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Po3pobiieH0  METOAWKY  BOJNBTaMIEPOMETPUYHOTO  BH3HAYCHHS Le(TpiakcoHy, sKa
IPYHTYEThCSI Ha MOMEPEHbOMY Hia30TYBaHHI IIEPBHHHOI apoMaTH4HOI aMiHOTPYNH LedTpiakcoHy
niero 1 stukparHoro Hammmky NaNO:z y cepenosumi 0,1 M HCI Ta HacTymHOMY a30CmoNydeHHi
MOJIEKYIM aHTHOIOTHKa Ta OTPUMAHOI CONIi [ia30HII0 MK COOOI0 Yy JIY)KHOMY CEPEIOBHILI.
BonbraMmnepoMeTpuyHe BU3HAUCHHS Le(TPiakCOHY B ONEPXKAHOMY PO3UHMHI NPOBOMITH 33 IMiKOM
BiIHOBJIEHHS1 a30iMiHOTPYIIM CHHTE30BAHOTO a30iMiHONOXigHOro 3a moreHmany E.™ =-0,643 B
3a pH11,0 Ha ¢oni 0,5M NaCl Tta mBuAKOCTI HakmagaHHs Hampyru mnomspusamii 2,5 B/c.
Po3pobnieHa  BONBTAMIEPOMETPUYHA  METONMKA  XAapPAaKTEPU3YETBCS  BHCOKOW  UYTIMBICTIO
Crmin = 2,3x10%M, Cn=6,9x10°M Ta iHTepBasOoM BH3HAYYBaHWX KOHILEHTpAIii y Mexkax
ozHoro nopsiaky (1,0-10)x1 05M.
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1. Beryn

Hedrpiakcon (LIEDPT) — HamiBCUHTETHYHUWI aHTUOIOTHUK Ipymu Oera-IaKTamis,
1edanocnoprH TPETHOro MOKOMIHHSI, Ma€ OaKTEePULIMIHUIA e(eKT, MEXaHi3M /il T0B’3aHui
3 TMPUTHIYEHHSM aKTUBHOCTI (epMeHTy TpaclenTuia3u, TI[OpYIIEHHsIM OlOCHHTE3Y
MENTUIOTIIIKAHY KIITHUHHOI CTIHKM MIKPOOpPTraHi3MiB. 3alUIIOK 1e(aJoCiOpuHOBOT
KHCIIOTH MICTHTh OeTa-JaKTaMu CHUIBHO 3 JIUT1IPOMETAriIPa3uHOBUM KiJIbIIEM.

[Ipenapar Mae MIMPOKHI CIIEKTP Aii, AaKTHBHUI CTOCOBHO ae€pOOHUX IPAMIIO3HTHB-
HHUX MiKpoOpraHi3MmiB: (akymsTaTHBHHX aHaepobiB — Staphylococcus aureus, Streptococcus
pneumoniae, b-remomiTHYHEX CTPENTOKOKIB Tpymu A (S. pyogenes), CTPENTOKOKIB TPYITH
B (S. agalactiae), Streptococcus viridans, Streptococcusbovis, HeeHTepOKOKOBHX
CTPENTOKOKIB rpymu D; rpamueraTuBHUX Mikpooprati3mis, Escherichiacoli, Haemophilus
influenzae, H. parainfluenzae, pisnosumie Klebsiella, Morganella morganii, Proteus
mirabilis, Proteusvulgaris, Providencia, Salmonella, Shigella, Yersinia; mikpoaepodinis —
Treponema pallidum; aepo6iB — Neisseria gonorrhoeae, Neisseriameningitidis,
Pseudomonas aeruginosa; oOiiraTHux aHaepoOiB pi3HoBuay OaktepoimiB, Clostridium,
Peptococcus, Peptostreptococcus, Fusobacterium [1].

Jis KiTbKiCHOTO BH3HA4YeHHS MEe(TPiaKCOHY 3aCTOCOBYIOTH Pi3HI METOAM aHAi3y.
[Ipiopurerom y BHOOpI METOAY aHami3y € XapakTep 3pasKiB, y AKX BH3HAYAIOTH IEH
aHTHOaKTepianbHUi 3acib. s aHamizy 9mcTMX CyOCTaHIM Ta JiKiB Ha iX OCHOBI
3/1e0ITBIIOr0 BUKOPHCTOBYIOTh PI3HOBHAM CHEKTPOGOTOMETPil Ta BOJIBTANICPOMETPIi.
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30KpeMa, 3a CIeKTPO(OTOMETPHYHOTO aHai3y B Y D-itsHII criekTpa e TpiakcoH BU3HAYAKOTh
3a HAasBHOCTI TIPOIYKTIB FOr0 JIY’KHOTO TiAPOTi3y 3a eJICKTPOHHUM CIICKTPOM CBITJIONOTTHHAHHS
B mianazoHi 230-265 uwm [2] uu B cepenosuii (ocharaoro 6yhepHoro pozunny 3a pH 7,4 npu
Ama= 340 Ta 360 M [3]. B 0CHOBI CIIEKTPO(hOTOMETPHYHIX METO/IMK BU3HAYCHHS I1eTPiakCOHY
y BUAUMIA JAUSIHII CHEKTpa JIeKaTh Taki peakmii [2]: KOMIUIEKCOYTBOPEHHs 3 10HaMH
MeTaliB; KOMIIEKCOYTBOPESHHS 3 MEPEHECEHHSIM 3apsjly; a30CHONy4eHHs 3 (HeHOIbHUMHU
crionykamu [4, 5]; pemokc peakiii; Timpoii3 Ta HACTYIIHA B3a€MOJiS i3 3a0apBICHUMH
peareHTaMu; yTBOPEHHS 10OHHHUX acoliariB. J{is BH3HAa4YeHHs 3aJMIIKIB HEe(TpiakCoHY Yy
OiloyoriyHMX TKaHWHAX Ta (i3iONOriYHUX piAMHAX HaHyacTille BHKOPHCTOBYIOTh
BUCOKOC(EKTUBHY PIIMHHY XpOMaTOrpadiro 3 MacCIIEKTPOMETPHYHNM JICTCKTyBaHHAM [6].

[edanocmopunu € eNeKTPOXIMIYHO aKTHBHAMH, BOHH MICTATh [3-JTaKTaAMHUI LUK,
3’€HaHMH 13 MECTUYJICHHUM JMTiAPOTIa3MHOBUM IMKIIOM, IO MICTUTh 3aMiCHHUKH, IPHETHAHI
10 C-3 (Ry), C-4 (COORy) i C-7 (NHC(=0O)Rs), 31aTHi BiJHOBIIOBATHCH YM OKHCHIOBATHC.
Tomy B JiTepaTypi ONHMCaHO KUTbKa METOAMK BOJHTAMIIEPOMETPHYHOIO BHU3HAYCHHS
nedanocnoprHis, 30kpema nedrpiakcony [2]. YV mpawsx [7-12] meromamu audepeHIiiHoi
IMITYJIbCHOT, aJCcOpOLIHOI AN(EepeHIliiHOi IMITYJIbCHOI Ta IHBEpCIHHOI BOJBTAMIIEPOMETPIi
BUBYEHO €JIEKTPOXIMIUHY TTOBE/IIHKY 11e(TpiakoHy Ha TIOBEPXHI PTYTHOT'O €IEKTPO/IA.

3 aHAIITUYHOIO METOK0 BHKOPHUCTOBYIOTh KATONHI KM METOKCHIMIHOIPYMH 3a
E"=-0,88 B ta HenacuueHoro —C=C— 3B’s13Ky 3a OUTBII BiJ €MHHX TOTEHIIaIB [7], a Takoxk
MIKK eJICKTPOBITHOBIIEHHST a30MeTHHOBOI Tpyrn —C=N- ta 3amicHuka —CH>—R 3a moreHmianis
E"=-0,504 B; E"=-0,788 B, BignoBiguo [8]. Xoua OUIBIIICTs HABEACHUX METOIUK
IPYHTYETBCSI Ha BiJHOBIICHHI (YHKLIOHAIBHUX TPyl [e(haIOCTIOPUHIB HA PTYTHOMY
KPAaIUIMHHOMY ~ €JIEKTPOJli, B KUIbKOX po0OTax aBTOPH JONIKYBalIM OKHUCHEHHS
nedanocrnopuHiB Ha TBEPAUX €IEKTPO/IaX, BUKOPUCTOBYIOUM aHOIHHUM MK aMiHOTia30JIbHOT
IPYNH TS TXHBOTO KiJIbKiCHOrO BuzHa4yeHHs [13].

Y mpoueci BHBYEHHS EJIEKTPOXIMIUHOI TMOBEAIHKK HeTpiakcoHy Yy OaraTbox
JOCII/DKEHHSIX BUHMKAJIO YWUMallo MpoOJjieM, TIOB’S3aHUX 13 BEJIHMKOK CXHIJIBHICTIO
nedpiakcoHy 10 ajncopOuii Ha MOBEPXHI eIeKTpoJa, MO MPU3BOJUIO 10 HECTaOUIBHOCTI
CHTHAJTY B KUCIIOMY cepenoBuii [7].

Peakiito a3ocrony4eHHsl e He 3aCTOCOBYBAIM Y BOJBTAMIIEPOMETPIi LEeTpiaKCoHY,
OJIHAK YCIIIITHO BUKOPHCTOBYBAJIM JUISl CIIEKTPO(POTOMETPUYHOTO BU3HAYCHHSI aHTUOIOTHKIB
uporo psny [4, 5]. Hamie mocmipkeHHS MONSrajgo y BUBUEHHI €IEKTPOXIMIYHOI MOBEHIHKH
CIIOTYKH, YTBOPEHOI BHACITIIOK a30CTIONyYeHHs e TpiakCOHY Ta Horo aia3ocoi.

2. Marepiaju Ta MeTOAMKA eKCIIEPUMEHTY

VYci BoAHI pO3YMHU, SIKI BUKOPUCTOBYBAJIM B POOOTI, TOTYBAJIM Ha TUCTHIbOBAHIN
Bomi. Po3unH nedTpiakcoHy TrOTYBald PO3YMHEHHSIM TO4YHOI HaBaxkku peaktuBy (USP
Reference Standards, IllBeiimapis, BMIiCT OCHOBHOI pedOBMHM He MeHme 99 %) y
IUCTIIIbOBaHIW Bofi. Po3umHu 30epiranu 3a KIMHATHOI TeMIIEpaTypH B 3aXUIIEHOMY Bif
cBiTiIa Micri. Po3unH HaTpiif HITPUTY TOTYBaIH PO3YMHEHHSM TOYHOI HABAXKKH PEAKTHUBY
KBaiQikamii “4.71.a.” y TUCTUIIbBaHIH BOJI.

Pobodi po3umHM XJIOPHUAHOI KHUCIOTH TOTYBAIW PO3BEIACHHSAM KOHIIEHTPOBAHOI
KHCIOTH KBasi(ikalii “X.4.” y IUCTUIIbOBaHI# Bofi. PO3unHM HATPI TiIPOKCUY TOTyBAIN
PO3YMHEHHSM peakTUBY KBali(ikarii “X.4.” y qUCTHIIbOBaHIN BOII.

KucnotHicTs cepenoBmiia KOHTPOIOBAIH, BUKOpucToBytoun pH-merp pH-150 M
(PYII “T'omenbchkuid 3aBOI M3MEPUTENBHBIX MpUOOpOB”, bBimopyce) 3 KoMOiHOBaHHM
CKISIHUM eJIeKTpofoM. 3HaueHHs pH cTBOpIOBajNM IOJaBaHHAM PO3YHHIB XJIOPUIHOL
KHCJIOTH 9H HATPil TiAPOKCHIY 3 KOHIEHTparieo 1 M.
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BonpramnepomerpuyHi gOCiKeHHsT MpoBoqwin Ha ociputonomsporpadi MTech
OVA-410. Ilpumax Ta mporpamHe 3a0e3leueHHs /0 HBbOrO po3poOieHo Ha Kadeapi
a”amitnuHoi xiMii JIHY im. 1. ®@panka [14]. V poboTi BUKOPHCTOBYBAIH TPUETEKTPOIHY
KOMIpKY: IHJMKaTOpHHH E€JIEKTPOJ — PTYTHHH KpameiabHHUH enekTpon (p.K.e.), eNeKTPOs
TIOPIiBHSHHSA — HACHYEHHWH KallOMENeBUH (H.K.€.), IONMOMDKHHUH €NeKTPOJ — IUIATHHOBHUH.
AHaNITUYHI JOCIIPKEHHS TPOBOJIWIIM 33 IIBHJIKOCTI HaKJIaJaHHS HANPYrH IMOJSpU3alii
0,6-2,5 B/c; Ewou=—0,4 B i Eixv=—1,4 B, uac 3atpumku — 3,6 ¢. Bonerammneporpamu 3HiManu
3a kiMHaTHOI Temmepatypu (~20° C). Po3unHeHuWil KHMCEHb 3 JOCIIPKYBaHUX PO3YHHIB
ycyBayi 6apOOTYBaHHSAM OYMIIICHOTO aproHY BIPOIOBK 15+1 XB.

3. Pe3yabTaTn qociixKkeHb Ta iX 00roBopeHHst

YmoBu niazoryBanHst IIED®T Ta mnomanbmioro asocnoiiydeHHs s HOro
CHEeKTPo(hOTOMETPHYHOIO BU3HAYCHHS JOCIIPKEHO aBTOpaMH Tparii [4, 5], onTumizoBaHO

(Tabn. 1) Ta amantoBaHoO Ui NOASPOrpadivHOro BU3HAYEHHSI.
Tabauys 1

CnexTpodoTOMeTpHYHI XapaKTEePUCTHKHU MPOAYKTY a30CHONyISHHS

nedTpiakcoHy Ta HOro aia3ocolti.

Table 1
Spectroscopic characteristics of the product of the azocoupling
of ceftriaxone with its diazonium salt

Amax, HM | €107, m-momp oMt - YMOBH peaxiuii
Jia3oryBaHHs Azocrony4eHHs

C(HCDH=0,1 M

560 3,36 C(NaNO2)==1-10°M pH=11

(>5-kparuuit Haummok 110 [IEDT)

J1Jist BUBYEHHSI MOXIIMBOCTI BOJIETAMIIEPOMETPHYHOr0 BH3HAYCHHS 11eTPiakCOHY Y
BUIIS a30IMIHOCIIONYKH, HAacaMmepes MOTPIOHO BUBYUTH ENEKTPOXIMIUHY IOBEIIHKY
BCIX peareHTiB, sIKi BUKOPUCTOBYBAIIU LIS OIepKaHHs aHaniTHaHol popmu (puc. 1).

[ixg wac monstporpadyBaHHs PO3YHMHIB HATPIH HITPUTY B JIY)KHOMY CEPEIOBHII
(pH=11) Ha BombTaMIeporpaMax He HPOCTEKYIOTbCS KAaTOMHI MKW, MIO CBIAYMTH IPO
eNEeKTPOXIMIYHYy HeakTHBHICTh i€l crnomyku. [linm vac mnonsporpadyBaHHS BOJHOTO
po3unHy e TpiakcoHy Ha BosibTamieporpami (puc 1, a), pH = 11,0) mpoctexyroThes nBa
KatoaHi miku 3a norenmianiB E" = —0,661 B (mik 2) ta E" = —1,153 (mik 3), nepuuii 3
SIKMX BIJINOBIJIA€ BiTHOBJICHHIO METHIIOKCMMOBOI TPYIH, a ApYruid — BigHOBIeHHIO —C=C—
3B’3Ky IUTiApOTiasMHOBOro Kinblisd [9]. EnekrpoximiuHe BiJHOBIEHHS aHTHUOIOTHKA €
HEOOOPOTHHUM IIPOIIECOM, OCKUTBKH Ha IUKIIIYHUX BOJIBTAMIIEpOrpaMax He MPOCTEKYIOThCS
BIJIOBIAHI aHOIHI IIKH.

Ha puc. 1, 6 300paskeHO BONBTAMIIEPOTPaMH PO3YMHIB TPOAYKTY a30CHONYYECHHS 3a
HASsIBHOCTI HENPOPEAroBaHOTO HITPUTY Ta aHAIOTIYHOTO TPOMYKTY TCIS HOro YCyHEHHS 3a
JIOTIOMOT'OF0 CEYOBHMHHM, AKi € TPAKTHYHO iJEHTHYHUMH, TOMY B TIOAJBIINX JOCITIPKEHHSX
HAUTMLIOK HITPUTY HENOLIIBHO yeyBaTH. Ha mossiporpamax IpOgyKTY MPOCTEKYIOTHCS YOTHPH
Karomui miku 1, 2, 3 Ta 4 3a norenmianis —0,643 B; 0,751 B; —0,982 B ta —1,312 B, Bimmosizaso.
Kartomamit mik 1 cromykw, yrBopeHoi BHacminok asocnonydeHas LHEDT Ta fioro comi mia3oHiro,
WMOBIPHO, BIJIIOBifa€ BIMHOBJIEHHIO a30IMIHOIPYIHM N0 Tigpa3oiMIHOTPYyIH i MOxke OyTh
BUKOPHUCTAHHI B aHAMITHYHHX IUBIX. Llefi MK 4acTKOBO HAKIAMAETHCS 3 TKOM BiJHOBIICHHS
METHIIOKCUMOBOI TpyrH (mik 2). [Tik 3 BinoBiiae BiiHOBICHHIO HeHacH4ueHoro —C=C— 3B’s13Ky, a
MK 4 — BiTHOBJICHHIO T11pa30IMiHOIPYITH JI0 BiATIOBITHOTO aMiHy Ta TiapasuHomoxigHoro [{EDT.
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Puc. 1. HuxiivHi BodbTaMIIeporpaMu po34HHIB HAaTpil HITPHUTY, HedTpiakcoHy (a) Ta
IPOAYKTY a30CIOIy4€eHHs LedTpiakcoHy Ta Horo masocori (6): Chel = 0,1 M; Cnano, = 5,0 104 M;
Creor=5,0-10°M; Cnaci=0,5M; pH = 11,0; V=2,5 B/c
Fig. 1. Cyclic voltamperograms of solutions of sodium nitrite, ceftriaxone (@) and the product of
the azocoupling of ceftriaxone with its diazonium salt (b): Cuci =0,1 M; Cneno, = 5.0-1 0“4M;

Ceef=5,0-10°M; Cnaci=0.5M; pH =11.0; V=25 V/s

JocimipkeHo onTHMaibHEe 3HAYCHHS IIBHIKOCTI HAKIAJaHHA HANpyrd MOJISIpH3aLLii.
OueBHIHO, 110 YKUM BHUILMI aHATITAYHUN CHTHAII, THM YYTJIUBIIION Oyae po3po0ieHa METOAMKa,
TOMY METOJIMKY BOJIETAMIIEPOMETPUYHOrO BH3HAYEHHS LIE(TPIaKCOHY JOLIIIEHO PO3pOOIISTH 32
MaKCUMaJIbHO MO)KJIMBOI HIBHIKOCTI HAKIA[@HHS HATPYrd MOJSIpU3alii (Uil BUKOPUCTAHOI B
poborti nonsiporpadiuHoi ycTaHOBKH Vimax = 2,5 B/c) (puc. 2).

I, MKA - - v=06Blc I, MKA
-+ V=0,8 Blc 6
sk 7y —-.=V=1B/c o mik /
p N -..-V=12Bl 5t O mik 3
6r s\ - V=1,4Blc A ik 4
Ny o V=16Bl g4l
4} (Xd- - -V=18Blc
—— V=2 B/c |
2 N ol V=2,2 Blc 3
~ - V=24B/c
0 —.—V=2,5Blc 2r
2 ) 1t
4 :/ I I I I I , 0 . G__e_?_e—e—l—e——@—‘?_e_e.?
04 06 08 1,0 1,2 1,4 1,6 0,0 0,5 1,0 1,5 2,0 2,5
I, MKA -E,B V, B/c
a o

Puc. 2. utivxi BonbTamMieporpaMmu po34rHy IPOIYKTY a30CHONydeHHs e TpiakcoHy Ta
HOro /ia30coni (@) Ta 3aJIeKHICTh BUCOTH ITiKa BiIHOBIICHHS a30rPYITH MPOAYKTY
BiJI pi3HOT IBUIKOCTI HAKJIAAHHS HATIPYTH MOJsApH3aLi (6):
Crel = 0,1 M; Crano, = 5,0:10*M; Cugor=5,0-10°M; Cnaci=0,5M; pH = 11,0
Fig. 2. Cyclic voltamperograms of solutions of product of the azocoupling of ceftriaxone with
its diazonium salt (a) and dependence of the height of the azo-group
recovery peak of product from the different rate of application of polarization voltage (b):
Cher =0.1M; Cheno, = 5.0- 10 M; Ceer=5.0-10°M; Cneci=0.5M; pH =11.0
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OTxe, MU IIPOIIOHYEMO METOAMKY BoJbTaMnepoMeTpuuHoro BuzHaueHHs LIEDT 3a
KaTOIHUM ITiKOM 1, SIKHil Bi/IMOBiIa€ BiTHOBJICHHIO TIPOIYKTY a30CHOIyYCHHS e TpiakoHy
Ta ¥oro miasoconi Mix coGoro 3a morenniany B = 0,643 B 3a pH 11,0 Ta msugkocri
HaKJIaJaHHs Harpyry noispusanii 2,5 B/c.

3 HaBeseHMX Ha puc. 1 BoibrammeporpaMm Oaummo, 1o karoxHi miku 1, 3 Ta 4
BIJINOBIJAIOTh  HEOOOPOTHUM  €JIEKTPOJHMM  MpOLeCaM, OCKUIBKM Ha  HaBEJCHUX
BOJIbTAMIIEPOTrpaMax He MPOCTEKYIOThCS BiIIOBITHI aHONHI ik, HaToMicTh BiZHOBICHHS,
SKOMY BioBizae mik 2 (puc. 1, 6) € KBa31000POTHUM €JEKTPOXIMIYHUM MPOLIECOM.

Jnst Toro, mo0 MaTh MOXIMBICTH ypaxyBaTH 3aBaKalOUWi BIUIMB MOTEHIIHHUX
CYIYTHIX KOMIIOHEHTIB, IOTPiOHO He JIMIIIEe BOJMIOAITH 1HPOPMAILIIEIO 1I0Z0 BOIBTAMIIEPHUX
XapaKTEePUCTHK TiKa, SKUH BIANOBIZA€E 32 aHANITHYHUI CUTHAIN, a i 3HATH NPUPOLY CTPYMY
Ta MEXaHi3M eJIEKTPOAHOrO NPOIIECY.

Jnist  mocnmifpKeHHsT TMPHUPOAM KAaTOXHOTO CTPYMY MH BHKOPHCTAM KpHUTEpid
CemepaHo, 3riJHO 3 SIKUM 3HA4€HHs KyTOBOro KoedilieHTa JiorapuMidHOI 3aJeXKHOCTI
Igl" — 1gV BKasye, SKOIO € MMITYrO4Ya CTa/isl eIEKTPOXIMIYHOTO IEPETBOPEHHSI.

3 BignoBimHUX TrpadiuHuX 3anexHocTed Kpurepito CemepaHo, 300paKeHHMX Ha
puc. 3, 6aunmo, 1o npupoaa crtpymy mikiB 1 Ta 4 € ajcopOUiiiHOO, 1O MiATBEPIKYE
JITEpaTypHi JaHi MI0J10 BiJHOBJICHHS 1IepTPiaKCOHY Ha PTYTHOMY KPaIeibHOMY €JIEKTPO/Ii
[7]. Hns mika 3 xapekrepHa 3MmimiaHa, TOOTO KBasimudysiiiHa mpupoma CTpymy
digl/digv=0,55.

o pH 11,0; dig(1,")/dlg(V) = 0,96 mix I
lg(IKH) o pH 11,0; dig(1,")/dlg(V) = 0,55 mix 3
0,8

0,6
0,4}
0,2}
0,0F
0.2}
0,4}
0,6+

4 pH 11,0; dig(1,")/dlg(V) = 0,72 mik 4

O

oF o2 o0 oz oa &)

Puc. 3. 3anexunocri kputepito CeMepaHo KaTOAHUX MiKiB
Ha BOJIbTAMIIEPO-TPaMax PO3YHMHIB MPOLYKTY a30CHONyIeHHs e TpiakcoHy Ta Horo aia3ocori:
Chc = 0,1 M; Cnano, = 5,0 10* M; Cugor=5,0-10°M; Cnaci=0,5M; pH = 11,0
Fig. 3. Dependences of the Semerano criterion of cathode peaks on voltamperograms of solutions of
product of the azocoupling of cefiriaxone with its diazonium salt: Crci = 0.1 M; Cnano, = 5.0- 104 M;

Ceer=5.0-10°M; Cnaci=0.5M; pH =11.0

KinbkicTb enekTpoHiB, SKi 6epyTh ydacTb Y BIAHOBIICHHI a30TPYIH, YTBOPEHOI BHACIIIOK
B3aeMoii reTpiakcoHy Ta #oro miazocomi (n,), po3paxyBaiu 3 rpadidHoi 3amexHocTi 1gAl/] =
f(Ex). Po3paxoBaHa KiIbKICTh €IEKTPOHIB ISl KaroqHMX TiKiB 1 Ta 4 JOpiBHIOE ONMHWIN, Y
BUMAJIKy MMiKa 2 HEMOXJIMBO PO3paxyBaTH yepe3 YaCTKOBE HAKIAJaHHA 3 mikoM 1, st mika 3
HEMOYKJIMBO BUMIPSTH Yepe3 HeUiTKICTb ITiKa.
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[MincymoByroun onep»kaHi pe3yJbTaTH, MU MPOMIOHYEMO HMOBIpHY (OPMYITy OTpPHUMaHOI
A30IMiHOCTIOITYKH:

%

CxeMaTHYHO BiTHOBJICHHS TAKOI a30IMiHOCIIOIYKA MOXKHA 300pa3uTH 3a JIOIIOMOTOIO
PIBHSIHB!

R-N=N-NH-R+2¢~ +2H+ — R-NH-NH-NH-R

R-NH-NH-NH-R+2¢ +2H" — R-NH,, +R-NH-NH,

[lepimm eTarnoM eeKTPOXiMIYHOTO TIEPETBOPEHHS € BiHOBIICHHS a30iMiHOrPYIH (THiK 1)
OTpUMaHOI a30CTONyKH. MU (ikcyemo, 10 Iie TIepEeTBOPEHHS BiOYBAETHCS 3 NEPEHECEHHIM
OJIHOTO €JIEKTPOHA, OJIHAK 3 JITEpaTypHUX JAHUX BiJIOMO, IO Lied TpoLec BigOyBaeThCs 3a
y4acTIO JIBOX €JIEKTPOHIB, TOOTO BIiH BINIOBIJAE BIJHOBJICHHIO a30IMIHOGOPMH IO
rigpasoimiHodopmu. HacTynHiM eTarom € BiJHOBJICHHSI METUJIOKCUMOBOI TPYIIH, SIKE, 3TiTHO 3
JITEpaTypHUMHU JIAaHUMH, BiIOyBaeThcsi y nBl crami (mik 2). Ha mnepuuiii BinOyBaeTbes
TIEPEHECEHHsI JIBOX €JIEKTPOHIB 1 TIPUEAHAHHS JIBOX 10HIB TiJIPOreHY 3 YTBOPEHHSIM BiATOBIIHOIO
iMiHy, SIKMi Ha JpYrid cTajii BiJHOBIIOETHCS O aMiHy [9], mpore 3a YyMOB E€KCIIEPUMEHTY
MOXKIIBHMM € TiJpOITi3 IMIHOTPYITH 3 BUALICHHSM aMiaKy, TOMY BIJITOBIIHUMI MK JPYyroi cTaiil He
HPOCTEXKYEThCS. Y JUISHIN OUIBII BiJl' EMHHX MOTEHIIIAJIB MPOCTEKYEThCS MK 3, SKHH, 3riHO 3
mirteparyporo [9], BimmoBinae BigHoBieHHIO —C=C— 3B’SB3Ky, mpolec BiIOyBaeThes 13
TIEPEHECEHHSIM JIBOX €JIKTPOHIB. 3aBEpIIAbHIM €TalloM EJIeKTPOXIMIYHOIO TepPEeTBOPEHHS
A30CIIONyKK €  BIMTHOBIEGHHS  Tifpa3oiMiHOQopMH 10  BidmoBigHoro amiHy (1) Ta
rigpasusomnoxiaHoro IIEDT (2) i3 po3pruBom 38’ sB3Ky (T1ik 4):

1 2

H
No .~ OxOH 0 N\N - 0O.__OH
/)\S N 0 I /)\ o H
0 NH, 0" N s N o N—NH,
i T A5 <7
N N
H A\ B N\

BuznaueHo, 1110 BUCOTA MMiKa BiJIHOBJICHHS a30IMIHOIPYIH aHATITHYHOI Gopmu Tpu
E = -0,643 B mpsAMOIIPOIOPLiHHO 3aI€KHUTh BiJ KOHIEHTpalii IedTpiakCoHy B PO3YHHI
(puc. 4).

Y Tabm. 3 HaBEOEHO METPOJIOTIYHI XapaKTEPHCTUKH BOJIBTAMIICPOMETPHIHOTO
BU3HAYCHHS NE(PTPIaKCOHy 3 BHUKOPUCTAHHAM PEAKIi a30CHOTydeHHS. MeXy BHSBICHHS
po3paxoByBanu 3a 3 S kputepiem [15]. Sk OGaummo 3 Tabm 2, po3poOiieHa METOIMKA
XapaKTepU3yeThCsl BUCOKOKO UYTIMBICTIO BHU3HAYCHHS. [HTEpBaN BH3HAYYBAHWX KOHIICHTpALi
riepedyBae B MEeKax OHOTO KOHIICHTPAIIIHOTO MOPSIIKY.
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Puc. 4. 3anexHicTb BUCOTH KaTOIHOTO MiKy a30iMiHOT PYITH BiJl KOHIIEHTpaLl e TpiakCcOHy:
Crici = 0,1 M; Cnano, = 5,0-107 M; pH = 11,0; Crnaci=0,5M; V =2,5 B/c
Fig. 4. Dependence of the height of the cathodic peak of the azoimino group on the concentration
of cefiriaxone: Crcl = 0.1 M; Cnano, =5.0- 104 M; pH = 11.0; Cneci=0.5M; Cnaci=0.5 M; V = 2.5 B/c

Tabmuys 2
Mertpornoriudi  XapakTepUCTHKH — BOJIBTAMIIEPOMETPHYHOrO  BM3HA4YEHHS —IedTpiakcoHy:
Crc1 =0,1M; Crano, =5,0-10* M; pH = 11; Craci = 0,5 M; V = 2,5 B/c; E&" = -0,643 B
Table 2
Metrological characteristics of voltammetric determination of ceftriaxon: Chci=0.1M;
Cnano, = 5.0-10*M; pH = 11; Cnac1 =05 M; V =2.5 VIs; E&'' =-0.643 B

PiBnsnHs rpadika [=—1,21+1,79x10°Crigot
Mexa BusBieHHs, M 2,3x108

Mexa Bu3Ha4eHHs, M 6,9x10

IHTepBan BU3HAYYBaHUX KoHIeHTpamii, M (1,0-10)x10°
Koedimient kopersiiii R 0,9982

Memoouxa 6o1vmamMnepoOMemputHO20 8USHAUEHHs YempiaKcory

o mipHOi Konm6u emHicTio 25 Mt mocmigoBao BBOAATh 1,0 Mt 0,1M posuuny HCI,
AMKBOTHY YacTHHY [OCJTI/PKYBAaHOTO PO3UMHY, IO MICTUTh 5,5-55,5 Mr wnedrpiakcony,
nonatote 1,5 M 0,01 M pozunny NaNO,. OtpumaHy cyMmill mepeMilIyioTh i BUTPUMYIOTh 3a
KIMHATHOI TEMIIEpaTypH BIPOIOBXK 25 XB, micist goro momaroTs 3,0 Mt 4,0 M pozunny NaCl ta
BcranoBmoTh pH=11,0 3a monomororo pozunHy NaOH. JloBoasTe BMICT KONOM O MITKH
JWICTAIIFOBAHOIO BOMIOI0 1 PO3YMH TNepeMimryioTh. JloCmiKyBaHWA pO3YMH YBOIATH B
SNEKTPOITUIHY KOMIPKY 1 O0apOOTYyIOTP OYHIIEHHMM aproHOM YHOpomoBx 15+1 xB.
BumiproBaHHS CHITH CTPYMY ITiKa BiIHOBIICHHS YTBOPEHOI a30CIIONYKHU TPOBOMISATD 32 KIMHATHOI
temneparypu (~20°C) Ha BONBTAMIIEPOMETPHUYHIN HU(POBIH YCTAHOBII 3 TPHEIEKTPOIHOIO
KOMIPKOIO 32 IIBUIKOCTI po3ropTku norexiiany V=2,5 B/c ta Ew=0,4 B 1 Eq=1,4 B. Bumict
e TPHAKCOHY PO3paxOByIOTh 3a BHCOTOK mika mpu E ™ = -0,643 B 3a monepemnso
OTpUMaHUM TpagyioBaHIM rpadikoM abo Crroco00M MOpPiBHAHHS.

Tpucomyeanmsa pobouoeo posuury cmanoapmmoeo 3paska (PC3)

100 mr craamapty LIE®T (TouHa HaBa)KKa) PO3UMHSIOTH Y S0 M ICTHITLOBAHOI BOJM B
MipHiii konbi HoMiHATEHEM 00’eMoM 100 My, HOBOAATE 00°’€M THM CAMHAM PO3YMHHHKOM JIO
MiTku. Otpumanmii pobounii PC3 mictuts 1 mr/mm HEDT. Leit posunH po3Bomsts y 10 pasis
BOJIOO ¥ OTPUMYIOTH PO3YHH i3 KOHIIeHTpariieto 0,1 mMr/mit medtpiakcoHy.
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ITlpucomysanns pobouozo posuuny oOocnioxcysanozo spaska (PI3) npenapamy
Y NOPOWIKY

100 mr npenapary HE®T (Touna HaBakka) BBOJATH y MipHY KOJIOY HOMiHAJIEHUM
00’emom 100 M1, monarote 50 MII TUCTHIBOBAHOI BOAM, 1OOpE MEPEMILIYIOTh Ta JOBOAATH
00’€M THM K€ PO3YMHHHUKOM 110 MiTKU. [Toganbii nmpuroTyBaHHS MPOBOAATH aHAIOTIYHO,
gk y Bunaaxy PC3.

Ha ocHoBi po3poOnenoi Mmetonuku Bu3HaueHHs [[EDT BcraHOBIEHO Oro BMICT y
MOPOIIKY JJIsl MPUrOoTyBaHHsA po3umHy s iH’exiiin “Iledtpuaxcon” HCIIC “XebOeit
Xyamin ®@apmaceiorikan Kommani Jlimen Ne 98 Xyan Poan”, skuii He MICTUTH y CBOEMY
CKJIaJIi JIOTIOMDKHUX PEYOBHH.

Bwmicr niedpiakcony (M), y MI/T Uit TOPOIIKIB PO3PaXOBYIOTh 33 (hOPMYJIO0:

ne m. — maca HaBaxxku LIEDT mns npurorysanus pododoro PC3, mr;
M, — Maca J0CiPKYBaHOT' O Mpenapary JJisl IpUroTyBanHs podouoro P/(3, r;
|, — 3mHauenns crpymy katoamoro mika PC3;

| — 3Ha4eHHs CTpyMy KaTomHoro mika posuuy P/[3 npenapary.

Pesynprat BH3HaueHHA BMicTy wnedrpuakcoHy y mnopoumky “lLledrpuakcon”,
HaBeJleHl y TaOil. 3, MOTpaIUIIOTh y MEXI AOMYCTUMHX BMICTIB, 3TIIHO 3 aHAJITUYHO
HOPMATHBHOIO JOKyMeTalielo ¢ipMu BHpOOHHMKA (IOHMyCTUME BiaxwieHHS 5 % Bif
HOMIHAaJIBHOT'O BMICTY).

Tabauys 3
Pesynbratn Bu3HaueHHs nedTpiakcony y nopomky, P =0,95;n =5
Table 3
Results of determination of ceftriaxon in powder, P =0.95;n=5
PernameHTOBaHUIA BMICT y IOPOLIKY Bceranosnenuii BumicT ¢ 4 S t, , MI/T
“Ue¢Tprakcon”, Mr/r ~Jn
1 00050 988,8+19,7

4. BUCHOBKH

VY mpaii onucaHO BOJIbTAMIIEPOMETPUYHY MOBEAIHKY LEe(TpiakcOHy Ha MOBEpPXHI
pTyTHOro enekrpoma. Po3poOlieHO METOIMKY BOJNBTAMIEPOMETPHYHOIO BH3HAYECHHS
neTpiakCOHY i3 3aCTOCYBaHHSAM pPEAKIlil a30CIONy4YeHHS, SIKa MAa€ JOCTAaTHHO BHCOKY
YYTIAMBICTh Ta Ja€ 3MOTYy BH3HAYaTH HOro y CKJIaai TOTOBHX JIKAPCHKUX (OPM.
[lponoHoBaHa MeTOAMKa € TNPOCTOK Y BHKOHAHHI, YYTJIMBOIO, CEIEKTHBHOIO, TaKOX
JOAATKOBOIO ii IMPEeBaroo € TOCTYIMHICTh aHAITHIHOTO O0JIaJTHAHHS.
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VOLTAMMETRIC DETERMINATION OF CEFTRIAXON
IN PHARMACEUTICALS

O. Kostiv*, P. Rydchuk, O. Korkuna

lvan Franko Lviv National University,
Kyryla i Mefodiya Str., 6, 79005 Lviv, Ukraine
e-mail: oksanakostiv73@gmail.com

The voltammetric methods of ceftriaxone determination is based on previous CEFT primary
aromatic amino group diazotization under the action of the 5-fold excess of sodium nitrite toward
CEFT at the 0.1 M HCI medium with the subsequent self azocoupling obtained diazonium salts in an
alkaline medium at pH 11.0 in the presence of 0,5 M sodium chloride. Polarographic researches were
performed using an oscillopolarograph MTech OVA-410. with an additional computerized equipment
and a three-electrode thermostated cell with an indicator mercury dropping electrode, auxiliary
platinum electrode and the reference saturated calomel electrode (linear potential range from —0.4 to
—1.4 V by the defined conditions: potential sweep rate — 2.5 mV/s, the delay imposition voltage — 4.0 sec).

On voltammogram of electrochemical reduction of synthesized azoimino compound the four
cathode peaks at such voltages: EP* = —0.643 V; EP2 = —0.751 V; EP® = -0.982 V; EP* = -1.312V
are observed. Cathode peaks at potentials £ = —0.751 V and Ec"® = —0.982 V are corresponding to
reduction of methoxy oxime group and —C=C— bond of ceftriaxon. Cathode peaks at the voltages
EP =-0.643 V and EP = -1.312 V in turn, correspond to two-stage reduction of azoimino groups of
formed azoimino compound.

It was established that the current nature of the cathode peaks for reduction is adsorptive
because the values of slope ratios of the Igl™ — IgV dependence (Semerano criterion) exceeds 0.5. It
was shown that the electrochemical conversion of and azoimino groups of azo compound occurs via
the hydrogen ions presence.

The high of the peak current at EP! = —0.643 VV was used to the CEFT determination. The
range of determined ceftriaxone concentrations is (1.0—10)x10"° M; detection limit is 2.3x10°¢ M.

The elaborated voltammetric methods CEFT determination have been approved during the
analyses of singlecomponent preparation.

Keywords: ceftriaxone, diazotization, azocoupling, voltammetry.
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