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Po3pobneHa meToaunka KiflbKicCHOro BU3Ha4eHHs1 5-6pom-, 3-HiTpo-, 5-HiTpo, 6-HiTpO-, 3,5-AU-
HiTpO-N-eHinanTpaHinosux kncnor. CyTHicTb MeToAy nossrae y npsiMomMy TUTPYBaHHI PO34YUHOM
nyry aBoga3Hoi cuctemMmn, KOTpa Ckiaga€eTbCs 3 OpPraHivyHoOi pa3n, sska MiCTUTb pe4OBUHY, LLO
aHanisyerbcsi, Ta BOAHOI ¢a3un, sika Mictutb iHgukaTtop. KiHueBy TOYKY TUTPYBaHHSI BUSHaA4YaloTh
3a 3MiHOIO 3abapBJsieHHs BOAHOro Lwapy. Pe3ynbTaTtun kinbkicHoro Bu3HavyeHHs1 N-¢eHinaHT-
PaHINOBUX KUC/IOT 3a METOA0M ABOda3HOro TUTPYBaHHS XapaKTepu3yoTbCs BUCOKOIO TOYHICTIO
Ta penpe3eHTaTUBHICTIO, Hi)XXK y MeToAi NMOTeHUiOMeTPUYHOIro TUTPyBaHHS, LLLO BUKOPUCTOBYBaBCS
paHiwe.

THE QUANTITATIVE ANALYSIS OF NEW BIOLOGICALLY ACTIVE DERIVATIVES OF N-PHENYLAN-
THRANILIC AND MEFENAMIC ACIDS BY THE BIPHASE TITRATION METHOD

N.P.Kobzar, S.G.Isaev, Ye.N.Svechnikova, O.A.Pavliy, T.A.Kostina, V.A.Khanin

The new method of the quantitative determination of 5-brom-, 3-nitro-, 5-nitro-, 6-nitro-,
3,5-dinitro-N-phenylanthranylic acids has been developed. The method means direct titration
of the biphase system, which includes the organic phase containing the substance analyzed and
the aqueous phase with an indicator, by an alkaline solution. The final point of titration is
determined by the colour change of the water layer. The results of the quantitative determination
of N-phenylanthranylic acids obtained by the biphase titration method are more accurate and
representative than those obtained by the potentiometric determination method previously used
for the derivatives mentioned.

KOJINYECTBEHHbIA AHAJIU3 HOBbIX BMOJIOTMYECKU AKTUBHbBIX MPOU3BO4HbBIX N-DEHUJ1-
AHTPAHUJ10BbIX U ME®PEHAMOBOMW KUCJIOT METO4OM ABYX®A3HOIO TUTPOBAHUS
H.M.Ko63apw, C.I.Ucaes, E.H.CBeyHnkoBa, O.A.Maenwnii, T.A.KocTuHa, B.A.XaHuH
Pa3pa6oTaHa meToAnka KOIM4EeCTBEHHOro onpeaesieHnss 5-6pom-, 3-HUTPO-, 5-HUTPO-, 6-HUT-
po-, 3,5-anHnTpo-N-peHnnaHTpaHnoBbix KucaorT. CyujHOCTb MeToAa 3akK/llo4aeTcs B MPsiMOM
TUTPOBaHUN PaCTBOPOM LLEJIOYN ABYyX@pa3HOW CUCTEeMbl, COCTOSILLEN N3 OpraHn4Yeckon ¢assbl,
cogepixalleii aHain3npyemMmoe BeLyecTBO, n BOAHOU pa3bl, cogepikalien uHankatop. KoHeyrnyio
TOYKY TUTPOBaHUSI ONPEREJIIOT N0 N3MEHEHUIO OKPacku BOAHOIO CJ10sl. Pe3ynbTartbl KOJINYECT-
BeHHoro onpegesieHnss N-¢peHnnaHTpaHUII0BbIX KUCJIOT METOL4OM ABYX(pa3HOro TUTPOBaHUS! xapak-
Tepu3yTCcsl BbICOKOVW TOYHOCTbIO U pPenpe3eHTaTUBHOCTbIO, YeM paHee UCIOoJIb30BaBLUNIACS
MeToa NoTeHUNoOMeTPNYeCKOro TUTPOBaHUS.

N-deninanrpaninosi kucaotu (N-OAK) Ta ix mo-
XiIHI IIIMPOKO BMKOPUCTOBYIOTHCSI B MEIUIIMHI SIK
MMpOTHU3aIiaibHi, aHaJITe3yIoui 3aco0M IS JIIKyBaHHS
3amnajJbHUX 3aXBOPIOBAHb CYIVIOOIB, M’sI3iB, IIKipHU Ta
CITN30BUX 000JIOHOK. BOHM TaKOX MTpUBEPTAIOTH YBa -
Ty IOCHIOIHUKIB SIK BUXiIHI MPOAYKTU IJISI CUHTE3Y
MpernapariB aKpUIMHOBOIO i (peHOTIa3MHOBOTO PSIIY
[1-10]. ToMmy po3poOKa MeTOIiB KiIbKiCHOIO BM3HA-
YEHHSI BUIIE3a3HAYEHUX CITOJYK TPEIACTaBISIE O€3-
YMOBHUI MPaKTUYHUI iHTEpeEC.

3a manumu Jgiteparypu [11] N-DPAK BH3HAYAIOTH
METOJIOM MOTEHI[IOMETPUUYHOTO TUTPYBAHHSI B HEBOJI -
HMX i 3MillIaHUX PO3YMHHUKAX, OCKIJIBKM Y BOMdi pe-

YOBUHU MPaKTUYHO HE PO3UuMHHiI. BkazaHuii meron
TOYHUIA, ajle TPUBAJIMIA Y BUKOHaHHI. ToMy po3pobka
eKCITPeCHOI, MPOCTOI Ta HamiliHOI METOAWKU KiJb-
KicHoro Bu3HaueHHs 3aMileHnx N-DAK e akryans-
Hoto. 151 jocmimkyBannx Hamu 3aminieHux N-DAK
METOJIM KUTbKiICHOTO aHaJjli3y BilCYTHi.

Hamu 6yB po3po0JieHni eKCIIPeCHUI METOI KiJTb-
KicHOro Bu3Ha4deHHs N-(eHUIaHTpaHUIOBUX KUCIOT.
3a ocHOBY OyB 0OpaHMii MeTOn ABO(MA3ZHOTO TUTPY-
BaHHS Y TPUCYTHOCTI iHIMKAaTopa, 10 HE eKCTpa-
TYETHCSI OpTaHiYHUMHU po3unHHUKamu [12]. CyTb Me -
TOMAY TMOJISITAE y TIPSIMOMY TUTPYBaHHi CTaHAApPTHUM
BOJHUM PO3YMHOM HATpilO TiIpoKcUay aBodazHOI
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Tabnuug 1

Pe3ynbTaTi KifbKiCHOro BM3Ha4YeHHsa 5-0poM-N-heHinaHTpaHinoBoi KMCNOTK METOLOM
0BOMA3HOro TUTPYBaAHHS 3 PI3HUMU KMCIIOTHO-OCHOBHUMMW IHOMKATOpaMM

IHoMKaTop Hasaxka, r 3HangeHo, % MeTponoriyHi xapakTepnucTmkm
0,1024 98,85 -
0,1264 99,13 X oo
0,1% CNMPTOBWIA PO34MH 011448 100102 55‘2—065325
N x — Y,
deHondTaneiny ' . AX = 0,67
0,688 100,06 £=0,67%
0,1824 99,70
0,1058 98,95 _
x = 99,70
0,04% cnvpToBUM 01266 99,66 S = 0,4462
PO34MH M-KpPe30/10BOro 0,1422 99,82 Sx = 0,200
nypnypHoro Ax = 0,55
0,1602 100,04 e =0,56%
0,1814 100,02
0,1056 99,1 _
x = 99,44
3 0,1212 99,28 S =0,39
0,1% CNMPTOBWIA PO34MH 01456 99.90 S =017
o X — Y
TMmondTaneiny : ! AX = 0,49
0,1608 99,10 &= 0,49%
0,1824 99,84

CHUCTEMH, 110 CKJIAMAETHCS 3 OpraHivyHoOil (ha3u, B sIKiit
pO34YMHEHa KHUCJIOTa, sIKa BU3HAYA€EThCs, Ta BOMHOIL
¢a3u, ne 3HaxomuThcd iHAMKarop. Ilpu TUTpyBaHHI
PO3YMHOM HATPiIO TiIPOKCUIY TIOPYILIYETHCS €KCTpaK-
LifiHa piBHOBara i HatpieBa ciib N-PAK nepexoauTb

y BoaHy ¢a3y. KiH1eBy TOUKY TUTpYBaHHSI BU3HAYa -
I0Th 3a 3MiHOIO 3a0apBJIEHHS iHAUKATOpPa Y BOJHOMY

mrapi.

BusHaueHi onTuManbHi YMOBU ABO(A3HOIO THUT-
pyBaHHS HeonmcaHux B JiTepatypi N-PAK. B sikocTi

Ta6bnuusg 2

Pe3ynbTaTh KiNbKICHOrO BM3Ha4YeHHs 3aMmilleHnx N-deHinaHTpaHinoBmx
KMCNOT METOAOM ABO(a3HOro Ta MOTEHLIOMETPUYHOIO TUTPYBAHHS

COOH

i \ \
R'5— | R
H
MoTEHLIOMETPUYHE TUTPYBaHHS [iBodasHe TUTpyBaHHA
Cnonyka R’ R? i i
HaBaxka, I | 3HangeHo, % METPOMNOTHHI HaBaxka, I | 3HamgeHo, % METPONIOTIHHI
XapaKTepUCTUKN XapaKTepuCTUKm
1 2 3 4 5 6 7 8 9
0,1026 99,70 _ 0,1056 99,1 _
x = 99,76 x = 99,44
0,1208 99,36 s = 0310 0,1212 99,28 s — 0396
5-Br H 0,1412 99,66 sx.= 0,139 0,1456 99,90 se= 0,177
Ax = 0,38 Ax = 0,49
0,1596 100,21 £ =039% 0,1608 99,10 & =049%
0,1818 99,85 0,1824 99,84
0,1034 100,08 _ 0,1041 99,41 _
x = 100,05 x = 99,69
0,1194 100,42 s = 0269 0,1223 99,56 s = 0354
I 5-Br 2'-CH3 0,1434 99,82 sy = 0,121 0,1427 100,31 s¢= 0,158
Ax = 0,33 Ax = 0,44
0,1590 99,77 £=0,33% 0,161 99,62 &= 0,44%
0,1806 100,19 0,1833 99,56
0,1049 100,42 _ 0,1010 99,70 _
x = 99,87 x = 99,95
0,1231 99,67 s = 0323 0,1212 99,44 s = 0364
1" 5-Br 4'-CH3 01435 99,75 sx = 0,144 0,1456 100,22 sx = 0,163
Ax = 0,40 Ax = 0,45
0,1619 99,89 t=040% 0,1608 100,19 &= 0,45%
0,1841 99,63 0,1824 100,22
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IIpodoexucenns maba. 2
1 2 3 4 5 6 7 8 9
0,1033 99,10 _ 0,1024 99,33 _
X = 99,55 X = 99,66
0,1218 99,30 s — 0407 0,1184 99,40 s — 0396
v 5-Br 4'-0CHs 0,1419 100,17 sx_= 0,182 0,1424 100,28 s = 0,177
AX = 0,51 AX = 0,49
0,1603 99,66 c=051% 0,1580 99,46 = 0,49%
0,1825 99,50 0,1796 99,84
0,1070 99,84 _ 0,1102 99,41 _
X = 99,63 X = 99,69
0,1264 99,32 s= 02316 0,1208 99,14 s = 0436
v 5-Br 4'-0CzHs 0,1516 99,64 sy = 0,141 0,1396 100,16 sx. = 0,195
AX = 0,39 AX = 0,54
0,1668 99,33 c=0.39% 0,1608 100,08 c = 0.54%
0,1884 100,04 0,1806 99,65
0,1076 98,77 _ 0,1036 99,46 _
X = 99,40 X = 99,44
0,1258 99,42 c— 0416 0,1236 98,83 s — 0358
Vi 5-Br | 3,4"-(CH3)2 0,1522 99,63 sx = 0,186 0,1480 99,61 sx.= 0,160
AX = 0,52 AX = 0,44
0,1664 99,31 e = 0,52% 0,1628 99,52 c=0.45%
0,1888 99,88 0,1848 99,77
0,1410 99,84 _ 0,1304 99,80 _
X = 99,75 X = 99,59
o 0,1252 99,61 <= 0284 0,1290 99,49 <= 0216
Vil 3-NO2 4 NOy 0,1245 99,92 sy .= 0,127 0,1285 99,40 sx_= 0,097
AX = 0,35 AX = 0,27
0,1385 99,33 ¢=0,35% 0,1277 99,42 £=0,27%
0,1236 100,05 0,1269 99,85
0,1142 99,86 _ 0,1195 99,72 _
x = 100,13 X = 99,51
- 0,1098 100,07 s — 0350 0,1209 99,03 <= 0333
“CHs =0, =0,
VI 3-NO2 6'-NO, 0,158 100,04 sx = 0,156 0,1224 99,61 sx_ = 0,149
Ax=0,43 AX = 0,41
0,1204 99,95 e =0,43% 0,1230 99,32 e =0,42%
0,194 100,74 0,1263 99,86
0,1045 100,03 _ 0,1108 100,23 _
X = 99,62 X = 99,72
o 0,1206 99,51 <= 0319 0,1098 99,24 <= 0385
X 5-NO2 4 NOy 0,1334 99,30 s = 0,143 0,1126 99,93 s = 0,172
AX = 0,40 AX = 0,48
0,1286 99,89 e =0,40% 0,132 99,73 e =0,48%
0,1180 99,39 0,1144 99,48
0,1252 99,60 _ 0,1306 99,51 _
X = 99,94 X = 99,29
- 0,1294 99,65 s = 0396 0,1295 98,78 S = 0.407
X 6-NO> 2NOY 0,1207 100,06 sx = 0,132 0.1269 99,82 sx = 0,182
Ax = 0,37 Ax = 0,51
0,1233 100,14 £=0,37% 0,1270 99,02 £=0,51%
0,1279 100,25 0,1206 99,31
0,1108 99,81 _ 0,1126 100,11 _
X = 99,50 X = 99,73
_ 0,1125 99,50 s — 0393 0,1138 99,27 <= 0336
“CHs =0, =0,
X 6-NO2 6'-NO; 0,130 99,05 sx=0,176 0,170 99,84 s = 0,150
AX = 0,49 AX = 0,42
0,1105 99,96 e =0,49% 0,158 99,93 e=0,42%
0,1094 99,17 0,162 99,52
0,1146 99,45 _ 0,1186 99,85 _
X = 99,25 X = 100,12
. 0,1155 99,30 s = 0190 0,1205 99,79 <= 0310
Xl | 3,5-(NO2)2 4,ng3z 01162 99,05 sx.= 0,085 0,184 100,10 sx.= 0,143
Ax = 0,24 Ax = 0,40
0,138 99,05 e =0,24% 0,176 100,32 £ =0,40%
0,1207 99,40 0,192 100,55
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IIpodosicenna maba. 2

1 2 3 4 5 6 7 8 9
0,1405 100,20 _ 0,1305 99,85 _
x = 100,11 x = 99,93
, 0,1355 99,90 < = 0291 0,1204 100,06 S = 0246
Xl ]3,5-(NO2)2 é.‘ﬁ%@ 0,1338 100,41 sx = 0,130 0,1276 100,28 sx = 0,110
AX = 0,36 AX = 0,31
0,1304 99,72 £ =0,36% 0,1294 99,64 g =0,31%
0,1306 100,32 0,1322 99,82
0,1302 99,50 _ 0,1328 100,25 _
. x = 99,78 x = 99,60
H 2'3 ‘(CH3)2 0,1295 100,15 s=0.284 0,1292 99,81 s = 0476
XV 0,1290 99,49 sx = 0,127 0,1284 99,00 sx.= 0,213
Ax = 0,35 Ax = 0,59
0,1317 99,87 c=035% 0,1276 98,96 ¢ = 059%
(MecheHamoBa kmcnoTa) ’ ’
0,1306 99,90 0,1304 99,98

OpraHiyHOro pO3YMHHMKA BUKOPUCTOBYBABCSI H-OK-
TAHOJI, Y IKOMY JHOOpe PO3YMHSIOTHCS TOCIiIKYyBaHi
kuciaotu. EkcriepuMeHTanbHO MifiOpaHe CIiBBiOHO-
LIEHHSI 00’€MiB BOIHOI Ta opraHiuyHoi ¢a3 (2:1). Sk
iHOUKaTopn MOXHa BUKopucToByBatu 0,1% crmpro-
BUIi po3unH deHondTaneiny, 0,04% cnupToBuii po3-
YUH M-Kpe30J10Boro myprypHoro t1a 0,1% crimproBuit
pO3UYMH TUMOJPTANEeIHy. AJle, SIK MOKa3ajau JIOCHi-
JKEHHST, HaOThII MPUWHATHUM iIHIUKATOPOM € TH -
modTanein (tadim. 1).

IlopiBHSIBHI pe3ynbTaTh BU3HAYEHB 3aMIllIEHUX
N-®AK Merogom aBo(a3sHOro TUTPYBaHHSI Ta Bi-
JIOMHUM TIOTEHILIIOMETPUYHMM METOJOM Y 3MIllIaHOMY
PO3YMHHUKY HioKcaH-Boma (60 o6’eMHMX % miokca-
Hy) HaBeleHi B TabJ. 2.

Opep:kaHi JaHi KiTbKicHOro BusdHadeHHS N-DPAK
METOJIOM IBO(a3HOTO TUTPYBAHHS XapaKTepU3YEThCS
TOYHICTIO Ta pemnpe3eHTaTUBHICTIO. BimHOCHa HEBU3-
HaYeHiCTh CEPEITHbOTO Pe3yabTaTy 32 JaHOK METOMIM -
Koio He mepesuinye 0,6%. Po3pobieHa Meromuka
eKCITIpecHa, MpocTa y BUKOHAHHI, HamiliHa, YUM BU -
TiTHO BiIpi3HSETHCS Bil METOAY MOTEHIIIOMETPUYHO -
O TUTPYBaHHSI.

EKcnepwmeHTaana YacTUHa

MeToauka KibKiCHOr0 BU3HaUYeHHs 5-0pom-N-e-
HianTpanijioBoi kucjaoru (I) meromom aBoga3Horo TMT-
pYBaHHA

TouHy HaBaxKy 5-O0poM-N-(heHiIaHTPaHIJIOBOI KMC-
Jotu (0,1-0,18 1) po3unHs0Th y 20 MJI H-OKTaHOIY Y

JNlitepaTtypa

KoJIOi 3 TIpuTepToIo TpodKolo. JHomarots 40 M auc-
TIIbOBaHOI Boau Ta 8-10 kparenb TUMOIPTANCIHY.
Tutpytots 0,1 M po3urHOM HATPilO TiAPOKCUIY TIPU
iHTEHCMBHOMY MepeMilllyBaHHi 0 MOSIBU HE3HAYHOTO
CUHBOTO 3a0apBJ€HHS BOJHOTO IIapy.

Cronyku 11-XIV anamni3yoTh aHaJIOTidYHO.

MeToauKa KijlbKiCHOr0 BU3Ha4YeHHs 5-0poM-N-de-
HiTanTpaHioBoi kucaotd (I) MeTomoM moTeHHioMeT-
PUYHOTO TUTPYBAHHSA

Touny HaBaxkKy 5-6pom-N-deHUTaHTPaHLIOBOI
kuciaotu (0,1-0,18 1) po3unHs0Th Y 20 MJT 3MillIaHO -
ro po34nHy AiokcaH-Boaa (60 06’eMHUX % mioKcaHy)
i TUTPYIOTh TTOTEHIIIOMETPUYHO 3BUILHEHUM BilI Kap-
6onatiB 0,1 M BOmTHMM PO3YMHOM HATPiIO TiAPOKCH -
oy Ha ioHOMipi I-160 3 BUKOpPUCTAHHAM iHIWKA -
topHoro ckisiHoro (ECIT 45-07) Tta xmopcpibHOro
(EBJI-JIMJI) enextponiB. TOUkM €KBiBaJIEHTHOCTI
BU3HAUWIU O NEPILiil noxinHiii 3anexHocti E (MB)
-f (VNaoOH).

Cnonyku I1-XIV anHanizyoTh aHaJIOTivyHO.

BucHoBKM

1. Po3pobieHa MeToauKa KiTbKiCHOIO BU3HAYEH -
HST 5-OpoM-, 3-HiTpo-, 5-HiTpo-, 6-HiTpO-, 3,5-MM-
HiTpo-N-(deHiTaHTpaHITOBUX KUCIOT METOIO0M IBO-
(hazHOrO TUTPYBAHHSI Y CUCTEMi OKTAHOJI-BOJA.

2. BcraHoBieHo, 110 MpUpoJa 3aMiCHUKIB Ta iX
MOJIOXKEHHS B MOJieKy1i N-¢eHiIaHTpaHUIOBUX KUC -
JIOT HE TTO3HAYAETHCS HA PE3YIbTaTi KUTbKICHOTO BH -
3HAYEHHS.
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