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AHHOTaLMA. YCTAHOBNEH aHANNTUUECKUA 3QdEKT BANSHUS MILLENN KaTMOHHBIX NOBEPXHOCTHO-aKTUBHBIX BellecTs (MAB) B peakLusx Heko-
TOpbIX apomatyeckux anbaerngos (AA) ¢ 24-guHutpoderunrugpasuHom (AHOT) ¢ obpasoBaHneM COOTBETCTBYIOLMX aLu-GopM rugpaso-
HOB. YCTaHOB/EHO, UTO aHANNUTUYECKI 3HAUMMbIe SPHEKTbI MULIENNbI HEMOHHBIX 1 aHNOHHBIX MAB B MCCNEA0BAHHOI CUCTEME He BbI3bIBAIOT.
OnpepaeneHbl aHanuTM4eckue xapaktepuctkin cuctem IHOT — AA - KaTHOHHbIii MAB (MonSIpHbIe K03 GULMEHTbI NOFNOLLEHNS (€), AUana3oHbl
onpezensiemblx cogepxanuit (10C), npegensi 06HapyxeHus), Ha npumepe beH3anbiernia u ero HUTPO-, cynbGo-, XNop-, SUMETUNAMIUHO- 1
METOKCUMPOWU3BOAHBIX, @ TAkKe f-AUMeTUIaMUHOKOPUUHOTo anbiernaa (AMAKA). ing 6onblmnHcTBa anbaerngos JOC HaxoaaTcs B MHTEp-
Bane 01 0,2 40 2,1 MKr/mn, € o1 2:10 4o 1:10°° n-monb-cm™!. CuHTE3MpOBaH rMapasoH, 06pasoBaHHblil AHOT u IMAKA, ocyliecTeneHa ero
NAEHTUPUKALMA 3NeMeHTHBIM aHanu3oM n UK-cnektpockonuueckn. MccnegoBaHa pactBOpMOCTb MONYUEHHOTO rMAPa3oHa B BoAHON (pH 13)
N MuLennspHoi (LetuannpuguHuii xnopug (LINX)) cpegax. Mokasawo, uto B muuennax LINX pacTBopumocTb ero Bo3pacraet npubausnTensHo B
60 pas3, uTo NPUBOAWT K CTabunM3aLmMy nccnegoBanHoi cuctembl IHOT — AA - KaTHOHHbIiE [AB BO BpeMeHM (ee U30TPOMHOCTI) U YBENUYEHIO
YYBCTBUTENILHOCTM OMPEjeNenms COOTBETCTBYIOLEro anb/jerina B OTCYTCTBIE NIETYUIX M TOKCUUHBIX OPraHUUYecKIX pacTBopuTeneid, npu 3Tom
peann3oBaH MPUHLIAN «3eNEeHOI XUMIN». YCTaHOBAEHHDI 3G PeKT KaTOHHbIX MAB peanu3oBaH Ans pa3paboTku MeToaMKN 6e33KCTpaKLM-
OHHOrO GOTOMETPUYECKOTO ONpejeneHns CTPenTOMULMHA (aHTMOMOTMKA FPYNMbI AMUHOMNKO3M0B LINPOKOTO CNeKTpa AeiicTauns, 3dpdek-
TMBHOrO NPOTMB Tybepkynésa) B GpapmaLieBTuueckux npenaparax ¢ 0C ot 2,1 go 87,4 mkr/mn. MorpewHocTb NpAMOro GpoToMeTpryecKoro
onpefeneHns CTpenTomMuLiMHa He npesbitana 5-9%.

KntoueBble cnoBa: apomatinueckue anbaervabl, 2,4-AMHUTPOGEHUNTNAPA3IH, MOBEPXHOCTHO-AKTUBHbIE BELLEeCTBA, CTPENTOMULUH, MULen-
NSpHasg IKCTpaKLMs
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Abstract. The analytical effect of micelles of cationic surfactants in the reactions of some aromatic aldehydes (AA) with 2, 4-dinitrophenylhydrazine
(DNPH) with the formation of the corresponding aci-forms of hydrazones has been established. It has been established that micelles of nonionic
and anionic surfactants do not cause analytically significant effects in the system under study. Analytical characteristics of systems DNPH-AA-
cationic surfactant (molar absorption coefficients (€), ranges of determined contents, limits of detection) were determined, using the example of
benzaldehyde and its nitro-, sulfo-, chlorine-, dimethylamino- and methoxy derivatives, as well as p-dimethylaminocinnamic aldehyde (DMAC).
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For the majority of aldehydes ranges of determined contents are in the range from 0,2 to 2,1 pg/ml, € from 2:10* to 1-10> L'mol"-cm™. The
hydrazone formed by DNPH and DMAC was synthesized and identified by elemental analysis and IR spectroscopically. The solubility of the
resulting hydrazone in aqueous (pH 13) and micellar (cetylpyridinium chloride, CPC) media was studied. It has been shown that its solubility
in CPC micelles increases approximately 60 times, which leads to the stabilization of the studied system DNPH - AA — cationic surfactant in
time (its isotropy) and an increase in the sensitivity of the determination of the corresponding aldehyde in the absence of volatile and toxic
organic solvents, while the principle “green chemistry” has been implemented. The established effect of cationic surfactants was implemented
to develop a method for the non-extraction photometric determination of streptomycin (a broad-spectrum aminoglycoside antibiotic effective
against tuberculosis) in pharmaceutical preparations with ranges of determined contents from 2,1to 87,4 pg/ml. The error of direct photometric
determination of streptomycin did not exceed 5-9%.

Keywords: aromatic aldehydes, 2,4-dinitrophenylhydrazine, surfactants, streptomycin, micellar extraction

For citation: Sokolova T. A., Burmistrova A. A., Doronin S. Yu. Analytical reactions of 2,4-dinitrophenylhydrazine with some aldehydes in micelles
of cationic surfactants. lzvestiya of Saratov University. Chemistry. Biology. Ecology, 2023, vol. 23, iss. 3, pp. 262-271 (in Russian). https://doi.

T. A. CokosioBa v ap. AHaJIMTUHECKUE peakumn 2,4-ANHNTPOMEHNIrnapasnHa

0rg/10.18500/1816-9775-2023-23-3-262-271, EDN: ZBGFPU

This is an open access article distributed under the terms of Creative Commons Attribution 4.0 International License (CC-BY 4.0)

BeefeHue

ApomaTuueckue anberubl (AA) sSBASIOTCSA
6eCLBeTHBIMU XUJKOCTSIMU UK KPUCTA/ITUUECKHU-
MU BellleCTBaMH C MPUSATHLIM apOMaToM, Haubosee
4aCTO MPUMEHSIIOTCS B OPraHUYeCKOM CHHTe3e,
NIPOM3BO/CTBe TPU(EHUIMETAHOBBIX KpacuTesel,
JleKapCTBeHHON U map¢oMepHON MPOMBILIIEH-
HocTH [1]. BONBLUIMHCTBO aabJeru/joB OKa3bIBaloT
paszpakarolee JelCTBUe Ha CIU3UCTYI0 0060/10u-
Ky IJ/la3 U BepXHUX [bIXaTe/bHbIX MyTel, BpeHO
BJIUSIFOT HA HEPBHYIO CUCTeMY. AKTya/IbHOW aHa/Iu-
TUUECKOU 3ajjaueii sBsieTCsl pa3paboTKa BBICOKO-
YYBCTBUTEJIBHBIX U TTPOCTHIX 0€33KCTPAKL[UOHHBIX

1

R
H /
O;N N—NH2+ O:C‘\—h—OzN

R
NO,

2,4-nuHETpOod e HIMTHAPa3HH

Peax1juu TaKOro TUIA UMEOT PsiJi HeZIOCTaTKOB:
TpUMeHeHMe B KaueCTBe CpeJibl TOKCUYHBIX pac-
TBOpHUTE/Iel (MeTaHos, 6eH30/1 U [p.); KUIIsTUeHre
PacTBOPOB, B psifie C/Iy4aeB, B TeueHHe 3 U; He0b-
XOZUMOCTb TPOBEJEHUS KUAKOCTHO-)KUAKOCTHOMN
9KCTPaKLUU [Jis1 KOHIIeHTPUPOBaHHUS TH/IPa30HOB
Y CHVDKEHWUSI T1pe/ie/IoB 00Hapy KeHHsl ajlb/Jieru/i0B.

OnHuM 13 3G heKTUBHBIX CITOCOO0B yryuliie-
HUST METPOJIOTHYECKUX XapaKTepUCTUK GoToMe-
TPUUECKUX peakl Uil OpraHuuecKMx peakTaHTOB
SIBJISIeTCSI 3aMeHa OpPraHuueCKUX Cpeji TOKCUMYHBIX
pacTBOpHUTe/iell Ha MULleJJIipHbIe, BBeZleHUEeM
B CHCTeMBbI ITOBEPXHOCTHO-aKTHBHLIX BeIjeCTB
(ITAB) [3]. Takoii ogxo/ paHee TIpUMeHeH HAMU
[IJIsI peaki[iii KOH/JeHCAl[UU TIePBUYHBIX apOMaTH-
YyeCKUX aMUHOB C HEKOTOPbIMU apOMaTUYeCKUMU
anbaerugamu. Bausnue munenn [TAB B Takux
cUcTeMax TIPUBOJMJIO K CHUXXEHHUIO TIpejiesioB

Xumuns

NO,
2, 4-maHnTpoheHANMTHAPA3OH

(boTomMeTpHUueCKUX CIOCOOOB OrpejeseHus: apo-
MaTHUeCKHX ajb/IeTH/I0B B Pa3TMUHBIX 00beKTax.
B ¢oTomeTprueckom aHam3e KapOOHUTBHBIX
coeMHEHWH NMPUMEHSIOT peaKjiu 00pa3oBaHU
anu-dbopMm HUTpocoeAuHeHud [2]. B kauecTBe
peareHTa PeKOMeHAYIOT 2,4-TUHUTPO(DeHUITHpa-
3uH (JH®I). [IpeumyiecTBoM JUHUTPO(EHUI-
TUPa3uHOBOTO criocoba siB/sSIeTCSl ero BBICOKAs
crielfu(pUYHOCTH 10 OTHOLIEHWIO K KapOOHUIIb-
HbBIM coefiuHeHUsAM. HecmoTtpst Ha To uto JAH®T
npezcTaBiseT coboil ocHOBaHUe, HecriocobHOe
CyIleCTBOBATh B allu-GopMe, COOTBETCTBYIOLIHE
eMy T'i/ipa30Hbl [10/] BAUSIHUEM lije/oueli peBpa-
11al0TCSl B UHTEHCUBHO OKpallleHHble alli-COJIN:

/R' 0\ /R'
None=C NaOH /N@:NN%\ Na*
\R 0 R

NO,
arm-popma (KpacHast)

obHapy)XKeHHs apyuIaMUHOB Ha 1-2 ropsika [4-11].

Bausinve muiies ITAB Ha aHanuTHYeCcKHe Xa-
pakTepucTuku peakuid AA ¢ JH®I" masio usyyeHo.
VimMeroTcst MUIITb e AUHUYHBIE PAOOTHI 110 BAMSHUIO
ITAB Ha CKOpPOCTb U METPOJIOTMYeCKUe XapaKTepu-
CTUKHU peaklWil KOHAeHcauuu AA € THUADPa3uHOM
[12-14] u denunrugpasurom [14]. B cBsA3m ¢ 3TUM
1[eJIbFO HACTOsIIIel paboThI IBUJIOCH UCCJIe/I0OBAHHE
BIUSHUS MULIeJUT pa3inyHbixX [TAB Ha aHanmuTHue-
CKHYe XapakTepucTUKu cuctem AA — IHOT.

MaTepVIallbI N MeTo/bl

B KauecTBe OCHOBHOTO OPraHUUYECKOro pea-
reHTa NpuMeHsnu 2,4-1TUHUTPOGEHUITUAPA3YH,
y. (TY-6-09-2394-72), nepeKkpucTaairi30BaHHbIN
u3 H-OyTtaHona. B tabn. 1 mpejacTaBieHbl 06HEK-
ThI UCCJIe[IOBaHUSI — OeH3a/bJieru/| U ero mpous-
BOJIHBIE.
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Tabauya 1/ Table 1

HcciiepyeMble apoMaTHYeCKHe a/IbAerHAbI
Investigated aromatic aldehydes

Ne Anbnerup / Aldehyde ®opmyrna / Formula Mr
Bensanbpernp OHC
1| Benzaldehyde 106,12
n-JIuMeTUIaMUHOOEH3a/Iber U] OHC NCH
2 p-Dimethylaminobenzaldehyde Fan 149,19
- i H
3 n ,E[I./IMETI/IJIaMITIHOK.OpI/I‘{HLII/I asbIeTu OHC—_C—0 N(CHy, 176,16
p-Dimethylaminocinnamaldehyde H
AHUCOBBIH anbieruy OHC OCH
4 Anisaldehyde ’ 136,15
5 n-Hutpobensanbaerus OHC NO 151.13
p-Nitrobenzaldehyde ’ ’
m-HutpobeH3anbaerus OHC—Q
6 m-Nitrobenzaldehyde 151,13
NO,
- n-XopbeH3anberns OHC a 186.5
p-Chlorobenzaldehyde ’
HO,S
2,4-TucynbdobeH3anbaerus,
8 2,4-Disulfobenzaldehyde OHC SO;H 262,12
C - 3H,S0,
9 TPENTOMHLH 581,57
Streptomycin
—Ja

Bce anpgerubl npefiBapuTebHO IepeKpu-
CTaJIJIM30BBIBAJIM U3 BOJHO-3TAaHOJILHOTO pac-
TBOpa peakTHUBa [0 MOCTOSHHOW TemIiepaTypbl
TJiaBjeHusi corjacHo [15], KpoMe aHHMCOBOrO U
Gensanpgerusa. IlocieHue TPUMEHSIIU CBEXKe-
neperHanHbie. CTpenToMuLMHa cyabdat (dhap-
MaleBTHUYeCKUI Tpernapar) [JOTOJHUTENbHO He
OuHILLa/IU.

B kauecTBe kaTuoHHBIX I[TAB npumeHsa1u
MOHOTH/paT LeTuAnupuauHusg xaopuga (LI1X),
una, C,;H;gNCI'H,O 1 1jeTunTpuMeTuiaMMOH s
opomuy (ITMA), C,,H,,NBr, uga. [lna noazep-

264

JKaHUS NIOCTOSSHHOIO 3HaueHus pH npumensnn
6opartHbie OydepHbie paCTBOPBLI.

ONeKTPOHHbIe CMEKTPbI MOIJIOLEeHUSl peru-
cTpupoBasu Ha ciekTpodoromerpe Shimadzu U V-
1800, K-criekTpsl — Ha (pypre- crieKTpooToMeTpe
®CM 1201 OO0 «MOHUTOPUHTI» B r'eKcaxaopoyTa-
Juene (4000-1800, 1500-1300 cm™) 1 BazennHOBOM
macJe (1300-400 cm). [lepuBaTorpaMmbl oy ya-
s Ha pepuBartorpade O/]-103 B uHTepBase TeMre-
patyp 0—-1000°C B aTmocepe Bo3ayxa. CKOpOCThb
HarpeBaHus 10°C/muH. 3HaueHusi pH KOHTpoMpo-
Basii Ha pH-MeTpax «pH-121», «pH-673».

HayuyHbivi oTaen
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B

CuHme3s eudpasoHa u3 JJH®I" u n-oumemun-
AMUHOKOPUYHO20 anbOe2udd.

Hasecky (0,0277 r) AH®I' pacTtBOpsau
B Koj0e Ha 500 M/ OUCTHUANMPOBAHHOW BO-
oW TIpU HarpeBaHUM. PacTBOp MOAKUCASIU
koHl. HCl go pH ~ 1. AHa/loruyHO PacTBOPSIH
n-AVMMeTU/IaMUHOKOPUYHBIN abJerus B KOJU-
yectBe 0,0492 r. 'opsiune pacTBOpHI peaKTaHTOB
CMelIWBaad U HarpeBaau npu temnepatype 80—
90°C fo moJsiHOM Koaryasiuuu ocajka. PeakjoH-
HYI0 CMeCh TIljaTe/IbHO MepeMelInBaau CTeK/IsH-
HoU nanoukoi. [Tocse oxakjeHUs1 peaKL{UOHHOU
cMecu 00pa30BaBIIMICS 0CAZlOK OT(UIIBTPOBLI-
Ba/iMd U NPOMBIBAIU [JUCTUJIJIMPOBAHHON BOJOM.
OTCyTCTBUE XJIOPU/IOB B (UIbTPaTe ONpejesiu

Mo peakluu C HUTpAToM cepebpa. TTosydyeHHbIH
TUpa3oH BBICYLIWBAAX npu Temmeparype 110°C
[10 TIOCTOSTHHOW Macchl. Beixo/ poJyKTa COCTaBU/I
70% OT TeopeTHUUYeCKU PACCUUTAHHOIO.

Pe3ynbTaThbl U X 06CyXKAeHMeE

BbI60p r1pe/icTaBIeHHBIX B Ta0JI. 2 a/Tb/IeTH/I0B
00yCJIOB/IEH pa3/IMYHBIM MTOJI0KeHUeM (0-, M-, N-) U
MPUPO/ION 3aMeCTUTeIed B apOMaTUUeCKOM KOJTbI[e
C 11eJIbIO Jla/IbHeHILIero cornocTaB/ieHus ¥ TPOrHO3u-
pOBaHUs ONTUMABHBIX YCJIOBUM peakLvii.

WccnenoBanye BIKWSHUS Pa3/IMYHbIX TUIIOB
ITAB ocy1iecTB/sinyM Ha TIpuMepe MoJelbHOW CH-
cTeMbl 2,4-TAHUTPOGEHUITUAPA3UH — N-TUMEeTH/I-
aMUHOKOpPUYHBIN anbierug, (IMAKA):

0 +
\ H
ozNQNH—NHZ+/c —CH=CH N(CHz), ==
i
NO,

+

H
== 0N

NO,

NH—N=CH—CH=CH

NaOH
N(CH3); —

|

N o%‘\
e NQN—N=CH—@N(CH3)Z
S
0
No, I

Kak BUJHO M3 CXeMbl, peakiius MpoTeKaeT
B /IBe OCHOBHbIe cTafuu. Ha mepBoil craguu B
KHCJION cpefie OCYIeCTBseTCS] KOHAeHCAI[Us
peareHTa ¢ KapOOHHUTBHBIM CcoeIMHeHHEeM ¢ obpa-
30BaHHWEM MaJjiopaCTBOPUMOTO B BOZe TH/pa3oHa.
Ha BTOpOI#I CTaiuy, B II€JIOUHOM cpejie, 00pa3yeTcst
anu-¢opMa COOTBETCTBYIOIEro rUjpa3oHa, pac-
TBOPUMOCTH KOTOPOH B BOJle YBeIUUUBAeTCs, HO
He3HaYUTeIbHO.

N3BecTHO [2], uTO Ma/siopacTBOPHUMEIE B BOJE
2,4-nuHnuTpodeHUIrupa3oHbl B GOTOMETPUUECKOM
aHaM3e KapOOHUTBHBIX COeIMHEHUH TIOTyUaloT B
cpejie MeTaHoO/Ia, 3TaHOJA U IPYTUX OPraHUYeCKUX
pacTBopUTesiel, U [/ YBeJUUeHHs] UX PacTBO-
PUMOCTH TMPOBOAST IKCTPAKLUI OEH30/I0M WU
TIeTPOJIEHHBIM 3(DUPOM.

st yBeTueHUSI paCTBOPUMOCTH TH/IPAa30HOB
B BOZJHOH Cpejile HAMHU MCCJIe[JOBAHO COTFOOUIIH-
3upytoiiee geiicTBue mMulesa [TAB pa3nuuHbIX
tunoB. Tak, Mpu BBeJJeHUU MUILIEIT aHUOHHBIX
[TAB (mozerunacynbdaT HATPHsI) B UCC/IeZIOBAHHY IO
CUCTeMY CyIleCTBEHHOT0 U3MeHEeHUs PACTBOPHUMO-

Xumuns

CTU 00pa3yoIerocs Ha MepBOi CTaJuu peakiuu
ruzpa3ona (1) He Habroanock. Tloce fobapneHwus
1esiour U obpasosanus anu-dopmsi (11), pacTBo-
PUMOCTb ee TaK’Ke yBeMUMBaaach He3HaUUTebHO,
Tak Kak aHHOHHble [TAB uMerOT oZHOMMeHHBIHI
3aps/]], YTO U HUTPO-Tpymnra ruzipa3oHa. Ilostomy
TPOMCXO/IUT 371eKTPOCTaTUUeCKOe OTTaJKUBaHUe
0/IUHAKOBO 3apspKeHHBbIX (parMeHTOB MOJIEKY,
YTO [103BOJISIET [Ipe/II0JaraTb OTCY TCTBUE B3aUMO-
JlefCTBUS MeXX/ly aHHbIMU peaKTaHTaMH.

B munennax nHenonnsix [TAB (OI1-10) pacTBo-
pumocTsb (I) Tak)Ke MpakTUUYeCKU He U3MeHs/Iach
B TeueHHWe 5-6 U, JUIIb B MPUCYTCTBUU MHULIE-
JISPHBIX KOHLleHTpaluii KaTuoHHBIX [TAB (LITT1X)
HabJ1r0/1a/10Ch TOJTHOE PACTBOPEHME THApPa30Ha
(D) B Buze ero aiju-cdopmel (II). O6pasoBasiirecs
MpY 3TOM pacTBOPbl TOMOTE€HHBI U yCTOWUUBEI
B TeueHHe HeCKOJIbKUX yacoB. PaccMoTpeHO
B/IMSIHWE Ha MOJIeJIbHYIO0 peakliMio ZIBYX Mpe/f-
cTaBuTesnel KaTHOHHbIX [TAB: eTUNMUpUAUHUSA
XJIOpUJia U LeTUITPUMETHU/IaMMOHUST OpoMuza
(puc. 1, qa, 6).
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Puc. 1. Criektpsl norsomjenus cuctembl JHOT-TIMAKA-TTAB nipu pa3nuuHbix KoHreHTpauusax LITX (a) u UTMA (6).
CrIMAKA = 110> M; Crpor = 1-10"* M; =1 cm, pacTBOp cpaBHeHHst GopaTHbI# Gy(epHbiii pacteop (pH 13). ¢ pp: 1 — 1104 M;
2-210%M; 3-4104M; 46104 M; 58104 M
Fig. 1. Absorption spectra of the DNPH-DMAC - surfactant system at different concentrations of CPC (a) and CTMA (b).
Cpmac = 11105 M; cpnpyy = 111074 M; =1 cm, the reference solution is a borate buffer solution (pH 13). ¢, ¢aciane: 1 — 17104 M;
2-210%M;3-410%M;4-610*M; 5-810*M

Kak BuziHO 13 puc. 1, oba mpeacTaBUTeNst
KaTUOHHBIX [TAB fat0oT MonoKuTembHBIN 3G GheKT,
0JJHaKO MHTEHCHBHOCTH TOIJIOLEeHUS1 COOTBETCTBY-
roujeit anu-(opmer ruzpasona (A . = 500 HM) B
muennax LITX Beie, uem B mutennax LITMA,
YTO CBsI3aHO C OosbIeli ruzipododbHocThIO LITTX 3a
CcyeT NMMPUMHOBOIO KoJblia. B cBAA3U € 3TUM [J15
Ja/TbHEMIINX UCCIeJOBaHMM B KaueCTBe KAaTUOHHOT'O
ITAB 6511 BEIOpaH e TUITAPUAVHAN XJIOPH/.

[nst ycTaHOB/IEHUSI ONTUMAIbHBIX YCIOBUN
peaktuu JH®PI' ¢ HeKOTOPbIMU asiblieTuZamu (CM.
TabJs1. 2) BapbUpOBasK pH, KOHLIEHTpALUY peareHTa,
LITX, TemriepaTypy U MOPSJLOK CMeLlIMBAHUS pac-
TBOPOB. YCTaHOBJIEHO YHUBepCajbHOe JiefiCTBUe
munet LIITX Bo Bcex ucciefyeMbIX CUCTEMaX He
3aBUCUMO OT MPUPOJBI U TTOJIOKEHUS 3aMeCcTHTe-
Jis B apOMaTU4yeCcKOM KOJiblie TIPU ONTHUMaJbHbIX
ycnosusix: pH 13; c(JH®T) = 4104 M; c(LITIX) =
= 6:10"* M; temneparypa — 20—25°C; nopsiok
cvemnBanus: JHOI — AA — LIIX — 6ydepHbrit
pacTBop.

[TonoxeHne MakKCHUMYMOB CBeTOIOTJIOLe-
HUS COOTBETCTBYIOL[UX aliu-(GopM THPa30HOB
npuBeeHbl B Tab/. 2, KOTOpble BapbUDPYIOT B
nHTtepBane 470 um (benzanvgerus) — 530 HM
(n-HUTpOGEH3a/IBAETHT).

Amnanu3 gaHAbIX Tabs. 3 rokasarsi, 4To Tpejes
obHapy>kenus (ITpO) u nuara3oH onpeeasieMbIX
cogepxanuit (JOC) npakTU4yecKu [Jisi BCeX aslb-
JIeTUI0B HaxoguTcsi B uHTepBase 0,2—3,3 MKI/MJI.
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JIumib anss IMAKA npesen obHapyKeHUs Ha
TIOPsI/IOK HIDKEe, UTO MOYKHO 0OBSICHUTEH HATMUUEeM
Oosee ITMHHOM [IEMH COTTPSKEHHS B 00pa3yolem-
cst ruzpasone (I).

CuHTe3upoBaHHbIN rugpa3oH (1) uccneno-
Ba/Ju TepMorpaBuMerpuuecku u MK-crnekrtpo-
CKOIMYeCKU. YCTaHOBJIEHO, UTO B €r0 COCTaB He
BXOJUT KaK FMIpOCKONMUYecKas, TaKk U CTPyK-
TYPHO-CBsi3aHHasl BOJja, O YeM CBUJETe/bCTBYET
mMpokas nioujazka Ha kpusoid TT' go 200°C u
OTCYTCTBHe 3H/I0TepMuuecKoro 3ddekra yaaneHus
pacTBopuTess (Boabl) Ha kpuBoii ITA. O6pasers
BBITOpaeT TMOJHOCTHIO (YOBIb Macchl 100%), uTo
CBUIETE/IbCTBYET 00 OTCYTCTBUU HEOPraHUUECKUX
TprUMeceil.

Ananu3 UK-cnektpa rugpasona (I) nmokasan
Ha/TUyhe XapaKTePUCTHUeCKUX TI0JI0C B 00J/1acTH
1600-1618 cm™! a30MeTHHOBOI TPYNNUPOBKU
>C=N-, a Tak)Xe T0JIOCHI C 4yacToTOH 3265 cmL,
KOTOpast OTBeYaeT BaJeHTHBIM KosiebaHussmM —NH-
TPYMIbl U CBU/IETENBCTBYET B M0J1b3Yy MPUHA/IeX-
HOCTHU aHa/IU3UPyeMOro NMpPoAYyKTa K Tipa3oHam.
Kpowme Toro, B IK-cniektpe ruzpasona (I) orcyT-
CTBYIOT XapaKTepHble [I/11 UCXOJHbIX Bell|eCTB Ya-
CTOTHI a/IbIeTUHOM TPy Ikl B 06/1acTu 1715-1695
e 1 NH,-rpynmst B o6mactu 3200-3500 cml.
Takum obpa3om, mMpoBefeHHAas UJeHTUGUKALTHS
CHHTe3UPOBAaHHOI0 NPOJYyKTa [103BO/IMIIA CAle/aTh
BBIBOJ| O TOM, UTO CHHTE3UPOBAHHbBIU TH/pa30H
otBeuaeT dopmyJe (I):
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Tabauya 2/ Table 2

HekoTopble aHa/IMTHYeCKHe XapaKTepUCTUKH cucTeM AA — THOT — IITX
Some analytical characteristics of the systems AA — DNPH — CPC

No ﬁﬁz fylg >‘MaKc’ :I: & :'r;"_llb:lc.;}:rl Egg’ l\l\jll Ranvzg[g%fhéléfél;ﬂn]‘jl;ined

max’ ’ ’ contents, pg/ml
1 igivlszc;g:;ﬁyggmema 470 4,0 - 10% 1,6-10°6 0,28-2,1
2 Eee‘;iifgflf;gf 470 2,1- 104 2,410 0,25-1,4
s | oo sy [ g0 [ aee | s
4|y Dimethytaming cimmamaldeiyde | 500 13:10° | 39107 0060-0,19
5 Z:Eﬁfggfsfjﬁjgy‘?em 530 2,0 - 104 1,2-10° 0,18-1,9
6 ﬁ:ﬁi:gggg?;fii@im 470 2,0+ 104 1,210 0,18 -2,0
7| e R
o | 2t semmers
g | CrpenToMuLiH 430 2,9 - 104 7,0 - 107 2,1-87

Streptomycin

OgN@m—N=CH—CH=CH@N(CH3)2
NO,

PactBopuMmocTs ruzpasona (I) onpepensanu
MeTOJ0OM U30TepMHUUYeCKOT0 HaChIleHUs, KO-
TOpas cocTaBua JAJid BOAHOM cpepnl 4107 M
(7,05 - 10 r/m) u 2,5:10°> M (4,410°3 r/n) pna mu-
ueansipo (LII1X). PacTBopuMOCTb THpa30Ha
TIpU Tiepexo/ie OT BOAHOW Cpefibl K MULe/IsIPHOM
yBeJIMuMBaeTCs NpuMepHo B 60 pas, UTo IPUBOAUT
K cTabunusanuu (oTOMETPUPYEMbIX PACTBOPOB B
TeueHue Oosee 5 .

OddekT, Bbi3biBaeMbli mulenanamu [I1X
B peakuusx obpa3oBaHUs I'Upa3oHOB U3 AA u
OH®T, npumMeHeH A/ pa3pabOTKH MeTOAMKHU
oripe/iesieHUsi CTpeNITOMHULIMHA B (hapMIiperiapaTax.

KoauuecmeeHHoe onpedesneHue cmpenmo-
MuyuHa e ¢papmnpenapamax. BBugy Toro uTo
TpeniapaThl CTPeNTOMULIMHA B psifie CIy4aeB CO-
nmep>XaT OMOOTUYeCKU HeaKTUBHBIE TIPOAYKTEI
ero pacmnajzia ¢ TaKMMH >Ke (QYHKIMOHAJbHBIMU
rpynmnamu, a Takxxe psifi IpUMeceii C 1oJj00HBIMU
TPYNIIMPOBKAaMU, KOTOPble MOTYT IPUBECTHU K
pas3/IMuYHBIM TOKCUUYECKUM U ajljleprH4eckKuM pe-

Xumuns

aKLMsIM, TAaKMM Kak JleKapCTBeHHasl JIMXopajka,
IepMaTuT, TOJIOBOKPY KeHUe, cep/ilieOreHue U T. 1.,
crelju(UYHOCTb MeTO/la aHa/I13a, [I03BOJISIIOLLEro
onpe/iesiATh TOJIbKO CTPENTOMULIMH B TPUCY TCTBUU
MPO/IYKTOB ero pas3joKeHUsl U Mpumecel, rpu-
obpeTaeT mepBoCTeneHHoe 3HaueHue. B peakiuu
y4acTByeT KapOOHU/IbHAsl TPyMIa CTPenTO3HOH
YacTU MOJIEKYIbI.

Hawmu nipeioskeH 6e33KCTPaKLIMOHHEIHN (GOTO-
MeTpUUeCKUW MeTo/] OTIpe/ie/ieHs CTPeNTOMULIU-
Ha, OCHOBaHHBIY Ha peak[uu KoHAeHcaruu JHOT
B MuULe/s1aXx KaTUOHHBIX ITAB. TIpesBapuTtensHO
3aperuCTprMpOBaHbl CIIEKTPHI OIVIOLEHUS] CUCTe-
MbI cTpenToMulnH — JH®I" — ITX (puc. 2). Kak
BH/THO M3 PUC. 2, B CTIEKTPe HabO/MI0jal0TCsl MHTEH-
CHMBHas mnojoca norsomenus ¢ A = 430 HM U
MeHee UHTeHCHBHas 1pu A, = 510 HM, KoTOpas
COOTBETCTBYeT IepeX0oAy rupa3oHa B alju-(popmy.
[nsi mocTpoeHus rpalyMpOBOYHbBIX XapaKTePUCTUK
TpuMeHsiiu 06e paboure AJTMHBI BOJH.

Uccnenosana 3aBUCUMOCTb A - — BpeMst
KUMsAYeHUs pacTsopa cTpentoMuliuHa ¢ JHOI
(puc. 3). PaBHOBecuHe B UcC/ieyeMOl CUCTeMe [JI0-
cruraetcd criyctd 40 MuH KunsgueHus. IIpoBoguTh
onpefie/leHMe CTPENTOMHLMHA B PAaBHOBECHBIX
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04 T
A

0,2+

A, nm

Puc. 2. CnexTp noromeHus cucremsl cTpentoMutiuH — THOI - IITTX. Crnor = 410
M; ey = 6104 M; I=1 cm; pH 13
Fig. 2. Absorption spectrum of the streptomycin — DNPH — CPC system.
Cpnpy = 41074 M; cpe = 61074 M; [ =1 cm; pH 13

08 1

0,4

20 30 40 50
t,h

Puc. 3. 3aBucumocts A OT t,, o PAaCTBOPOB CTPENTOMHUILIMHA (1-105 M)
1 JHOT (1:1074 M); Cryx = 510" M; pH 13: 1 — 430 1M, 2 — 510 M
Fig. 3. Dependence of a on the boiling point of streptomycin solutions (110> M)
and DNPH (1-10"* M); cpc = 5104 M; pH 13: 1 — 430 nm, 2 — 510 nm

ycyioBUsIX (40 MUH KUTIsSTUeHUsT) Hellesiecoobpa3sHo.
[TosToMy Hamu npejji0keHa MeTOZiMKa ero ornpe-
JleJIeHUsl, B HEpaBHOBECHBIX YCI0BUAX cnycTs 10
MMH KUIISTUeHU S, TaK KaK 3a 3TO BpeMs JOCTUTaeTCst
NIepuoz NoJiynpeBpallleHusl ICXOHOTOo IIperapara.

TNocmpoeHue 2padyupoeouHoLi Xxapakmepucmuku.

W3 ncxogHOTO pacTBopa CTPeNnTOMHULIMHA
rOTOBU/IU paboure pacTBOPHI C KOHIIEHTPALIUSIMU
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1-10-6, 2106, 4-10-%, 6105, 8-10°%, 2:10->, 4-10-,
6:10° u 8:10° M, pobasnanu no 0,4 ma JHOT
(1:10-2 M); 0,6 ma IIIIX (1-10"2 M) u HarpeBaau
B Kursmed BoasHoW 6aHe 10 MUH, B TOM YHCJIe
Y pacTBOp CpaBHEeHUs], He coZiep>Kallluil cTpenTo-
muiuHa. [Tocse ox/aaxAeHus A0BOJUIN OOIIHi
o6bem pactBopa fo 10 My 6opaTHBIM OyhepHBIM
pactBopoMm (pH 13).
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MeTo0M HaMMeHbIIUX KBajpaToB ycTa-
HOBJIEHO, YTO I'pa/lyMpOBOYHbIe XapaKTepUCTU-
KU OTIUCHIBAKOTCS JTUHEWHBIMU ypaBHEHUSAMU
Buza y = 0,045 + 2.9-10%c (A, . = 430 HM) u
y = 0,056 + 1,39:10%c (Ayaxe = 510 HM). Koaddu-
LueHThl Koppensauuu cocraBunu 0,996 u 0,994
COOTBETCTBeHHO (puc. 4).

ITpenen obHapy>kKeHUST /sl CTPENITOMULITHA
coctasu 7,0 - 107 M, uTo HUXKe Ha TOPAJI0K, UeM B

0,8 q

0.4 4

W3BECTHBIX B JIWTepaType Metoaukax [16], JOC —
(2,1-87,4) MKr/mi1.

ITpaBU/ILHOCTB Pe3y/IbTaTOB aHaIu3a KOHTPO-
JIUPOBAJIA METO/IOM «BBe/IeHO-HakiJeHO». 17151 9Toro
W3 UCXOHOTO pacTBOpa CTPENTOMHITHA TOTOBHU/TH
10 3 cepuy pabourX pacTBOPOB C KOHIIEHTPALUSIMU
610 1 310> M cooTBeTCTBeHHO U A06aBIANN
PEeaKTHBBI, KaK yKa3aHO HUKE B METO/[UKEe OMpe/ie-
JIeHUsI CTPeNnToOMUITMHA (Tabs. 3).

Puc. 4. 3aBucumMocTs A — ¢(CTperTOMHIIMHA), Cror = 4104 M; ¢

4 5 f 7
C, mol/L

— c.1n-4 .
; Cyx = 61074 M;

1-430uM,2-510HM. [=1cm
Fig. 4. Dependence A — c(streptomycin), cpypy = 41074 M; cope = 61074 M;
1-430nm,2-510nm.[=1cm

Tabauya 3/ Table 3

Pe3y]’l])TaTl>I OLI€HKH IIPABUJ/IBHOCTH ONpe/ie/IieHUA CTPeNTOMUIIUHA

B Mo/ie/IbHOM cmecu (n = 3, P = 0,95)
Results of the evaluation of the correctness of the determination of streptomycin in the model mixture

(n=3,P=0.95)
HaiifneHo, MKI/mmn
BBezieHO, MKT/MJT A S X+ AX
Found, pg/ml
Introduced, pg/ml
430 HM 510 M 430 HM 510 uHMm 430 Hm 510 um
44,8 46,5
44 44.4 46,4 0,124 0,34 44,6 + 0,6 46,4+ 0,9
44,8 46,5
8,73 9,00
8,7 8,80 9,20 0,070 0,090 8,7 +0,2 9,2+0,2
8,60 9,30

Memoduka onpedesneHuss cmpenmomuyuHa.
K ananusupyemomy obpa3sijy, cojepxkaiiemy
(2,1-87,4) MKA/MJI CTPENITOMUITMHA, [OOABISIOT
0,4 ma JH®T (1:10-2 M); 0,6 ma LITIX (1-10-2 M),
HarpeBatoT 10 MUH Ha KUMsAIIel BoAsAHol OaHe, B
TOM UMCJ/Ie U PaCTBOP CpaBHEHUs. 3aTeM JOBOAAT

Xumuns

no 10 mn obimuii 06beM GopaTHBIM OydepHbIM
pactBopoMm (pH 13)  perucTpupyOT ONTUYECKY IO
MJIOTHOCTb OTHOCUTE/bHO pacTBOpa CpaBHEHHUS
(I=1cm; A, = 430 HM). KoHLjeHTpaLuio cTpen-
TOMHLIMHA OTIpe/iesIsIoT M0 MpeBapUTe/IbHO T10-
CTPOEHHOMY I'PaJyMpPOBOYHOMY rpaduKy.
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BbiBoAbI

Takum obpa3om, pa3paboTaHHasi MeTOJMKa

6€e33KCTPaKLMOHHOTO (POTOMETPUUECKOTO OTpe/ie-
JIeHUs CTpeNTOMHULMHA B (hapMIipernaparax OT/IH-
yaeTCs BbICOKOM UyBCTBUTE/NBHOCTHIO. [IpoBejeHue
peakLuu B BOAHBIX pacTBopax LITTX nmo3sosuio uc-
K/IFOUUTh TOKCUUHbIE PACTBOPUTEJI, TIOIPELLIHOCTb
onpe/iesIeHNs IIPU 3TOM He TpeBbIchIa 5—9%.
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