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Ma3oxpomaTorpacpumnyeckoe onpeneneHume
N,N-gumeTunammHonponuiamMmmaoB XUPHbIX KUCIOT
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Pa3paboTtana meromuka razoxpomarorpadudeckoro omnpeaeneHust N,N-TuMeTrHIaMHHOIPOTHIaMHIOB
JKHUPHBIX KUCJI0T. OnpeeneHne MpoBOAMIM METOJIOM ra30Boil xpoMaTorpaduu ¢ IpHMEHEHHEM BHYTPEHHETO
CcTaHmapTa — TeTpajzekaHa. J[js ycTaHOBIIEHUS KOX(PQHUIIMEHTOB YyBCTBUTEIHLHOCTH Hcmosb3oBamu N,N-
JUMETHIAMHUHOTIPONUIAMU/L JIAYPUHOBOI KHCJIOTHI B COBOKYITHOCTH C PacueTHBIM METOJOM. Pe3ynbraTsbl
HCCIICJIOBAHUSI MPEICTABISIOT HHTEPEC B 00JIACTH aHATUTHYCCKOTO KOHTpous mpousBoicTea [TAB u moryt
OBITh IPUMEHCHBI B 3aBOJICKHX JIAOOPATOPHSIX.

KiawueBble ciaoBa: N,N-IuMeTHIaMAHONPONMIAMUIBL KHUPHBIX KUCJIOT, aMHJIONPONHIOCTANHEI,
ra30Basi XpOMaTorpagus.

Gas chromatographic determination
of N,N-dimethylaminopropylamides fatty acids

Deshina O.A.}, Zykov A.V.}, KrysanovaT.A.?, Kotova D.L.2

Open join stock company «EFKO», Alekseevka
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The technique of gas chromatographic determination of N,N-dimethylaminopropylamides fatty
acids was developed. The assay was performed by gas chromatography with internal standard — tetradecane.
To establish the sensitivity coefficients used N,N-dimethylaminopropylamide lauric acid togethe with the
design method. The results of the study are of interest in the field of analytical control of the production of
surfactants and can be used in factory laboratories.

Keywords: N,N-dimethylaminopropilamides fatty acids, amidopropylbetaines, gas chromatography.

BBegeHue

AmdoTepHble MOBepXHOCTHO-akTUBHBIC BemiecTBa (I[IAB), k KOTOphIM OTHOCST
amuponponuiaderannbl (AIIB) sxupubix kucaor (OKK), Hammm mupokoe MpUMEHEHHE B
KayecTBE aKTUBHOM J00AaBKM B pAa3IMYHbIE JKUIKUE, TacToOOpa3Hbie, MOIOIIHE,
cTupaibHble W uHcTsAmme cpeacrBa. AlIIb Ha OCHOBeE KOKOCOBOrO Macjia — BeChbMa
MOIYJISIPHBIM KOMITIOHEHT IIEHOMOIOIINX KOCMETHYECKUX MTPOILYKTOB, XapaKTEPHOU 4epTOU
KOTOpOTO SIBJSIETCSI 3aMeuaTesibHasi CIIOCOOHOCTh OYMILATh OT JKHpa KOPHHU BOJIOC U KOXKY
rosoel [1, 2]. Kak mpaBuio, mpouecc nonyuenus AIIb u3 pacTUTENbHBIX Macen HIIH
MeTuoBbIX 3¢hupoB KK BKiItOUaeT ABE cTaauu:

- monyuerune N,N-mumernnamunonponmiamuaoB (JIMAIIA) >KuUpHBIX KHUCIIOT,
coJlepKalliX TPETUYHYIO AMUHOTPYIIITY:
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- QIKWJIMPOBAHUE TPETHYHON aMHHOTPYIIIBI TAJIOT€HKApOOHOBOW KHUCIOTON MIIH €€
CoJIbI0 ¢ 0Opa3oBaHueM OetanHa [3, 4].

I[Ipu npoumsBoactBe AllIb mnpouecc mnonyuenuss JMAITA KK  wurpaer
HEMAJIIOBAXXHYIO POJIb, MOATOMY aHAIUTUYECKUH KOHTPOIb MJAHHOTO JTarma CHHTE3a
KaTeropuuecku HeobxonuM. l3BecTeH KOCBEHHBIH CHOCOO OmpeleneHusl CTENeHU
3aBepiieHHOCTH cuHTe3a JMAIIA u3 mermnoBsix 3¢upoB XK, ocHOBaHHBIA Ha
YCTAHOBJICHHHM WX OCTAaTOYHOro cojaepkanust [5]. Mudopmarms ke 00 ompeacieHuu
HenocpeacteenHo JIMAIIA KK B nuteparype otcyrctByer. Takum obpa3om, pazpaboTka
JIETKO BBIMOJIHUMOM, 3KCIPECCHOM METOJUKU KOoJaudecTBeHHOro ompeneneHus JIMAITA
KK npencrapiseTcst BaXXHOM TEXHOJIOT0-aHATUTUIECKOM 3a1aueid.

AKCNepUMeHT

Ompenenenue conepxkanuss ocHoBHoro BemectBa B JIMAITA KK npoBoguinu
METOZIOM Ta30BOM XpoMarorpaduu ¢ MPUMEHEHHUEM BHYTPEHHETO CTaHIapTa — TeTpajJeKaHa.
Jns ycraHOBieHHS — KOO(QQHIMEHTa  YyBCTBUTENbHOCTH  mcrnonb3oBamu  N,N-
JMMETHIAMAHOIPOIMIAMUT JIAyPUHOBOM KHCIOTHI mpousBoacTta SigmaAldrich (USA) ¢
MaccoBOi gorneit ocHoBHOTO BemecTa He MeHee 98.0 %.

IToarotoBka  pacTBOpoB. [OTOBAT  CTaHAAPTHBIA  pacTBOp  TETpajeKaHa
KoHIeHTparmeil 20 Mr/cM® B H30TPONIIOBOM criupTe. Jlis 3TOr0 B MEPHO# KOIGe 00heMoM
100 cm® B3BEwWIMBAKOT (2£0.1) r TerpasekaHa W IpPU MEPEMEIIMBAHUU JTOBOIST IO METKH
U30TPOITUIIOBBIM CITUPTOM.

Jlisi TIpUTOTOBJICHUSI TPAaTyHPOBOYHBIX PACTBOPOB B OTHAECIBHBIC XUMHUYECKUE
crakaHbl OepyT pasnuunbie HaBecku JIMAIIA naypunoBoii kuciotsl oT 50 no 100 mr. K
HABECKAM ABTOMATHYCCKHMM JI03aTOPOM J06aBIsitor 1 cm® craHmapTHOro pactBopa
TeTpajieKaHa, MEPHBIM LWIMHAPOM HPHIMBAOT M0 20 CM° H30MIPONMIOBOTO CIHPTA H
nepememmuBaioT pu HarpeBannu 50-60°C Ha AIEKTPOMAarHUTHOM MEIIAJKE 10 TOJHOTO
pacTBOpeHHs. 3areM TpaJayUpOBOYHBIC pPACTBOPHI IMEPEHOCIT B XpoMaTorpaduyeckue
BHAJIEI 00BEMOM 2 CM°.

YcnoBust xpoMarorpadupoBanus. AHaIA3 MPOBOIWIM Ha Ta30BOM Xpomarorpade
Bruker 451 GC ¢ mnamenHO-HOHM3AMOHHBIM jaerekTtopoM (TTHMJT). st pasmencHus
KOMITOHEHTOB TIPHMEHsUIach KarmwuisipHas kononka BR-5ht (30 mx0.25Mmx0.10 mxMm) c
HenoABMKHOM (hazoit — 100% auMeTHIIOIMCHITOKCAaH.

BriOpanbl crnenyromue ycinoBus XpomarorpadupoBaHus: 00beM BBOAMMOI HpOOBI
— 1 MKJ1, Ta3-HOCHUTEINb — TeNUi, PYHKIUS TOCTOSTHHOW JTMHEHHON CKOPOCTH Ta3a-HOCUTEIS
— 45 cm/c, Ttemmeparypa wucnaputenss — 360°C, c¢ genenwem moroka 40:1.
[IporpammupoBanue TepMmocrara: HadaiabHas Temneparypa 150°C |, moasem mo 350°C co
ckopocthio 20°C/ MuH, KOHEUHAsI TEMIIepaTypa BhIICP)KUBACTCS B TCUCHUE 5 MUHYT.

YcranoBienue ko3 dunreHTa YYBCTBUTEILHOCTH. Koadpdunuent
qyBCTBUTEIBHOCTH (fj ) KaXK10T0 M3MEPEHUs YCTaHABIUBAIOT 110 (hopMyIie:
S S
f==s+ (1)
M M

rne S¢ — IUIOMAAh CTaHgapra TerpagekaHa, Mg — Macca cranmapra TeTpajleKaHa,
Sa — momanas N,N-muMernnaMuHONIpOoNMIIaMHuia JTaypuHOBOM KUCIOThI; My —macca N,N-
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JTUMETHIIAMUHONIPONHIIAMUA JTAyPUHOBOM KUCIIOTHI.
Cpennuit (MCTUHHBII) KO3()(UIIMEHT YyBCTBUTEILHOCTH HAaXOAWIN KaK cpeaHee N
M3MEPEHUN:

n
21
fx — |—ln (2)
Onpenenenue maccoBoit monu JIMAIIA XK B ananm3upyemom obOpasie. B
XHMHUYECKOM CTakaHe OepyT HaBecky oOpasnma wmaccoit 200+30 wmr, B ciydae
IIPEIIONOKEHUSI O HE3HauuTeNbHOM coaepxkanun JIMAIIA HaBecky yBEeIWYMBAIOT 10
500 mr. MepHbIM nUIuHAPOM TpuianuBaroT 20 oM’ M30IPOIIIIOBOTO CIHPTA, J03aTOPOM
no6GaBmsaor 1 CcM® CTaHZApPTHOrO pAacTBOpA TETPAAeKaHa, M IMEPEMEIIMBAIOT IPH
HarpeBanuu 50-60°C Ha AJIEKTPOMAarHUTHOW MeEIIAJIKe 10 TOJHOTO PacTBOPEHUs. 3areM
BHOCAT 250+50 Mr XJOpHCTOro KambLUsi M CHOBA IEPEMEIIMBAIOT B TEYCHHE 2 MUH.
[Tony4yeHHy0 cCycreH3uto (QuIBTpYIOT U OTCTamBalOT 5-7 MuH. PactBop mis
XpOMaTorpaueckoro aHajan3a OTOMPAIOT C TMOBEPXHOCTH U XpoMarorpadupyroTr He
MeHee Tpex pas.

O6cyxaeHue pe3ynbTaToB

Ha puc. 1 npencraBieHa XpomarorpaMma — KaauOpOBOYHOTO — pacTBOpa,
cozaepikarero Terpanekan u JIMAIIA naypunooit kuciortst (C12:0).

Puc. 1. Xpomarorpamma KaauOpOBOYHOTO pacTBOPa, COACPIKAIIETO
tetpaaekan u JIMAIIA naypunoBoii kucnotst (C12:0).

DKCIepUMEHTAJIbHO YCTAHOBICHHBIM KO3 ¢uimeHT uvyBcTBUTENbHOCTH f1,=1.01
(n=3, P=0.95). KosddumnmeHTsl YyBCTBUTEIBHOCTH IS AaMHIOB JIPYTHX KHCIIOT
(oOpa3uoB, CHUHTE3MPOBAHHBIX B J1A0OpPATOPHM) MOTYT OBITH MOJYYEHBI PACUETHBIM
criocobom [5-7].

[MonpaBounsrii ko3hduruent (K;) a1 KaKa0ro aMuaa BEIYUCISIOT 10 GopMyIIe:

M,
=M 3)
(n-1)CA
rae M — oTHOcUTeIbHAS MOJIEKYJISIpHAsE Macca, pacCUUTaHHas [0 XMMUYecKoi hopmyre i-
ro KOMIIOHEHTa, N — KOJMYECTBO aTOMOB YIJIEpOJa B  MOJIEKYyJIE aMHJAQ;

A, — oTHOCUTENbHAS aTOMHast Macca yriaepoaa (4,=12.01).
Koadpuument uyscTBuTEnbHOCTH fiiisi KakIoro amujaa pacCYUTHIBAIOT MO
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bopmyre:
k. K.
f=f, -=1.010—"— (4)
K, 1.48
Koadpdunuentsr uyBctButTenpHocTH JIMAIIA KK npuBeaens: B Tabmuie 1.
Tabnuna 1. Koaddunments! uyBctBuTenbHocTH JIMATIA KK
Cx C6:0 | C8:.0 | C10:0 | C12:0 | C14:.0 | C16:0 | C18:0 | C18:1 | C18:2
fi 1.14 1.08 1.04 1.01 0.98 0.97 0.95 0.95 0.94
Ha puc. 2 npuBemeHa TUmoBas XpoMaTorpaMMa aHaIH3UPyeMoro oOpasia

JIMAIIA XK. BriOpanubie yCIIOBHS Xpomarorpa(pupoBaHus SIBIISIOTCS ONTHMAIbHBIMU:

HC3HAYUTCIIbHAA IPpOAOJIKHUTCIIBHOCTD
xpomarorpaguuecKkux MMKOB 1 3PPEKTHBHOCTH KOJIOH
ol " e P ol &

aHaIn3a

(20  ™un),

KH.

S 9P e ot ol slae

mVolls [CRuke T bakup 011 Todowt. Va8 0216156 wiids T
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Puc. 2. Xpomarorpamma N,N-gumerunamunonponmiamuion KK

BBICOKOC

pasperieHue

"3 Ta6JII/II_H:I 2 BUJHO, YTO OTHOCHUTCJIBHOC CTAHAAPTHOC OTKJIOHCHUC MCKIY

pe3ynbTaTaMu TpeX HEe3aBUCUMBIX €IWHUYHBIX OIpeneIeHHH,

BBIIIOJIHCHHBIX  IIpH

UCIIOJIb30BaHUU OJHOTO METOJa, Ha HICHTUYHOM HCIBITYEMOM MaTepuaie, B OJHOM
71a00paTOpHUH, OJHUM AHAINTHKOM, HAa OJJHOM OOOpYJOBaHHHM, 32 KOPOTKHH MPOMEKYTOK
BpeMeHH He npesbimaet 3 %.

Tabnuua 2. Pe3ynpTarsl BHyTpHIa00paTopHBIX HcnbiTanuii 00pasnoB JIMAIIA XK

0,
Oo6pasern 1 > @, % 3 oo U s(x) Sr(x), %
1 88.07 87.35 86.25 87.22 0.91 1.05
2 90.90 92.16 91.85 91.63 0.65 0.72
3 89.44 85.21 85.68 86.77 2.31 2.67
4 87.44 85.16 85.00 85.87 1.36 1.59

rae S (X) — crangapTHOE OTKJIOHEHHE; S; (X) — OTHOCHTENILHOE CTAHIAPTHOE OTKIIOHEHHE.

3aknoyeHue

Pazpaborana
I[I/IMGTI/IJIaMI/IHOHpOHI/IJIaMI/I,Z[OB )KI/IpHI:IX KUCIIOT. MCTO,Z[I/IKa TI03BOJISICT OLICHHUBATH HE TOJIBKO
crerieHb 3aBepiieHHOCTH cuHTe3a JIMAITA XK, HO 1 MOkeT ObITh UCTIOTB30BaHa TS OIICHKH

METOAUKA

ra3oxpomarorpa(uueckoro

OTIpEIeIICHUS N,N-
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OCTaTOYHOTO  COJAEP)KAHUS  aMHUJIOB
amuonpommwioeranHe.  BrimomHeHHOE

KUPHBIX
HCCIIEIOBAaHUE

KHUCIOT B TOTOBOM
MMpeACTaBJIACT

MpPOAYyKTE —
UHTEpEeC s

CHCIMAIMCTOB B O0JIACTH aHAIMTHUYECKOTO0 KOHTpoJisi mpom3BojacTBa [IAB, momydeHHbIE
Pe3yJIbTaThl MOT'YT OBITH BHEIPEHBI B 3aBOJICKUE JIAO0OPaTOPUH.

Paboma evinonnena npu noodepacke LI «Hccnedosanus u pazpabomru no
NPUOPUMEMHBIM HANPABILEHUSM PA36UMUS HAYYHO-MEXHOI02ULeCcK020 Komniekca Poccuu
na 2014-2020 e2.» (Coenawmenue Ne 14.577.21.0182, ynuxanvhutii udenmuguxamop
npuxnaousix Hayunvix ucciedosanuit RFMEFI57715X0182).
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