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MODIFIED METHOD FOR DETECTION OF ANTIBIOTICS
IN ANIMAL PRODUCTS BY LIQUID CHROMATOGRAPHY
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Mikhail V. Maltsev
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Abstract. The study aimed to improve methods for monitoring residual amounts of tetracycline antibiotics in
food products, namely poultry meat. The relevance of this work is due to the need to ensure consumer safety and
compliance with regulatory requirements for the content of antibiotics in food products. To achieve these goals, a
new analysis technique was developed that includes modification of chromatographic separation conditions.
In particular, experiments were conducted to optimize the parameters of high-performance liquid chromatography
(HPLC), such as the choice of mobile phase, gradient change in solvent composition, column temperature and flow
rate. These changes significantly improved the separation of components, increased sensitivity and selectivity of
the method. Particular attention was paid to the use of tandem mass spectrometry (MS/MS), which provides high
accuracy of identification and quantitative determination of antibiotics even at very low concentrations. As a
result, conditions were obtained that allow simultaneous determination of several types of tetracycline antibiotics
with high accuracy and reproducibility. The tests showed that the new method has a number of advantages: it
provides a lower detection limit, increased selectivity due to improved separation of components, and reduces the
analysis time. This makes it more effective for practical use in laboratory conditions. To confirm the effectiveness
of the new method, comparative studies were performed on real samples of food products. The results showed a
good correlation. In general, the presented development demonstrates the possibility of increasing the accuracy
and reliability of monitoring the residues of tetracycline antibiotics in food products due to the use of improved
HPLC-MS/MS conditions. The introduction of this method into practice will improve the level of food safety,
promptly identify excesses of permissible standards and ensure the protection of consumer health.

Key words: antibiotics, liquid chromatography, agriculture, animal husbandry, tetracycline group.
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Muxana BacniabeBnu MajabnueB

Bonrorpaackuii rocynapcTBeHHBIN yHUBEpCUTET, . Bonrorpan, Poccuiickas ®enepanus

AHHOTanus. B paMkax npoBeIeHHOTO NCCIIEIOBAHMS ObLIa OCTABIICHA 33/1a4a COBEPIICHCTBOBAHNS METOIOB
KOHTPOJISL OCTaTOYHBIX KOJIMYECTB AaHTHONOTHKOB TETPALMKIMHOBON IPYyMNITEl B MUILEBHIX MPOLYKTaX, 8 UMEHHO —
MsICe IITHIIEL. AKTYyallbHOCTh JaHHOU paOOTHI 00YCIOBIICHa HEOOXOJIMOCTHIO 00eCTIeYeHNUs OE30MACHOCTH TIOTpe-
OuTeneill 1 COOMIONEHNS HOPMATUBHBIX TPEOOBAHHIA 110 COIEPKAHNIO AHTHOMOTHKOB B MHUIIEBOH NpomyKumu. Jlist
JIOCTV>KEHUSI TOCTABJICHHBIX 11eNel Obliia pa3paboTaHa HOBasi METOMKA aHAIN3a, KOTOpast BKJIIOYaeT MOM(DHUKALIHIO
YCIIOBHIA XpoMaTorpaduuecKoro paszeneHns. B yacTHOCTH, OBIIIM MPOBEAECHBI SKCIEPUMEHTHI 110 ONTHMHU3ALNN
apaMeTpoB BEICOKO3((EKTUBHOI )HaKOCTHOH XxpomaTorpadun (BIXKX), Takux kak BeIOOp MOOWIBEHOMH (asbl,
rpaJiieHTHOE N3MEHEHHE COCTaBa PAaCTBOPHUTENS, TEMIIEPATypa KOJIOHHBI X CKOPOCTh ITOTOKA. DTH U3MEHEHUSI 110~
3BOJIMJIM 3HAYUTENBHO YITYqIINTh Pa3eiIcHIE KOMIIOHEHTOB, IIOBBICUTD TyBCTBUTEIBHOCTH M CEJIEKTMBHOCTH METO/IA.
Ocoboe BHUMaHHE YIEIsUIOCh HCTIONB30BAHNIO TaHAEMHON Macce-ciekrpomerpunt (MC/MC), kotopast obecrieunBaeTt
BBICOKYIO TOYHOCTb HICHTH(UKAIINHI 1 KOTHIECTBEHHOTO ONPEAEICHIS aHTHOMOTHKOB JaXKe IIPU UX OYCHb HU3KUX
KOHIIEHTpaIWsAX. B pe3ynsrare ObUIH MONYYEHBI YCIOBHS, MO3BOJSIONINE OJHOBPEMEHHO OIPEACIIATh HECKOIBKO
BHIOB TETPALMKINHOBBIX aHTHOMOTHKOB C BEICOKOI TOYHOCTBIO M BOCIIPON3BOAMMOCTHIO. [IpoBeieHHbIE NCTIBITa-
HUS TIOKa3aJIH, YTO HOBAasi METOAMKA O0JafaeT pSIoM MPEUMYIIECTB, OHa oOecreynBacT 0onee HU3KUN JIMMHT
OOHApPYKEHHS, TOBBIIICHHYIO CEIEKTUBHOCTD 32 CUET YIYUIIECHHOTO pa3/eJIeHIs KOMIIOHEHTOB, a TAK)KE COKPAIAeT
BpeMS aHaIn3a. 7o fenaer ee Oonee 3¢ EeKTUBHOM U1 MPAKTHYECKOTO IIPHUMEHEHHS B JTAOOPATOPHBIX YCIOBHSX.
Jlna noarBepxaeHns 3¢ HEKTUBHOCTH HOBOM METOJVKY OBLIH BHITIOTHEHBI CPABHHUTEIIFHBIC UCCIIEAOBAHNS HA pe-
aJbHBIX 00pa3nax MUINEeBOH MPOAyKIMH. Pe3yasTaThl oka3anm XOpomIyro Koppersiuio . B rierom, mpencraBieHHas
pa3paboTka IeMOHCTPUPYET BO3MOXHOCTD MOBBIIIEHHS TOYHOCTH M HAJAEC)KHOCTH KOHTPOJIS 32 OCTaTKaMH aHTHONO-
THKOB TETPALMKIMHOBOK TPYIITHI B ITUILEBBIX MPOYKTAX 32 CYET MCTIONB30BaHNs yCOBEPIIEHCTBOBAHHBIX YcitoBHid BOYKX-
MC/MC. BHenpeHre TaHHOI METOIMKH B IPAKTHKY MO3BOIUT MOBBICUTH YPOBEHB 0€30ITaCHOCTH TIHIIIEBO ITPOIYKIIHH,
CBOEBPEMEHHO BBISIBIISTH NPEBBIILICHNS TOIMyCTHMBIX HOPM H 00ECTICUNBATH 3aILHUTY 3/10POBbsI TOTPEOUTENCH.

KiroueBble cj10Ba: aHTHOMOTHKH, )KUAKOCTHAS XpOMaToTpadust, CEIbCKOE X035 HCTBO, )KUBOTHOBO/ICTBO,
TETPAaUMKINHOBAS IPYyIIA.

HutupoBanue. Koneiiknnaa A. A., Mansiies M. B. MomudunmpoBaHHast METOIIKa 0OHAPYKEHUS aHTHOHOTH-
KOB B IIPOAYKTaX KMBOTHOBOZICTBA METOIOM XHJKOCTHOH Xpomarorpaduu // [IpupoaHbie cHCTEMBI B PECYPCHL. —
2025.—T. 15, Ne 3. - C. 43-49. — DOI: https://doi.org/10.15688/nsr.jvolsu.2025.3.5

BBenenue

AHTHOWOTHKY KakK KIJIacC BEIIECTB HIpa-
IOT KJIIOYEBYIO POJIb B MEOULIMHE U BETECpPUHA-
puu, obecniednBas 3(pQPEKTUBHOE JCUCHUE HH-
(hexnnoHHBIX 3a00NeBanuil. X mpuMeHeHne B
Pa3JIMYHBIX O0NIACTSAX CENBCKOTO XO3SWCTBA, U
KOHKPETHO B >KMBOTHOBOJICTBE, UMEET KaK IO-
JIOKUTETbHBIE, TAK ¥ OTPHUIATEIIBHBIC CTOPOHBI
[2; 16; 20]. B »kMBOTHOBOACTBE MPUMEHSIIOTCS
XJIOpaM{(eHUKOIT, aHTHOUOTHKY TETPAITUKINHO-
BOM TPYIITIBI ¥ TEHUIIUIUTHH, KOTOPBIE BKITFOUSHEI
B CIIMCOK pa3pelleHHBIX TPenapaToB, peryiIupy-
eMbIl 3aKoHOJaTenbcTBOM [12; 14; 16; 20; 23].
B 2020 rony mupoBoe notpebiieHue aHTUOHO-
THKOB B YKUBOTHOBOACTBE cocTaBmio 160 ThIC. T,
W OKHJIAeTCsl, UTO dTa IU(PpPa MOXKET BHIPACTH
10 200 Tteic. T k 2030 rony [25]. OcHOBHas
4acTh MpenapaToB SIBISIETCS COCTABHOM Yac-
ThIO KOPMOB M IPUMEHSIETCS HE TOJIBKO IS Jie-
YEeHWsI, HO U [T TPO(UIAKTUKY 3a00ICBaHHI, a
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Take B KadecTBE CTUMYIATOPOB pocta [1; 3;
5;6; 8;13;21; 22; 24; 25]. Ho ucnions3oBaHue
aHTHOMOTHKOB MOXKET HE TONBKO YAy4IIaTh PH-
POCTBI MacChl dKUBOTHBIX, TPAKTHYECKH rapaH-
TUPOBAHHBIM MOOOYHBIM AP(PEKTOM SBISETCS
H3MEHEHHEe MUKPOQIOPhl KHIIEYHUKA, YTO TO-
TEHIIHAIBHO CIIOCOOCTBYET PAa3BUTHIO YCTON UM -
BBIX ITaMMOB Oakrepuii [7; 15]. Hecmotpst Ha
TO, YTO 3HAYUTENIbHAS YaCTh aHTHOMOTHKOB, Ha-
XOZSILMXCS B COCTaBE KOPMOB, IPUHATBIX XKUBOT-
HBIMH, BRIBOTUTCS ¢ MOUOH H KayioM (40-90 %),
OCTaBINAsICS YaCTh HAKAIUIMBAETCA B OpraHU3-
M€ M MOMaJaeT B MPOAYKTHI )KHBOTHOBOJCTBA,
TaKue Kak MsIco, MOJIOKO U siiina. Takum oOpa-
30M, aHTUOMOTHKH, UCIIOJIb3YEMBIE B )KHBOTHO-
BOJICTBE, TAPaHTUPOBAHHO BIMSIOT HA OPTaHU3M
norpeduTens —yenoseka [4; 9—11; 13; 17-19; 23].
[ToaTOMY CTpOruii KOHTPONB 3a UCIONB30BAHU-
€M aHTHOMOTHKOB B >KMBOTHOBOJACTBE CTaHO-
BUTCSl OTHOM M3 MPUOPUTETHBIX 3a/1ad IJIsl TO-
CYIapCTBEHHBIX HaJJ30PHBIX OPTaHOB.
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MaTepHamﬂ H METOAbI MCCJICA0OBAHUSA

OOIIeTpUHATEIM METOIOM OOHAPYKEHUS B
MPOAYKTaX KUBOTHOBOJCTBA AHTHOWOTHKOB TET-
PALMKIIMHOBOM IPYTIITBI ABJISIETCS YKUIKOCTHBIN XPO-
Matorpaduueckuii ananms mo: OCT 31694-2012
[IpomyKTHI MUIIEBBIE, TPOIOBOIBCTBEHHOE CHIPBE.
Meron ompeneneHusi OCTaTOYHOTO COAEPKaHUS
AQHTHOMOTHKOB TETPALUKIMHOBOH TPYIIITHI C TTOMO-
IIBEO BEICOKOA(P(EKTUBHOM KHIKOCTHOM XpOMATOT -
paduu ¢ Macc-CrIeKTPOMETPUYECKIM JIETEKTOPOM.

Xpomarorpaduieckuii aHaN3 TETPAIKIIH-
HOB B MUILEBON MPOTYKIINHI IPOBOIMIH Ha KU~
KOCTHOM Xpomarorpade ¢ TpOHHBIM KBaJpy-
MOJIBHBIM Macc-aHaJu3aTOPOM U JIMHEMHOW NOH-
Hoit noBy1koit QTRAP 6500™.

VYcnoBust paboThl KHAKOCTHOTO XpoMa-
Torpada:

— TeMIieparypa Tepmoctara kononku —40 °C;

— CKOpPOCTBH MOTOKa AroeHTa — 0,4 MI1/MUH;

— 00beM BBOIUMOM TpoObI — 10 MK,

— 3M10eHT A — noakuciaenHas Boja 0,1 %;

— 3JII0€HT B — NMOJAKHMCIIEHHEBIN alleTOHUT-
pun 0,1 %;

— pazzeneHue MpOBOJUTH B PeXUME Ipa-
JUEHTHOTO AJIIOMPOBAHUSA TI0 CXEMe, TPaJHeHT-
HOTO 3JtoupoBanus (Tadm. 1).

A.A. Konetikuna, M.B. Manvyes. MogudunpoBaHHas METoAMKa OOHAPY)KEHHUS] aHTUOMOTHKOB

I'pagyrpoBOYHYIO KPUBYIO CTPOUIIH TPH
IIOMOIIM MAaTPUYHON rpagyupoBku. s 3TOrO
MPUTOTOBWJIM TI0 5 3aBEIOMO «UHUCTHIX» MPOO
COOTBETCTBYIOIINX BBHIOPaHHBIX MaTpPHIL (MSCO
TITUIIBI) ¥ 3apakajiy 10 CXeMe, IIPeACTaBICHHOMN
B TaOMNHIIE BHECEHUsI KOHLICHTPALIU I'palyHpOBOY-
HBIX PacTBOPOB (Tabum. 2).

[IpoboroaroToBKy NMpoBeny B JBYX BapH-
anrax, mo [OCT 31694-2012 u moguduipoBaH-
HOW METOIMKE MCKITIOYAIONIeH aTam TBepaodas-
Hol skcTpakuuu (TD3). OObIYHO OHA IPUMEHS-
ercs Ui JOTOJHUTEIbHON OYMCTKH 3KCTPAKTOB
Y TIPEBAPUTENHHOTO KOHIIEHTPHUPOBAHUS TETpa-
IUKITMHOBBIX aHTHOMOTHKOB.

O0pas3elr (MACO MTHUILIBI) SKCTPATUPYETCS C
UCIOJb30BaHUEM dTHIALETAaTa. JTO MO3BOJISIET
W3BIIeYb TETPANMKINHBI U3 MaTPHIBI 00pasia.
TeTpanuKkIuHBl NMEPEXOAsiT B OPraHUYECKYIO
¢a3zy (aTHnaneraT), B TO BpeMs Kak HeKelnaTelb-
HbIe KOMIIOHEHTBI OCTaHYTCS B BOAHOH (a3se.

Pesynbrarsl u 00cy:xkaeHHs

Pesynbrar cpaBHEHUS CTENEHU U3BIEYe-
Hus terpanukiuios 1o [OCTy u B Moandunu-
POBaHHOM METOJUKH MPUBEJCH HAa JUarpaMMe
(cM. pHECYHOK).

Tabnuya 1
Cxema rpaaiueHTHOI0 3JI0OMPOBAHUSA
Bpewms (Mun) IMoTox Omoent A, % | Dmoenr B, %
(MKJI/MUH)

0,00 400 90 10

0,10 400 90 10

3,00 400 50 50

3,50 400 50 50

3,60 400 90 10

6,00 400 90 10
Tabnuya 2

Cxema BHeceHHsl B NPO0y KOHUEHTPaUUil rPagydpoOBOYHBIX PACTBOPOB

XapakTepHucTHKa pacTBopa YpOoBHH KOHIIEHTpaIHi
T'palyupOBOYHBIX paCTBOPOB
1 2 3 4 5
065em pabogero pacTsopa Ne 1 ¢ MaccoBoit KornenTparueit 1 000 ar/cm?, 10 50 100
MM3
O0beM MpoMexRyTOUHOro padboyero pactBopa Ne 2 ¢ MaccoBoi 10 50
koHueHTpanueit 100 ur/cm?, mm?
O0bem pabouero pacTBopa BHyTPEHHEr0 CTaHIapTa ¢ MacCoBOit 50
xormenTpanueii 1 000 rr/cm’, Mm?
MaccoBasi KOHIIEHTpalMsl BHYTPEHHEr0 CTaHAapTa B IOJIYy4EHHOM 50
TPaxyHpPOBOYHOM PACTBOPE, HT/CM>
MaccoBasi KOHIIEHTpalMs aHAJIUTOB B ITOJy4EHHOM IPayMpOBOYHOM 1 5 10 50 100
pacTBope, Hr/cm®
Natural Systems and Resources. 2025. Vol. 15. No. 3 45
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T'OCT 31694 Moaugui.meromKa

CpaBHenue cTeneny u3BiedeHus TeTpaukinaoB 1o [ OCT n no MogudumpoBaHHON METOIUKE

CreneHp U3BJICUCHUS 10 MOAU(PUITPOBAH-
HOI MeTomuke cocTapiseT oonee 50 %, 4To gB-
JII€TCS OCHOBAHHUEM JIJIs1 HCIIOJIb30BaHUS JAaHHOMH
METOWKH B ITPOOOIOATOTOBKE /IS OTPEICICHUS
nccinenyeMsix coequaeHni. [1JIK nms Terpanuk-
JIUHOBOH TPyIIITHI 0 TeXHUYECKOMY periiaMeHTy
Tamoskennoro coro3a TP TC 021/2011 «O 6e30-
MaCHOCTH MTUIIIEBOU MPOIYKITUNY COCTABIISET: HE
norryckaercs (<0,01 Mr/Kkr); [uist TOKCHUITHKIINHA —
0,1 mr/kr [19].

Uccnenmyembie mpoOBI Msica MTUIBI TTO
I'OCT 31694-2012 1 mo MoanpULIMpPOBaHHONH Me-
toauke He npebimatoT 11K, To ecth orpuna-
TENbHBI; aHAIUTHI BUIHBI Y€TKO TIPY HU3KOH KOH-
LeHTpauuu 1 Hr.

3aKJjIoueHue

OcTaTky aHTUOMOTHKOB B IMUIIEBIX IIPO-
IyKTax MPEeICTaBISAIOT CEPhE3HYI0 MPOOIeMy,
HECMOTpPS Ha KPUTHUECKYI0 HEOOXOIUMOCTH B
MoAAepKaHUHM OMONIOrMYEeCKHX OOBEKTOB KH-
BOTHOBOJICTBA. JTa XapaKTEPUCTHUKA IPOIYK-
LM KUBOTHOBOJICTBA SIBJIIETCS OAHUM M3 NIPHU-
OpUTETHBIX MMOKa3aTeNel Mpu oLeHKe Oezomnac-
HOCTH. AHAJIN3 ¥ MOIU(UKALTUS TPAAULIUOHHBIX
METOJO0B KOHTPOJISI 32 OCTAaTOYHBIM COAEpXKa-
HHEM aHTUOMOTHUKOB HEOOXOANMEBI B YCIOBHUAX
BO3pOCHIEN HAarpy3KH Ha HaJA30PHBIE CTPYKTY-
PBI, OLlEHUBAIOLINE 0E30MaCHOCTh MPOAYKTOB
MUTaHUS.
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Uckniouenne u3 mpouecca NpoOOMOATo-
TOBKH 00pas3I0OB JIJIs ONIPEICIICHIS aHTHONOTH -
KOB TETPAIIUKIMHOBOW TPYIIIBI ATAa TBEPIO-
¢dazuoit skctpaknuu (TDD) mo3BonseT 3HAYH-
TETFHO COKPATUTh MPOAOIKUTENBHOCTE, TPY-
JIOEMKOCTh METO/Ia, & TaKKe€ CHU3HUTh €r0 CTO-
UMOCTh 0€3 MOTepu KadecTBa MPOBOIUMOTO
WCCIIeIOBaHUs, HE BBIXOAS 32 paMKu TexHH-
YeCcKOro pernamenta [22].
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