONL308AHUU KOJIOHKU, 30NOJHEHHOU MOOUPUUUPOBAHHBIM ChepuuecKum cunurKazenem (5 mrxm,
4.6%x250 MMm) 8 perxume 2padueHmMHO20 20UPo8aHusl. B kauecmee anroeHmoes ucnoie3oeanu ayemo-
Humpun u ayemamstii 6ygpep ¢ pH 5.4 npu ckopocmu nomorxa 1 mn/ mun. ns onpedenerus I1II'ME
8 NPUCYmMCcmaul paccmampueaemoblx seulecms bbia UCNONBL308AHA 2UOPOPUNILHASL 8bLCOKOIPper-
musHast JkuoKocmHast xpomamoepagpusi. Haunyuwee pasoenerue 6bL10 0ocmuzHymo Ha amMuHogpas-
HOTL KO/OHKe (5 MKkm, 4.6 x 250 Mm) npu UCNONTL308AHUL MEX KKe I0eHmMOo8. [t onpedeseHust 8cex
pacemampueaemblx 8euecms UCnoNb308aU OUOOHO-MampuuHblil demexmop. 3D xpomamozpammel
peaucmpuposanu 8 ouanazoHe OauH 8oH om 190 do 400 Hm.

Bwb1800bl. [IpogederHble UCCIe008aHUS. NOKAZAIU, WMO Pe3yTbmam aHAAU3A He 3a8UCUM OM COOMm-
HOWEeHUSL KAMUOHHbBLX NOBEPXHOCMHO-AKMUBHbLX 8euecms 8 oesuHguyupyrouwux cpeocmeax. Tax-
oke omecymemeyem enusiHue N,N-6uc(3-amuronponun)oooeyunamuna (Tpuamun, TA) u Haubonee
YACMO UCNOIB3YEeMbLX 0151 U320MOBIEHUSL 0e3UHPUUUPYOUWUX Cpedcme8 KOMNOHEeHmMOos, umo 6bL1o
noomaseprKk0eHo npu anpobayuu Mmemooa 015t AHANIU3A peaibHblx 06bekmos. uana3oH JuHeliHocmu
onst AZIBAX cocmasus om 0.0062 0o 0.97 %, ons AIISBAX —om 0.000726 0o 0.201 %, ons XI'BI'—om
0.0128 00 0.111 %, ons II'MB —om 0.00311 do 0.0205 %. PaccuumaHHast OMHOCUMEIbHASL No2peuut-
HOCMb 0151 8Ccex onpeodesisiemblx 8euyecms cocmasuna oxono 4 %.

Knroueesle cnoea: ankuioumemuibeH3uLaMMOHUT XA0PpUD, ANKUNLOUMEMUN(IMUNAOEHIUN)-
AMMOHUIL XNIOPUO, XN0p2eKcuoUHa buaitoKoHam, noauzeKcamemunieHbusyarud sudpoxiopuo,
KamuorHele IIAB, JesuHuuyupyrowue cpeocmea, 6blcOKoIhheKxmusHas IKUOKOCMHAS
xpomamozpagpusi.

Jna yumuposanus: Aunpees C.B., MepkynbeBa A.Jl., bemsieB E.C. Onpenenenne katnoHHBIX [IAB B ae3rHQUIMPYONINX cpea-
CTBAaXx IIPY COBMECTHOM NPUCYTCTBUH. Tonkue xumuueckue mexnonocuu. 2019;14(6):115-123. https://doi.org/10.32362/2410-6593-2019-

14-6-115-123
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Simultaneous determination of cationic surfactants
in disinfectants

Sergey V. Andreev?, Anna D. Merkuleva, Evgeniy S. Belyaev

Scientific Research Disinfectology Institute, Moscow 117246, Russia
@Corresponding author, e-mail: svandreev.niid@gmail.com

Objectives. Cationic surfactants are one of the classes of substances most commonly used
in disinfectants. The trend in recent years has been the use of mixtures of several biocides,
which poses new challenges for analytical chemistry. In this study, we describe a method
for simultaneous determination in the disinfectants alkyldimethylbenzylammonium chloride
(ADBAC), alkyldimethyl(ethylbenzyllammonium chloride (ADEBAC), chlorhexidine bigluconate
(CHG), and polyhexamethylene biguanide hydrochloride (PHMB).

Methods. The proposed method is based on the use of reverse-phase and hydrophilic high-
performance liquid chromatography with diode-array detection.

Results. The best separation of ADBAC, ADEBAC, and CHG was achieved using a column filled
with modified spherical silica gel (5 um, 4.6 x 250 mm) in gradient elution mode. Acetonitrile
and acetate buffer with a pH of 5.4 were used as eluents at a flow rate of 1 ml/min. For the
determination of PHMB in the presence of the substances under consideration, hydrophilic high
performance liquid chromatography was used. The best separation was achieved on an amine
phase column (5 um, 4.6 x 250 mm) using the same eluents. To determine all the substances
under consideration, a diode array detector was used. 3D chromatograms were recorded in the
wavelength range from 190 to 400 nm.

Conclusions. We have shown that the result of the analysis does not depend on the ratio
of cationic surfactants in disinfectants. There is also no influence of N,N-bis-(3-aminopropyl)-
dodecylamine (Triamine, TA) and the components most commonly used for the manufacture of
disinfectants, which was confirmed by testing the method for analyzing real objects. The linearity
range for ADBAC was from 0.0062 to 0.97%, for ADEBAC from 0.000726 to 0.201%, for CHG
from 0.0128 to 0.111%, and for PHMB from 0.00311 to 0.0205%. The calculated relative error for
all determined substances was about 4%.

Keywords: alkyldimethylbenzylammonium chloride, alkyldimethyl(ethylbenzyl)lammonium
chloride, chlorhexidine digluconate, polyhexamethylene biguanide hydrochloride, cationic

surfactants, disinfectants, high performance liquid chromatography.

For citation: Andreev S.V., Merkuleva A.D., Belyaev E.S. Simultaneous determination of cationic surfactants in disinfectants.
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BBenenue

KatnoHHble MOBEPXHOCTHO-aKTHBHBIC BEIIECTBA
(x[TAB), ucrionp3yeMble B Ka4€CTBE AKTHBHBIX KOMIIO-
HEHTOB B JIC3MHUIMPYIONINX CPEICTBAX, MpelCcTaBIie-
HBI COCAMHCHUSIMHE U3 KJIACCOB YeTBEPTUIHBIX aMMOHUE-
BBIX COCTUHEHUH, IPOU3BOAHBIX T'YaHUIMHA, TPETUIHBIX
amMuHOB. HawmOonpmiee pacrmpocTpaHCHUE —ITONYYHIIH
ankwiguMeTnioeH3miammonnii xiaopun (AABAX), nu-
JIEHITIMETIIIAMMOHAN XJIOPH, ITOMUTCKCAMETHIICH-
TYaHUJIUH THUAPOXJIOPHUJ, TOJIMIEKCAMETHICHOUTYaHuU T
ruapoxiopua ([II'MB), xmoprekcuanHa OUTITIOKOHAT
(XT'BI'), N, N-6uc(3-aMUHOMIPOIINIT) JOACIUITAMHUH.

OcHOBHOE  TIpUMEHEHHE  Je3UH(ULHUPYIOLINE
cpenctBa Ha ocHoBe [TAB momyuywnn B METUIIMHCKUX
OpraHM3anusIX, IJ¢ OHU MPHILUIN HA 3aMCHY COCIHHE-

HUSIM XJIopa Ul Npo(QHIaKTHUeCKOH ae3nH(eKnun B
npucyTcTBun nanueHtos [1]. Ilupokuil cnektp aHTH-
MHUKpPOOHOH aKTMBHOCTH M MOIOIIHE CBOICTBa 00e-
CTIECUYMIN NPUMEHEHUE 3TUX BEIIECTB B CPEACTBAX IS
IpeACTEpUIIN3allMOHHON ouncTkH. HaMHoro pexe karu-
onnble [TAB BcTpeuaroTcst B Apyrux TUHAX JE3UH(UIN-
PYIOLIUX CPEACTB.

INockonbKy BCe MEPEUnCIICHHBIE BEIIECTBA UMEIOT
pa3nuYHBIE TOKCHUKOJIIOTUYECKHE XapaKTEePUCTUKH [2],
KOTOpPBbIE MOTYT U3MCHSTHCS HPU CMEIIUBAHUH C JPY-
ITMMHU BELECTBAMH, TO BaKHO UMETh BO3MOXKHOCTb KO-
JMYECTBEHHOH OIICHKU MX KOHIIEHTPAIUU, OCOOCHHO Ha
9Tane NpeAperncCTPanuoOHHBIX HCIBITAHUHN Ae3NH(EKIH-
OHHBIX CPEJICTB, BEb UMEHHO HA 3TOM 3Tale peuenTy-
pe TPHCBaMBAIOTCS XapaKTepUCTHUKH 3(PHEKTUBHOCTH 1
6€e30MacHOCTH.
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TpagMUMOHHO [UI OINpENeNeHNus] YeTBEePTUUYHBIX
amMMoHHUeBBIX coenuHeHuN (HAC) MCIONB3yIOT THTPHU-
METPUUYECKUE METOAbl, OCHOBaHHbIE Ha OOpa30BaHUU
MOHHOH Mapbl ¢ aHUOHHBIMU TIOBEPXHOCTHO-aKTHBHBIMHU
BellecTBaMU. /[ onpeneneHns KOHEUHOM TOYKH TUTPO-
BaHMS MCHOJNB3YIOT KaK pa3jin4Hble WHAWKATOPBI, TaK U
HOH-CEJICKTUBHBIC JIEKTPOIBI. DTH METOIBI HE TPeOyIOT
CJIOXKHOTO amnmapaTHoro opopMIIEHUs], OHAKO HE M03BO-
TS0T orpenenats Heckonbko YAC omHoBpemenHo. [lis
OTIpe/IeNIeHUsT XJIOPTeKCUMHA OUIVIFOKOHATa M TIOJIUTEK-
CaMeTWICHONTYaHNUI TUAPOXJIOPHAA TAaKXKE OIFCAHEI
TUTpUMeTprdeckue’ [3—5] u xpoMarorpauueckue MeTo-
162 [6—10]. OqHAaKo yITOMSIHYTBIE METOIBI HE TTO3BOJISFOT
MIPOBOIUTH KOTMUECTBEHHBIN aHam3 cMeceil KITAB. Taxk-
K€ Ha pe3y/IbTaT aHaJIu3a MOTYT BIMATh APYIUe aKTHBHBIE
WUHIPEAUEHTHI, Hampumep, NN, N-Ouc(3-aMHHOIIPOTIHIT)I0-
JIELIMIaMUH, a TaKke HEKOTOPbIE BCIIOMOTaTeNIbHbIE KOM-
TIOHEHTHI JAe3UH(UIMPYIOIINX CPENCTB.

Hns pasnenenus cmeceil MOBEPXHOCTHO-AKTUBHBIX
BEIIECTB ONUCAHO HECKOJIBKO METO/0B, OCHOBAaHHBIX
Ha TIPUMEHCHHH BBICOKOI(D(EKTUBHONW IKUIKOCTHOM
xpomarorpaduu. Mcrnons3yroT pa3inuyHble JAeTEeKTOPbI:
Macc-CIIeKTPOMETPHUECKHE ¥ CIIEKTPOPOTOMETpHYe-
ckue (B ynpTpaduonaeToBoif o6aactu cnekrpa). Onucano
MIPUMEHEHHE JIETEKTOPA 3apsDKEHHBIX adposoiieit ([13A)
u ELSD nns ompeneneHusi cMeceil KAaTUOHHBIX U aHU-
onnbix [TAB [11], nnonHo-MaTpudHOTO ACTEKTOpA ISt
OTIpeNeNeHUs] ANKIIANMETIIOCH3MIIAMMOHUH XJI0pHIa
U TPUMETHITETPAJCIMIaMMOHIN XJIOpHaa B Ae3nH(HU-
upyromux cpexacrtsax [12]. bomibmioe xoaudyecTBo pa-
00T MOCBSILEHO ONPEAETICHNUI0 OCTATOYHBIX KOJIUYECTB
cmeceit YAC B mpoayKTax MUTAHUS [cM., Hanmpumep, 13—
15]. nst onpenenenus [II'MDB u xioprekcuuHa OUIo-
KOHaTa MPHU COBMECTHOM MPHUCYTCTBUH OBUIO MpeJIoKe-
HO WCIIOJIb30BaHKE KaMJUIIPHOTO IekTpodopesa [16].
B kadectBe gerekTopa HCIOIB30BAIU KOHIYKTOMETD;
paszeneHue NpoBOAMIOCH Ha KalMUIIPE, 3all0JTHEHHOM
cuimkaresem, AMuHoH 40 ¢cM ¥ BHYTPEHHUM JMaMeET-
pom 0.375 mxm. UyBCTBUTENBHOCTh METOJIA COCTABHIIA
4 mr/n ansg [I'MB u 0.4 Mr/n s XJmoprekcuanHa Oou-
IJIIOKOHATA.

[Ipennoxeno ucnonb3opanue BOXX ¢ YO- u au-
OJHO-MaTPUYHBIMM JI€TEKTOpaMU [UIsl OIpeneIeHUs
IIPU COBMECTHOM IPUCYTCTBUU aJIKUIJIIUMETHUIOCH3UII-
aMMOHHUH XJIOpHJa, XJIOPTeKCHANHA OWTITIOKOHATa M

I MBU-2-2007-05-3. MeTo/iMKa BBIIOIHEHUS H3MEPEHHUIT CO-
JIepIKaHUsT XJIOPreKCHIMHA OUIITIOKOHATa B Mpobax Je3uH(pu-
[UPYIOIIUX CPEACTB THTPUMETPHICCKUM METOJIOM.
[MVI-2-2007-05-3.  Metodika  vypolneniya  izmerenii
soderzhaniya  khlorgeksidina  biglyukonata v  probakh
dezinfitsiruyushchikh — sredstv  titrimetricheskim metodom
(MVI-2-2007-05-3. The method of quantification of
chlorhexidine digluconate in samples of disinfectants by a
titrimetric method) (in Russ.)]

2 The United States Pharmacopeia. USP 31. NF 26. 2008.
1732 p.

Tpukiio3ana [ 17]. Pa3nenenre KOMIOHEHTOB MPOBOIIIIA
Ha KOJIOHKaxX ¢ mpuBuThIMH ¢azamu C8 n CN mpu uso-
KpaTHUYECKOM 3JIIOMPOBAHUU B CUCTEME pacTBOpUTENIECH
alleTOHUTPUI — aneratHblil Oydep ¢ pH 5.0. Jlyumas
YyBCTBUTEIILHOCTH HAOIFOIANIACh JIIs KoJloHKH C8.

B paccmotpennsix paborax [2—17] mpemnoskeHbl
METOZBI ONpeAeeHNs Kak MHIuBUAyaIbHbIX [TAB, Tak
U ux cMeceil. OIHaKo 10 HACTOSIIEr0 BPEMEHU He pa3-
paboTaHbl NOAXOAbI K OJHOBPEMEHHOMY OIIPEEICHUI0
B JIC3UH(HUIUPYIOUINX CPEICTBAX CIOKHBIX CMecel Ka-
THOHHBIX [1AB, B wacTHOCTH, aNKUIINMETHIOCH3MIIaM-
MOHMI XJIOpUAA, AUICHIIAMMETHIAMMOHUN XJIOpHIa,
MIOJIUT€KCAaMETUIIEHTYaHUIUH THIPOXJIOpU/A, MOJIUTEK-
CaMEeTHJICHOMTYaHH]] THIPOXJIOPHUIA, XJIOPreKCHIuHA
ourmokoHara, N, N-6uc(3-aMHHOIIPOITHII)A0ACITHIAMH-
Ha. B a10ii paboTe A pa3neneHus cMeceld oM HY ThIX
Boie [TAB pacecmorpeno npumenenne BOXX ¢ auon-
HO-MaTPUYHBIM JIETEKTUPOBAHUEM.

IKCIepUMEeHTAJbHAS YaCTh

Peaxmuesol

B pabore ucnons3oBanu 20% BOAHBIN pacTBOp XJIOp-
TEKCHIMHA OWTITIOKOHATA, AJKAIIMMETHI0EH3MIaMMOHHH
xnopun (>95%), auerar ammonus s BOXX (Sigma-
Aldrich, Tepmanust), 20% pacTBOp MOJUTEKCAMETHUIICHOU-
ryanua runpoxsopuna (Vantocil TG, Lonza, 11IBetinapus),
25% pacTBOp ATKIIIUMETII(3THIOCH3MI)aMMOHIH XJ10-
puna (Wuhan Dachu Hexing Technology Co., Ltd., Kuraii),
30% pactBop N,N-Owrc(3-aMHUHOIIPOITII )0CIMIIAMIHA
(Lonza, Useiitiapust), aneronutpui st BOXX (Merck,
I'epmanust), IEMOHU30BAHHYIO BOJY C CONPOTHBICHUEM HE
meHee 18.2 MOwmxcwm, Boxy auctwimmpoBannyto o [OCT
6709-72. Jlpyrue WCIONB30BaHHBIC PEAKTHBBI ObLIA KBa-
TA(pUKALAN «9]a» WM BbIIe. KoMMepyeckre peakTHBBI
UCTIONB30BANNCEH 03 mambpHeimmel ounctku. OOpasusl
JEe3MH(UIMPYIONIIX CPEACTB MPEIOCTABICHB POCCHICKH-
MU TIPOM3BOAUTEISIMH.

Obopyoosanue

Xpomarorpaduueckoe pasielieHue KOMIIOHEH-
TOB TPOBOAMIHN ¢ ToMomIsi0 cucteMbl BOXKX Thermo
Ultimate 3000, oGopynoBaHHOI BCTPOCHHBIM Jerasa-
TOpPOM, aBTOMAaTHYECKOM CHUCTEMOW BBOJA IMPOOBI, TEp-
MOCTAaTOM KOJIOHKH C BO3MOKHOCTBIO MOJAEPIKaHUS
TeMIieparypsl B quanazone ot 15 no 50 °C, nuonHo-ma-
Tpu4HbIM eTekTopoM (Thermo Scientific, CLLIA). Criek-
TPBHI MODJIOIICHUS 3aMMChIBATIN B AMANa30HE JITTUH BOITH
ot 190 1o 400 HM™.

Yenosus xpomamoepaguueckoco ananusza cmecu
ANIBAX, A/IDBAX u XI'BI" (memoouka 1)

Hawmnyumee pasneneHue  KOMIIOHEHTOB — OBLIO
JOCTHUTHYTO TIIPH WCIIOJIh30BaHUM KOJIOHKH Thermo
Acclaim Surfactant 5 Mmxm (4.6x250 MM) ¢ MOIBHUKHOK
(azoit, cocrosmierd u3 aneronutpuna (A) u 0.1 M Bo-
JHOTO pacTBopa arerata ammonus (b, 3nauenue pH mo
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5.4 moBOAWIIN JIETHOW YKCyCHOU Kuciotoi). CoOTHO-
IIeHUE SJII0EHTOB npuBeneHo B Tabm. 1. Temmeparypa
tepmocrara kosoHkr 30 °C. CkopocTh IoToKa 1 MII/MHUH.
O6wem BBOAMMOI poOsl 10 MK, XpomaTorpammy 3a-
MMUCBHIBAJINA B auara3one uiiH BoH oT 190 mo 400 mm.
Jlnst pacueToB Obu1a BEIOpaHA JUIMHA BOJIHBI 264 HM.

Ta0nuna 1. CooTHOLIEHNE ATIOEHTOB NP pa3AeIeHUn
AIBAX, AIDBAX u XI'bI

Table 1. Gradient elution for ADBAC, ADEBAC,

and CHG separation

Bpewmst, mun / | Jlons amoenTa A, % / | Jons smoenta b, % /
Time, min Eluent A, % Eluent B, %
0 0 100
8.0 0 100
18.0 80 20
24.0 30 70

Venosuss xpomamoepaghuuecxoco ananuza II'MB
(memoouka 2)

Hawmyummee pasnenenue ObIJI0 JOCTUTHYTO HIPH HC-
nonbp30BaHuKM KonoHkH Phenomenex Luna NH, 5 mxm
(250x4.6 mm) ¢ moABWXKHOW (a3oH, cocrosmierd u3
aneronntpmia (amoedtT A) u 0.1 M BogHOTrO pacTBopa
anerara ammonus (pH 5.4, amroent b). Ycenosust rpanu-
EHTHOT'0 AITIOUPOBAHUS TaKUE XKe, KaK U MPH Pa3IeIeHu!
AJIBAX, AJIDBAX u XI'BI' (Tab6xa. 1). Xpomarorpam-
MBI 3alIACBIBAJIM B Auana3one JinH BojH ot 190 go 400
HM. J{71s1 pacdeToB Obla BeIOpaHa AHHA BOJIHBI 240 HM.
Temneparypa repmocrara kosionku 30 °C. CkopocTb 1o-
Toka 0.5 ma/MuH. O6BeM BBOAMMOM TpoOH! 10 MKIL.

Obpabomka OanHbIx

[ToBepXHOCTHO-aKTHUBHBIC BEMIECTBA HACHTH(HU-
[UPOBAIM KaK 10 BPEMEHH YIACP)KUBAHHsS, TaK U II0
crekTpy morionieHus. Ilocne aHanm3a KaKAbIX IIATH
00pa3noB xpomarorpadupoBaIl YUCThIA alleTOHUTPHII,
9TOOBI YCTAHOBHUTH BOBMOKHOE 3arPsI3HCHUE KOJIOHKH.

I'pagynpoBoUHbIE KpPUBBIE CTPOWJIM 110 6 TOUKAM.
Jluana3oH TMHEWHOCTH OIPENEISUIN IyTeM MOCTPOCHHUS
rpaduka 3aBUCHMOCTH IUIONIA[M ITHKA OT KOHIICHTpA-
uH. Vcnonp30Baiy ClenyroNe KpUTePHH JUTs Uaria-
30Ha JIMHEWHOCTH: JIMHEHHAs perpeccust ¢ ko3¢ unn-
eHTOM Koppenauuu Oonbiue, yeM 0.99, oTkioHeHHe OT
TMHHAHK TpeHa He 6onee 15% Juis BceX TOYEK.

C6op m 00paboTKy XpomarorpaduuecKux JaH-
HBIX OCYIIECTBISUIH C UCIOJIb30BAHHEM IPOrPAMMHOIO
obecrieuennss Chromeleon 6 u Chromeleon 7 (Thermo
Fischer Scientific Inc., CILIA). Cratuctuieckyto o0pa-
OOTKY HOJyYSHHBIX PE3yJIbTaTOB IPOBOIIIN B COOTBET-
ctBuu ¢ PMI" 61-2010 «Iloka3zarenu TOYHOCTH, IPABHITb-
HOCTH, NPEIM3HOHHOCTH METOAUK KOJIUYECTBECHHOIO
XAMHAYECKOTO a”ann3a. Merons! oreHKn» 1 «Guideline
[.C.H.H.T. Validation of analytical procedures: text and
methodology Q2 (R1)» ¢ ucnonp3oBaHueM mporpaMmm-
Horo obecnieuenus Excel 2016 (Microsoft Inc., CLLIA) n
OriginPro (OriginLab Corp., CILIA).

Pe3y.1'leaTLl H UX oﬁcymzle}me

AJKWITIMETHIOCH3MIIAMMOHUN XJIOPU] U alIKWJI-
JUMETHI(3THIIOCH3MI ) AMMOHHI COCTOST W3 HECKOJIb-
KHUX TOMOJIOTOB, Pa3IHMYaloNIUXCs MO JUIMHE alIKUIBHOTO
paavkana. YUWTHIBasi CTPYKTYPHOE CXOJICTBO ITHUX Be-
IIECTB, BO3HUKAET CJIOKHOCTH B UX XpoMarorpaduue-
CKOM pa3/ielICHUH.

[Ipu moxGope ycnoBuii B KaueCcTBE KPUTEPHEB OII-
TUMU3AIUM METO/Ia OBUTH BBIOPAHBL: pa3pelicHUE TTMKOB
R, 3HaueHne KOTOPOro JOJDKHO OBITh HE MeHbLIE 1.5, 1
k03 pHUIIMEHT acHMMETpHH TMHKa, 3HAYEHHE KOTOPOTO
IOJDKHO HaXOOUThes B auamasone ot 0.8 mo 1.5.

CornmacHo  crneru(UKAUA, HCIOJb30BAHHBIN
AJIBAX cocTouT M3 JIByX KOMIIOHEHTOB — JIOJEIUJI-
JUMETHIIOCH3UIIAMMOHIN  XJIOPHJIAa W TETPaJCIIHIIH-
METHIIOCH3UIIAMMOHMM Xopuaa. Takum oOpa3oM, Xpo-
matorpamma 0.2% pactBopa AJIIBAX nmeer iBa nuka ¢
BpEMEHaMU yAepkuBaHus okoio 7.9 u 9.0 mun. Ha puc. 1
onu o6o3Hauensl Kak C12 u C14, cCOOTBETCTBEHHO.

140
C12
120
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40 Cl4
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0_
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Bpewms, mun / Time, min
Puc. 1. ®parment xpomarorpammser 0.2% pactBopa
AJIBAX B 1eMOHNU30BaHHOM BOZC
(meTonmka 1, kosonka Surfactant)
Fig. 1. Chromatogram of a 0.2% ADBAC solution
in deionized water (method 1, Surfactant column).

B 10 Xe Bpems maHHBIE O TOMOJIOTMYECKOM COCTaBe
AJIDBAX mpousBoauTeneM He MpemocTasieHbl. B xpo-
marorpamme ero 0.2% pacTBopa B JEMOHM30BAaHHOM BOZIE
OBUTIO OOHAPYKEHO YEThIPE MHKA C BPEMEHAMH Y/ICPKHBa-
HUS 0KoJI0 8.4, 8.7, 9.5 1 9.7 muH. OHu ObUM WIICHTHOU-
IIUPOBAHBI KaK JIOICIIMIIUMETIII(dTHIOCH3UIT)aMMOHHH
XJIOPHUJI, TeTPAISIMIIMMETHI(3THIOCH3MI)JaMMOHHI XJIO-
pHl, TeKCaIeIUIAUMETII(ITHIOSH3MI)aMMOHUE  XJIOPU/L
W OKTaICIIIIMMETHI(3THIOCH3MT )JaMMOHHH Xitopu. Ha
puc. 2 3t curHaisl 0603HadeHs! kak C12, C14, C16 u C18.

Kak u cnemoBano oxxuaarsk, XpoMarorpamMmma CMecH
AJIBAX u AJIDBAX umeer 6 OCHOBHBIX IMHKOB, KOTO-
pble TI0O BpeMEHaM YJACPKUBAHUS COBIANAIOT C MMHUKAMHU
B 0o0pa3iax ajJKWwIIUMeTUI0CH3WIAMMOHUN XJIOpUAA U
ANKHIIUMETIII(3TUIIOCH3WIT)aMMOHUH xtopuia (puc. 3).
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Puc. 2. ®parment xpomarorpammsl 0.2% pactBopa
AJIDBAX B 1eMOHN30BaHHOM BOJIE
(meronuka 1, komonka Surfactant).
Fig. 2. Chromatogram of a 0.2% ADEBAC solution
in deionized water (method 1, Surfactant column).
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Puc. 3. ®parmeHT xpomMarorpaMMbl pacTBOpa CMeCH
AJIBAX u AIIDBAX B 1eHOHU30BaHHOM BOJIE
(metonuka 1, xonmonka Surfactant).

Fig. 3. Chromatogram of a mixture of ADBAC
and ADEBAC in deionized water
(method 1, Surfactant column).

[Tpu nmo0GaBiIeHWN K CMECH AJIKHIIMMETHIIOCH3HII-
AMMOHHH XJIOpUa U aJKUIIUMETUI(ITUIOCH3UII)-
aMMOHHMH XJIOpWAa XJIOPTeKCHUANHA OWIIIOKOHATA €Tro
MEIIAIOIIET0 BIUAHUSA OOHAPYKEHO HEe OBLIO, MOCKOIb-
ky XI'BI' B aTuX ycloBUsSIX UMeEET BpeMsl yaAep>KUBaHUS
okomo 6.5 muH (Tabdmn. 2). U3 puc. 4 Bunno, yto [II'Mb
He yJepXKuBaeTcs Ha kojoHke Surfactant, a NV, N-6uc(3-
amuHonponun)goaeuunamut (Tpuamun, TA) He morno-
nraeT B YdD-00macTy, mo3ToMy TakKe He MEIIaeT aHaJIH3Y.

Tadauna 2. [Tapamerps! Xxpomarorpamm (Metonuka I,
ronmonka Surfactant) cmecu XI'BI, AIIBAX u AJIDBAX*
Table 2. Chromatography parameters (method 1, Surfactant
column) for a mixture of ADBAC, ADEBAC, and CHG*

OmnpenensieMblit Bpems ynepxusanus, mun / | R
KOMITOHEeHT / Substance Retention time, min
XI'BI' / CHG 6.5 2.96
AJIBAX / Cl12 7.9 3.32
ADBAC Cl4 9.0 2.58
C12 8.4 1.64
AJIDBAX / Cl4 8.7 2.22
ADEBAC C16 9.5 1.67
C18 9.7 2.71

* [Ipumeuanue: KOHIEHTPAIMS KaXI0ro KomroHeHTta 0.2%;
paccunTaHo cpenHee 3HauYCHUE TMapameTpa W3 ISTH Mapajuielb-
HBIX mM3Mepenuil. / ¥ Note: concentration of each component
is 0.2%; average parameter value of five measurements is
calculated.

ADBAC
Ccl2

ADEBAC
C12C14

ADEBAC
C16C18

B/C

/F\( 6/b
___.___A_JMM)\M,) : : ala

T
0 5 10 15 20
Bpewms, mun / Time, min

Puc. 4. Metoauka 1, kononka Surfactant:
a — xpomarorpamma XI'BI, AIIBAX u AIIDBAX;
0 — xpomarorpamma 0.2% pacteopa III'Mb B nenonusosas-
HOM Bozie; B — xpomarorpamma 0.2% pactsopa TA
B JICMOHM30BaHHOH BOJIE
Fig. 4. Method 1, Surfactant column: a — chromatogram
of a mixture of CHG, ADBAC, and ADEBAC;
b — chromatogram of a 0.2% PHMB solution in deionized
water; ¢ — chromatogram of a 0.2% solution of N, N-bis-
(3-aminopropyl)-dodecylamine in deionized water.

KoaddurrieHTsI aciMMETpHH TOTyYSHHBIX XpOoMa-
Torpad)M4ecKuX MHKOB U PACCTOSIHUE MEXJTY HUMHU CO-
OTBETCTBYET YCTAHOBJICHHBIM TpeOOBaHUAM (Tabm. 2).
CrnenoBareiabHO, MPEATIOKEHHBIE YCIOBUS MO3BOIISIIOT
YIOBIETBOPUTEIHHO MPOBOAHUTH pa3lIelIcHUE XIIOp-
FeKCHJIMHA OWIIIOKOHATA, AlKWIIUMETUIOCH3UII-
AaMMOHHH XJTOpHUAA U aTKHIIUMETHI (I THIOCH3HII)-
aMMOHUM XJIopua.
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B yxazannbeix ycnoBusx (meroamka I, KoloHKa
Surfactant) 3aBHCHMOCTb IUIOMIAM XpoMarorpaguue-
CKOTO TMMHKa AJTKWIIUMETHIOCH3MIAMMOHHNA XJIOpH/IA
OT KOHLEHTpauuu juHeiHa B auanaszone or 0.005 no
1.000%, nmng  anKuIIUEMETHII(ATHIIOSH3MT)aMMOHUH
xnmopuaa — ot 0.06 mo 0.33%, nns xjoprexkcuauHa Ou-
rmrokoHara — 0.012 7o 0.111%.

Kak 65110 TTOKa3aHo BEINIE, KonoHKa Surfactant me-
nipurofHa Jutst onpeAenenus [I'MB. OgHako, TOCKOIBKY
9TO BELECTBO UMEET MaKCUMYM IomioueHus npu 240 Hu,
To mpumenenne BOXX ¢ nmmomHo-MaTpuUHBIM JI€TEK-
TOPOM JJIsi €ro aHaiu3a Bo3MokHo. Otnenuts [1II'MB
ot npyrux KITAB ynanochk TONBKO TpU MCTIOIB30BAHUN
ruapoduIbHON XpomaTorpaduu Ha KOJOHKE C NPHUBH-
TBIMH amuHOrpynnamu. Bpewms ynep:xkusanus [II'Mb B
OIMCAHHBIX BBIIIE YCIOBUAX COCTaBIIAET OKOJIO 6.5 MUH.
3aBucumocTh momaau nuka [I'MbB ot koHmeHTpanun
nuHeitHa B nuanasone ot 0.003 o 0.02%. Koaddumm-
ent aerepmuHarmu 0.9961.

[Ipu onpeneneHUM MOJUTEKCAMETUICHOUTYaHU]
THAPOXJIOPHUIA B IC3UHPHUITUPYIOIINX CPEICTBAX Mellla-
IOIl[ee BIMSIHIME MOTYT OKa3bIBaTh TOJIBKO aJIKHJITUME-
THIIOSH3WIIAMMOHIH XIIOPHT, alIKHJIIUMETHI(ITHIOCH-
3UJ)aMMOHUHN XJIOPUA U XJIOPTEKCHUIMHA OUIIIIOKOHAT.
[Ipu xpomaTorpadupoBaHHUK PACTBOPOB ITHX BEIIECTB,
a taxxe [II'MbB, B nenoHr30BaHHOI Bojie, OBLIO YCTaHOB-
JICHO, YTO B OMTMCHIBAEMOM METOJI€ BPEMSI YICPKUBAHUS
III'MB cocraBasget okono 6.5 mun, AJIBAX — okomno
9.2 muH, XI'BI' — okoimo 9.8 muH, AJIDBAX — oxoio
11 muH (puc. 5). [Ipu 3ToM Ha 3TO KOJIOHKE OTYETINBO
HaOJIONIAIOTCSl CUTHAIBI TOJIBKO JTOACIMIIINMETIIIOCH-
3UJIAMMOHHMM XJIOpUJa W TOMSHMIIUMETHI(ITUIOeH-
3mI)aMMOHHH Xitopuaa. CHTHaIBl APYTUX TOMOJIOTOB,
Bxogsuux B coctaB AJIBAX u AJIDBAX, xoTs u npu-
CYTCTBYIOT, HO HE MOTYT OBITh MCITOJIb30BAaHBI JIJIS KO-
JTUYECTBEHHOrO aHanu3a. TakuM oOpa3oM, Memrarole-
TO BIIMSIHUSI HU OJTHOTO M3 KOMIIOHEHTOB yCTaHOBJICHO
He ObLIO.

OnucaHHble METOIWKH OBbLIA TPHMEHEHBI s
ompejelieHus conep:kanus karuoHHbx 1IAB B peans-
HBIX 00pa3iax Ae3nHPUIUPYONHX cpeacTs. [lomyyeH-
HbI€ pPe3yNbTaThl CPABHUBAIU C PE3yJbTaTaMH, IMOJY-
YEHHBIMH TIPY HCIIOJIB30BAHHH METOIOB JBYX()a3HOTO
TUTPOBAHMSI WHIUBUYaJbHBIX BEHIECTB C METHUIIEHO-
BBIM TOJIYOBIM B IIEJIOYHOH Cpelie JUIs ONpeneicHUs
ANKAITANMETHIOCH3MITAMMOHHU# X0puaa’, nByxdasHo-

3TOCT P 57474-2017 Jle3undeKTonorus u ae3uH(eKIHOHHas
JICATENBHOCTh. XUMHYCCKUE JC3HMH(UIUPYIOIINE CPeaCTBA U
AHTHCENTHKU. MeTO/IbI OIpe/IeTICHHS YeTBEPTHYHBIX AMMOHH-
€BbIX COCTUHEHMH.

[GOST R 57474-2017 Dezinfektologiva i dezinfektsionnaya
deyatel’'nost’. Khimicheskie dezinfitsiruyushchie sredstva i
antiseptiki. Metody opredeleniya chetvertichnykh ammonievykh
soedinenii. (GOST R 57474-2017 Disinfectology and disinfection
activities. Chemical disinfectants and antiseptics. Methods for
determination of quaternary ammonium compounds) (in Russ.)]

IrMbs / PHMB
_ AIDBAX /ADEBAC

AJIBAX|/ ADBAC

XI'BI'/ CHBG

o/b

al/a

: ‘ 9 12 15
Bpewmsi, mun / Time, min
Puc. 5. Xpomarorpammer (MeTomuka 2, kononka Luna NH,):
a— cmecu 0.02% pactBopa III'Mb
u 0.05 % pactBopa XI'BI" B 1enOHN30BaHHOM BOJIE;
0 — 0.2 % pactBopa AJIBAX B enoHM30BaHHO BOJIE;

B — 0.2 % pactBopa AJIDBAX B 1eMOHN30BaHHOI BOJIE.
Fig. 5. Chromatography by method 2, Luna NH, column:
a — chromatogram of a mixture of PHMB (0.02%)
and CHG (0.05%) in deionized water;

b — chromatogram of a 0.2% ADBAC solution in deionized water;
and ¢ — chromatogram of a 0.2% ADEBAC solution

in deionized water.

rO TUTPOBAHUS ¢ OpOM(DEHOIOBBIM CHHUM JIJIS OTIpeie-
JICHHS TOJUTEKCAaMETHICHOUTYaHN ] THAPOXIIOPUAA U
KHCIIOTHO-OCHOBHOTO TUTPOBAHHUS COJISTHOW KHCIOTON
B Cpe/ie BOMA-KeTOH AJISI XJIOPTeKCHIMHA OUTIIIOKOHA-
ta’, Perentypa MOJENbHBIX JE3UH(PEKTAHTOB MPHUBE-
neHsl B Ta0n. 3. CpaBHEHHE TTOTyUYEHHBIX PE3yIbTAaTOB
ipu omnpenenenuu KIIAB B 3Tux oOpa3uax npuBeaeHbl
B Ta0I. 4.

B HekoTOpbIX ciiyyasx, Kak, HapuMmep, Mpu HC-
CIIeOBaHUM 00pas3ma 2, TUTPUMETPHUCCKHUE METOMBI
MO3BOJISIIOT  OIPENENsTh COAEepKAHUE JAEeHCTBYIOMINX
BEIICCTB B JE3MHOUIMPYIONINX CPEACTBAX, OTHAKO
Yalie BCEro 3TO HEBO3MOXKHO JaXKe IPH CMECHU JBYX
k[IAB, He TOBOpsS O OONBIIEM WX KOIUYECTBE. DTO
MOJTBEPHKIAETCA Pe3yJabTaTaMu, MOJYyUYEHHBIMH IpHU
nccienoBaHusx oopamnoB 2 u 3 Ha conepkanue [1AB.
W3 npencraBieHHbIX B TaON. 3 JaHHBIX CIENyeT Tak-
K€, 4TO IIPOBEJECHUIO aHajlu3a MPEAIOKEHHBIMU XpPO-
MaTorpauuecKuMi METOJaMU HEe MEIIAI0T BXOASIINE

4+ MBU 01.00282-2008/0184.23.12.13 Omnpenenenue Xjiop-
reKCUJMHA OWITIIOKOHATa B BOIHBIX M BOJHO-CIHPTOBBIX
pacTBopax.

[MVI 01.00282-2008/0184.23.12.13 Opredeleniya khlor-
geksidina  biglyukonata v vodnykh i vodno-spirtovykh
rastvorakh (MVI 01.00282-2008/0184.23.12.13
Determination of chlorhexidine digluconate in aqueous
and aqueous-alcoholic solutions) (in Russ.)]
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Taoauua 3. Perentypa MOIENBHBIX 1e3WHOHUIIPYIONIIX CPEICTB
Table 3. Model disinfectants formulations

HaunmvenoBanue xomnoHeHnTa / Component

Maccogas noist, % / Contains, % (w/w)

Obpasey 1/ Sample 1

AJIBAX / ADBAC 2.0
N,N-Buc(3-amunonponun)noaeunnamut / N, N-Bis-(3-aminopropyl)-dodecylamine 13.0
[I'Mb / PHMB 0.4
Kokoamumonpormnoerans / Cocamidopropyl betaine 3.0
Heonon A® 9-10 / Nonoxynol AF 9-10 4.0
Hutpar kanus / Potassium citrate 1.5

Bopna / Water 1o 100/ To 100
Obpasey 2 / Sample 2
I[II'Mb / PHMB 0.25
XI'BI' / CHG 0.25
2-Ilponanon / 2-Propanol 35.0
1-ITponanon / 1-Propanol 30.0
Ienrtaneunnossiii ciiupt / Pentadecanol 0.3
Mormnounast kucnota / Lactic acid 0.5
Jlumonnas xucnora / Citric acid 0.3
Bopna / Water 1o 100/ To 100
Obpasey 3 / Sample 3
AJIBAX / ADBAC 2.5
AJIDBAX / ADEBAC 25
N,N-Buc(3-amunonponun)noaeunnamut / N, N-Bis-(3-aminopropyl)-dodecylamine 10.0
Heonon A® 9-10 / Nonoxynol AF 9-10 5.0
Jlumonnas xucnora / Citric acid 0.8
Kpacurens / Dye 0.001
Boma / Water 1o 100/ To 100
Taonuua 4. CpaBHeHHE pe3yIBTaTOB, MOTYYCHHBIX MIPH ONpeNeTeHNN KaTHOHHBIX [TIAB
B pealibHBIX 00pa3iax Ae3uHDUIHPYIONINX CPEACTB
Table 4. Comparison of supposed and literature described methods for real disinfectants analysis
Omnpenensiemoe [TAB / Beeneno, % / HatineHo npeioxkeHHbIM MeTonioM, % / | HaleHo THTpuMeTprIecKuM MeTorom, %o /
Surfactant Amount introduced, % | Found by the proposed method, % Found by titration method , %
Obpasey 1/ Sample 1
AJIBAX / ADBAC 2.0 2.1+0.1 IIpoBectu pa3nenpHOE onpeeseHne
BEIICCTB HE yAaaoch™ /
IIr'ME / PHMB 04 0.39+0.02 Separate quantification of the substances
could not be performed*
Obpasey 2 / Sample 2
I[II'Mb / PHMB 0.25 0.24+0.01 0.22+0.02*
XT'BI'/ CHG 0.25 0.26+0.02 0.28+0.01**
Obpasey 3 / Sample 3
AJIBAX / ADBAC 25 2.5+0.1 5.2+0.1%
(cymmapno miist iByx YAC) /
AJIDBAX / ADEBAC 2.5 2.4+0.1 (sum of both QACs)

* Haiineno nByx¢asueiM TuTpoBanueM, % / Found by two-phase titration, %.
** HaliieHO KHCIIOTHO-OCHOBHBIM THTpOBaHueM, % / Found by acid-base titration, %.
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Tadmmma 5. MeTponorndeckne XapakTepUCTUKH MTPEATIOKESHHBIX METOHUK ™

Table 5. Metrological parameters of the proposed methods*

Bemecto / Substance S. % Se» % r, % R, % +9, %
AJIBAX / ADBAC 1.21 1.69 3.98 5.57 3.94
AJIDBAX / ADEBAC 1.17 1.64 3.24 4.54 3.87
XI'BI'/ CHG 1.03 1.44 3.39 4,75 3.84
III'MB / PHMB 1.23 1.73 4.07 5.70 3.68

* S — mokazarenb IOBTOPAEMOCTH; S, — MOKa3aTellb BOCHPOH3BOIUMOCTH; I' — TIPEJIeNl HOBTOPSEMOCTH; R — mpezien Bocmponsso-
JUMOCTH; + — rpaHHIbl OTHOCHTENbHOH norpemnocTy mpu P =0.95./* S_— repeatability; S, — reproducibility; r — repeatability

limit; R — reproducibility limit; +8 — relative error at P = 0.95.

B COCTaB JC3WH(OUIUPYIONIUX CPEICTB HEUMOHOTCHHBIE
MMOBEPXHOCTHO-aKTUBHbIE BELIECTBA M JApyrue (yHK-
[IMOHAJIbHBIE JTOOABKH, UTO MO3BOJIIET PEKOMEHIOBATh
9TU METOJbI IS BHEAPCHHUSI.

MeTposioruueckie XapaKTepUCTUKU TPEIOKEH-
HBIX METOJ[OB IPUBECHBI B TAOJ. 5.

3akjoueHue

B pabore ommcaHO HCMOJNIB30BaHUE BBICOKOI(D-
(eKTUBHON >XUAKOCTHONH Xpomarorpadum s Ko-
JUYECTBEHHOTO OMNpE/eNIeHNs] KAaTHOHHBIX MOBEpX-
HOCTHO-aKTHBHBIX BEIIECTB B JAC3UHOUIMPYIOMNX
cpencTrax. [IpeoskeHsl METOANKH [Tt ONIPe/IesIeHUS
ATKAIANMETIIIOCH3UIIAMMOHHUH  XJIOpHIa, AJIKHIIU-
MeTHJI(3THIOCH3MI)aMMOHHUI  XJIOpU/a, IOJUTeKca-
METUJICHOUTYaHHU THAPOXJIOPUAA U XJIOPTEeKCHIUHA
OUTITIOKOHATA.

OnucaHHble METONBI BIEPBBIC MO3BOJISIOT COp-
MYJIUPOBATh IOAXOJ K OIPEAEIEHUI0 ITHX YeThIpex
BEIIECTB B JAE3MH(EKTaHTaX NPH COBMECTHOM IpHU-
CYTCTBHH. Vcmonb30BaBIIMECs paHee A 9THX Lenei
TUTPUMETPUYECKUEC METOABI HE MO3BOJSIOT MOIYy4aTh
JOCTaTOYHO HAJIEKHBIE PE3yJIBTaThl, IIOCKOJIBKY Ha pe-
3yAbTaT AaHAIHM3a MOTYT OKA3bIBATh MEIIAIOIICE BIUSIHUC
KOMITOHEHTBI pelenTyp Ae3HHPUINPYIONINX CPECTB.
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