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CIIEKTPO®OTOMETPUYECKOE OIIPEJAEJIEHUE
CYJIb®AHUWJIAMUAOB 11O PEAKIIMN KOHAEHCALIUN
C n-JMMETUJIAMUWHOKOPUYHBIM AJIBAEI'NI0M

E.B. KaokoBa, C.I. IMuTpreHKo

(xagpedpa anarumuueckoi xumuu, e-mail: dmitrienko@analyt.chem.msu.ru)

B kadecTBe cieKTPO(OTOMETPUYECKOI0 PeareHTa s onpeeseHus cyJab(paHIaMuI0B IPeI0-
JKeH n-TUMeTHIAMHHOKOPHYHBIN ajbaerui. [lokazaHo, 4To B alleTOHUTPHJIE ITOT peareHT BCTyIA-
€T B PeaKIMI0 KOH/ICHCALMH C CYJIb()aHHIAMHI0M, CyJb(paMeTOKCHIUPUIA3UHOM, CYyJIbdaxiaop-
MHUPHIA3HHOM, CY1b(aMeTOKCA30JI0M U cyIb(aMeTa3HHOM ¢ 00pa30BAHUEM OKPALICHHBIX MPOTYK-
ToB. Hajifenbl onTuMaJibHbIe yCJOBUS NpoBedeHus: peaknuu. Pazpaborana Meroauka
creKTpooTOMETPHYECKOT0 ONIpe/ieIeHUs CyIb(aHNIaMH/IHBIX BellleCTB ¢ IpeeaMu 00HApY:Ke-
Hust 1-107 MKr/ML. IIpoBeneHo onpenesienue cyabpaMeToKcas3oia u cyjib(pamerasuna B JeKkap-

CTBEHHBIX ITpenaparax.

Cynedanunamup! (CA) — mponu3BoAHbIC n-aMUHOOCH-
30J1CYb(aHIIOBOM KUCIIOTHI — HAaXOIAT IIMPOKOE MpHMe-
HeHne B (hapMaleBTHIECKON MpaKTHKe Kak d(peKTHBHBIC
aHTHOaKTepUallbHble cpeacTBa. besomacHoe U 3¢ dexTus-
HOE HCIOJIb30BAHME 3THUX JIEKAPCTBEHHBIX MPENapaToB
TpeOyeT TIIaTeTbHOTO KOHTPOJS JO3UPOBOK, ITOCKOIBKY
COEIMHEHHS] TOKCHUYHBI. DTO OOCTOSTENILCTBO IMpPEAToa-
raeT oIpeneneHne Cyab(haHWIAMUIOB B PA3IMIHBIX OHO-
JIOTHYECKHX 00pa3tiax: OMOTOTMYIECKHUX KHUAKOCTSX, TUIa3-
Me KpOBH, cpe3ax TKaHeil. B c¢Bsi3u ¢ aTuM, a Takxke B
CBSI3M C YYAaCTHBIIUMUCS CITydasMu (aibcuduKranmm Je-
KapCTBEHHBIX MPENapaToB BO3pacTaeT MOTPeOHOCTh B
OBICTPBIX M HAJEKHBIX CPEJCTBAX OMpEAENCHUS Kade-
CTBEHHOTO W KOJIMYECTBEHHOTO COCTaBa Cy/b(aHWUIAMH-
JIOB B JICKAPCTBCHHBIX (DOpMax W OMONOTMYESCKUX MKHKO-
CTSIX.

Juis onpeneneHus Cyinb(paHWIAMHIOB HCIIOIb3YIOT
cnektpodoToMerpuueckue [1-8], duyopumerpudeckue
[9, 10], xpomarorpaduueckue [11-13], nMMyHOXMMHUYEC-
kue [14-17], snexrpoanamutuyeckue [18, 19], Tutpumer-
puueckue [20, 21], a Taxke MHUKPOOMOIOIMYECKHE METO-
Iel [22, 23]. BonbIIMHCTBO CHEKTPO(OTOMETPUIECKHIX
METOMK OIpeaeneHusl CylbhaHnIaMuI0B B (apmales-
THUYECKHUX TpenapaTax OCHOBAHO Ha PEaKMsX AUA30THPO-
BaHUS U TOCIEIYIOIIEro a30coueTanus ¢ 3-aMuHO(peHo-
siom [3], nmuHOMMOSH3WITOM [4], TPOMETa3UH THAPOXJIOPH-
JoM (B mpucytctBun N-OpomcykumHumuaa) [S], 8-rumpo-
KCUXUHOJIMHOM [6] 1 apyrumu pearentamu [7, 8]. Cyie-
CTBEHHBIM HEIOCTaTKOM METOIWK SIBIISIETCS MX JBYXCTa-
JIMHAHOCT.

Ienp HacTosmIe paboThI COCTOsUIA B M3YYCHUU pe-
aKIIMH KOHACHCAIINH CYJTh(aHWIAMHUIOB C /1-TAMETHIIAMH-

HOKOpyuHBIM anbaeruaoM (JIMAKA) B cpene aneroHuTt-
pwia u B pa3paboTKe CHEKTPOPOTOMETPHUECKOU METO-
JIMKM WX OIPEJCIICHNS B BHJIC OKPAIICHHBIX TPOJYKTOB.
Panee 3TOT peareHT MCHOIB30BaIM IS CHEKTpodoTo-
METPHUYECKOTO OTPE/ICIICHNS TIEPBUYHBIX apOMATHUCCKIX
amMuHOB [24, 25].

3RCHepHMeHTaHbHaﬂ 4acTtb

Oovekmul uccinedosanus, peazenmsl U annapamy-
pa. OO0BEeKTaMu HCCIENOBAHUS CIYKHIIN CyIb(haHUI-
aMul, CyIb(haMeTOKCUITUPHIA3NH, CYIb(haxIOpIUpUIa3yH,
cynbhameTokcason u cyiabhamerasun (“Sigma”). Uc-
XonHbie pacTBOphl cynbhanunamumos (0,01 M) roro-
BHIJIM PACTBOPEHHEM MX TOYHBIX HABECOK B allETOHUT-
puite. s mpUroToBiIeHHUsT pabodnX pacTBOPOB MCXO-
HBIE PacTBOPBI pa30aBIsIM HETOCPEACTBEHHO IEpen
HCIIOJIb30BaHUEM.

B kauectBe cneKTpo(OTOMETPUUECKOTO peareHTa Hc-
nob30Baii 4-(N,N-IMMeTHIIaMHHO )-KOPUYHBIH (#-AruMe-
tunamuHOKOpUYHEIN) ampaerun (JIMAKA) (ACROS).
Ucxonnsit pactBop IMAKA (0,01 M) rotoBunu pa-
CTBOPEHHMEM TOYHOW HABECKHM peareHTa B alleTOHUTPHIIC.
CrieKTpbl TOMIOMIEHNST U ONTUYECKHE TUIOTHOCTH PACTBO-
poB peructpupoBanu Ha crnekrpodoromerpe “CD-103”
(“AxBuion”, Poccust), 3HaueHuss pH KOHTpOIMpOBaI Ha
nonomepe “Okcnept 0017 (Poccus).

Pe3yabTaThl U UX 00Cy:KIeHHE

Onmumuzayus ycioeuii peaKkyuu KOHOEHCAyUu
cynvpanunamuoos ¢ JIMAKA. N3BectHo, uTo Ccyib(ha-
HIJIAMHJIBI BCTYTIAIOT B PEAKIIMU KOHJICHCAIMH C apoMa-
THYECKUMHU anpaerugaMu [2]. Yame Bcero ajisi CHEKT-
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Puc. 1. CriekTps! HONIONMIEHHS TPOTYKTOB KOHJICHCAIINH CYIb(aHH-
namuaa (7), cynsdameroxcunupuaasuna (2), cynsdhaxiiopnupuia-
3uHa (3), cynbdhamerokcasoina (4) u cynbpamerasnuna (J) ¢ n-gume-
THJIAMMHOKOPHYHBIM aJIbJAETHIOM B alleToRuTpHIe, Cp, A=2-10’5 M,

Conaa = 22107 M, Cyie = 0,02 M, 10 06.% H,0

pPO(OTOMETPHUYECKOTO OTIpENeNIeHus CYlIb(haHNIAMHUIOB
NPUMEHSIOT PEaKIMI0 KOHJEHCAIUU C n-IAUMEeTUIIO0eH-
3aJIB/ICTUIOM, B pe3yiibrare KOTOpoi oOpa3yroTcsi HHTECH-
CHBHO OKparieHHble ocHoBanus Illnugpa. Peakrmro B3au-
MoJIecTBUS Cyab(paHUIAMHUIIOB C 1-TUMETUIaMHHOKO-
PUYHBIM aJBJETUAOM paHee He M3ydallu.

B npenpaputenbHbIX HCCIEIOBAHUSAX OBUIO YCTaHOB-
JIEHO, YTO IPOBEJECHHE PeaKlUUH KOHJCHCAIUU CYNb(haHH-
mamusioB ¢ JIMAKA B BomHO# cpene MPUBOANUT K 0Opa-
30BaHHUIO MaJIOPAcTBOPUMOro npojaykra. Hanportus, B
HEBOJIHBIX cpefiax (METaHoJI, alleTOHUTPHI) 00pa3yroTCs
WHTEHCHBHO OKpPAIlCHHBIE PACTBOPHUMBIEC MPOAYKTHI KOH-
nencanun. BzammvopneiictBre cynbhanmtamuaos ¢ JJMA-
KA B aneronutpune uzyueno Ooisee naeranpHo. [lpu
BBIOOPE AIlCTOHUTPHJIA YYUTHIBAIH, YTO 3TOT PACTBOPH-
TeJIb 4acTO HMCIOJIB3YIOT Ha ATamne MpoOONOIroTOBKH IH-
IIEBbIX MPOAYKTOB JUISl U3BJICUEHUs CYJb(aHMIAMHJIOB
[26], a Takxke B Ka4ecTBE AIIOCHTa B TBEPAO(ha3HOM K-
crpakund 1 BOXKX. Kpome Toro, aneroHUTpusI MeHee
TOKCHYEH, YeEM METaHOIL.

C uenbio BbIOOpa ONTUMAIBHBIX YCIOBHH peakuuu
KOHJICHCAIIMH M3YYE€HO B3aUMOJCHCTBHE CyIb(aHMIaMu-

(CH3),N

H+
— (CHz)zNOCHch—CH:N@ﬁ—NHz +
0

CH=—CH—CHO + H;N

noB ¢ JIMAKA nipu BapbHpOBaHHN TIPHPOJIBI CYTb(haHuUII-
amuia, KoHreHTpauu komrnoHentoB (JIMAKA, HCI), a
TaK)e COJAepKaHUs BOAbl. YCTAHOBIEHO, YTO MaKCH-
MaJIbHBIM BBIXOJ MPOIYKTOB KOHAEHCAIMH JTOCTUTAETCS B
teuenue 10—15 mun. Ha puc. 1 npuBeneHsl cEKTpsI
TIOIIOMICHHST TIPOTYKTOB KOHJICHCAIIMH CYNb(haHUIaMu/Ia,
Cyib(haMeTOKCUTTUPUIA3HHA, CyIb(haxIopnupuaa3uHa,
cynbhameTokcaszona u cyibpamerazuHa ¢ JIMAKA,
CpaBHEHHME KOTOPBIX IMOKAa3aj0, YTO CHEKTpasbHbIE Xa-
PAKTEPUCTUKHU TMPOTYKTOB KOHJEHCAIIMH MPAKTUYECKH HE
paznuyarorcs. MakcuMyMBbl TOIIOUICHUS] HAXOIATCS TPH
540 HM, a 3HAYCHUS] MOJIAPHBIX KOI(PPUIMEHTOB TMOMIOIIE-
HUSI PaBHBI (3,7—5,1)'104 , YTO MOJKET OBITH HCIIOJIL30Ba-
HO TIpH pa3pabOTKe METOIMKHU OMPEHCICHUS] CyMMapHOTO
cojiepkaHus Cyb(haHUIaMHIOB.

[To aHamorum ¢ M3BECTHBIMU JIUTEPATYPHBIMU JAaHHBI-
MH O MEXaHH3ME B3aWMOJEHCTBUS CyIb(paHUIAMHUIIOB C
n-IUMETHI0EH3IIBACTHIOM U apOMaTHYEeCKUX aMHUHOB C
JIMAKA [2, 24, 25] MO)KHO TIPEIOIOKHTh, YTO CyJb(ha-
HUJIAMHJIBI BCTYTIAOT BO B3amMojelicteue ¢ JIMAKA B
COOTBETCTBHUU CO CXEMOM.

HemanoBaxHbIM (pakTOpOM, BIUSIOLIUM Ha BBIXOJ
OKpAIIeHHBIX MPOIYKTOB, SBISETCS COICPIKAHUE BOJBI B
cucteme. JI1s BCeX M3Yy4YEHHBIX CYITb(AHIIAMHUIOB OINTH-
YyecKkasi IUIOTHOCTh JOCTHUTala MaKCUMAaJIbHOTO 3HAYEHMs
B pactBopax, coaepxkammx 10% BOAbI, yBeIHUEHHUE CO-
nepxkanust Bogpl o 10 g0 60% npuBOAMIO K €€ yMEHb-
IICHUIO.

YCTaHOBJIEHO, YTO HA BBIXOJ MPOJAYKTOB KOHJIEHCA-
UM OKa3bIBaCT BIMSHUE KOHLIEHTPALMS COJISIHOW KHCIIO-
Tl (puc. 2) u JIMAKA (puc. 3). MakcuMalbHbIH BbI-
XOJ IPOAYKTOB KOHJEHCAIMU HaOJIIOaeTcsi B MHTEPBAJe
xkonuerTparmu HCl, pasaom 0,020-0,025 M npu mocto-
sHHOM koHueHTparuu JIMAKA, paBHOI 2:10° M. [Tpn
BbIOOpe onTuManbHON KoHueHTpauu JIMAKA y4ursi-
BaJIM, YTO BpPEMs KOHTPOJBHOTO OINbITa 3aMETHO yBEIH-
YUBAETCs MPU POCTE KOHIEHTPALMU peareHra oT 1107
mo 1,5107 M.

Cxema
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Puc. 2. 3aBUCUMOCTb ONTHYECKOH MIOTHOCTH MPOAYKTA KOHJIEHCA-

unu cyabpanunamuaa (/), cynspamerokcunupuaasunaa (2), cyib-

¢axnoprmpunasuna (3), cyiaphamerokcasona (4) u cynbpameTasnHa

(5) ¢ n-IUMETHIAMIHOKOPUYHBIM aJIbJICTHIOM OT KOHIIGHTPAIIHH CO-

JISTHOUW KHCJIOTHI, CHMAKA: 2107 M, Cp\=2- 10° M, A, =540 uMm,
10 06.% H,0

Makc

0,002 0,006 0,010 0,014

CZ[MAKA »M

Puc. 3. 3aBHCHMOCTB ONTHYECKOH INIOTHOCTH NPOIYKTa KOHICHCAIUH
cynsdanmnamuna (1), cynbhamerokcunupuiazuna (2), cynbpaxiop-
nupunasusa (3), cynehamerokcasona (4) u cynspamerasuna (5) c
n-ANMETHIIAMUHOKOPUYHBIM alIbICTUI0M OT KOHLICHTPALIMHU aJlbJe-
runa, Co, = 2:10° M, Cher=0,02 M, A, .= 540 um, 10 06.% H,0

Ha ocHoBaHMM NpOBEJEHHBIX MCCIIEA0BAHUI BbIOpaHBI
ONTUMAJIbHBIE YCIIOBUS peakIMU KOHJIEHCAIMU Cynb(a-
nunamuos ¢ JIMAKA B cpene aneronurpuna: Cpy =
0,02 M, CﬂMAKA =2.10° M, 10 06.% H,O, Bpems pas-
BUTHUSI OKPAcKu MpoayKkTa 15 MuH.

Memoouka onpedenenusn cyavpanunamuoos. Jns
MIOCTPOEHUS TPayHPOBOYHBIX IPa(UKOB TOTOBUIIN CEPHIO
pPacTBOPOB, COAEPKAIIUX OT 2:10° 10 2:10° M (0,34-

5,7 mxr/min) cynbhanunamuaa. K kaxaomy pactBopy
no0aBysH mocienaoBaresibHo 1o 0,5 M 0,2 M pactBopa
consinoit kucnotel, 1 mur 0,01 M pactBopa IMAKA B
AlETOHUTPpUIIE U alleTOHUTpMI (1o 5 mun). M3mepsiu
ONTHYECKYIO IJIOTHOCTH pacTBOpoB mpu 540 um. Mert-
POJIOTHYECKHE XapaKTEPUCTUKU METOIHMK OTIPEIeICHUS
npuBeneHsl B Tabn. 1. IIpenens! oOHapykeHus, paccuu-
TaHHBIE TI0 3S-kpuTeputo, cocrapmsum 40, 80, 110, 110
u 100 /™M1 1St cynb(haHIaMAIa, CyTb(haMeTOKCHITHPH-
JasuHa, cyibhaxiopnupuaazuHa, cyibhaMeTokcasona u
cylb(hameTasuHa COOTBETCTBEHHO. TakuMm 00pa3oMm, me-
TOJIMKA TO3BOJISET OMPEACNSITh CyIb(paHWIaMUIbBl Ha
ypoBHe 0,4-1,0 TIJIK ans Boga. IlpaBuiabHOCTE CHiEKTpoO-
(OoTOMETPHYECKHX METOIUK OIPENENICHNsT CYIb(aHmIa-
MHJIOB ObLTa TIPOBEPEHa METOJIOM ‘‘BBEJICHO-HAIEHO Ha
MOJICJIBHBIX cMecsX (Tali. 2).

Onpeoenenue cyapvhanunamudos é i1eKapcmeeHt-
HbIX npenapamax. {1 ONEHKA BO3MOXXHOCTH IPAKTH-
YECKOr0 NMPUMEHEHHS CIIEKTPOPOTOMETPUUYECKOI METOIu-
KH TIPOBEICHO OIpe/esieHre Cyab(paMeToKkcazona B Jie-
KapCTBEHHOM Ipemnapare “‘bucenTton” u cyibhamerasuHa
B mpenapare “3uHanpum’’ (3TOT Mpenapar MIPUMEHSETCS
B BETEpHUHAPHH). BBIIO MOKa3aHO, YTO TPUMETOIIPHM,
BXOJSIIIMI B COCTaB IMPENapaToB, HE BCTYIACT B pPeak-
M0 KOHAEHCAILMU C /-ITUMETHIAMUHOKOPUYHBIM aJlbjie-
THIIOM.

Tabnetky “bucenrona” (0,6723 r) u3menpyain U pa-
crBopsimu B 100 mn aneronutpuna. Jng onpenenenus
Opany aMMKBOTHYIO YacTh 3TOTO pacTBopa. MeTtomom
N00aBOK HAMIIEHO, YTO B JISKAPCTBEHHOM MperapaTe Co-
nepxutes 405+60 mr cynbpamerokcaszona (s, = 0,06),
YTO COIIACyeTcsl C JaHHBIMH, 3asBJICHHBIMU MPOU3BOIH-
teneMm (400 mr B 1 Tabnerke).

JlexapcTBeHHBIN mpemnapar “3uHAnpuUM’’, KOTOPBIN
MPEJICTaBIISIET COOOM PacTBOP JJIsi MHBEKIUH, pa30aBis-
JM ¥ TIPOBOAMJIM OTIpEesieHHe Cyab(pamMeTrasnHa MeTo-
JIOM TpaJyupoBoyHOro rpaguka. HaiineHo, uyro B npena-
pare comepxurcsa 190 £ 20 mr (s, = 0,04), uro Taxxke
coryacyercs ¢ yKa3aHHBIM Ha YMaKOBKE CO/Ep:KaHUEM
(200 mr/mi).

Taxum 00pazom, TIPOBEICHHBIE MCCIIENOBAHMS TTOKA3aIN
BO3MOYKHOCTB HICTIONB30BAHMS /1-TUMETHIAMUHOKOPHYHOTO
aNpJieTh/1a B Ka4eCTBE CIEKTPO(POTOMETPUUECKOTO pea-
TeHTa JUIs onpeseicHus cyibdanmamuioB. Paspadoran-
Has METOJMKA OTIIMYAeTCs HU3KUMH TIpesiesiaMi OOHapy-
KEHUsl, TPOCTOTON U XOpOLIeH BOCIPOU3BOIUMOCTHIO.
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Tabnuma 1

MeTponornqecmle XapaKTEePpUCTUKHU CﬂeKTpO(l)OTOMeTpﬂ‘leCKﬂX METO/AUK OlpeaeeHUus
cynbcl)ammammwls C n-TUMETUJIAMUHOKOPUYHBIM aJIbAECIru10M

BemectBo YpaBHeHUE Jnanazon Cyns M
TpagyupOBOYHOIO OIpeaeasaeMbIX (MKT/™MIT)
rpaduka (M) cozepskanuit, M
(MKT/MIT)
CynbaHnnaMuz y=46887 C 7,8:107-2:107° 2,6:107
0,12 -3,4) (0,04)
Cynb}aMeTOKCHTUPHAA3HH y =42272C 8,4107-210"° 2,810
(0,24 - 5,6) (0,08)
CynbbaxI0pIHpHAa3HH y =30213 C 1,2210°-2:107° 4,0-107
(0,33 -5,7) (0,11)
CynbhaMeToKcason y =27405C 1,3-10°-2:107° 4,4107
(0,33 -5,1) (0,11)
CynbhaMeTasun y =34196 C 1,110 21073 3,5:107
(0,30 - 5,6) (0,10)

Tabnuma 2

ITpoBepka NpaBHUJILHOCTH METOIUKH ONpeIesIeHHsI CYJIb(paHNIaMUI0B METOIOM
“BeeHo-Hainaeno” (n =3; P=0,95)

BemectBo BBeneno, MKr/mi Haiineno, Mkr/mi S,
CynbhaHunamu 3,4 3,3+0,5 0,06
CynbhaMeTOKCHITHpHIa3HH 5,6 5,4+0,7 0,05
Cynbdaxinopnupuaazud 5,7 5,5+0,4 0,03
CynbeameTokcason 5,1 5,1+0,4 0,03
Cynbegamerazut 5,6 5,3+0,5 0,04
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SPECTROPHOTOMETRIC DETERMINATION OF SULFONAMIDES
BY CONDENSATION REACTION WITH
n-DIMETHYLAMINOCINNAROIC ALDEHYDE

E.V. Klokova, S.G. Dmitrienko
(Division of Analytical Chemistry)

p-Dimethylaminocinnaroic aldehyde has been suggested as a spectrophotometric reagent for the
determination of sulfonamides. It has been shown that this reagent enter into a condensation
reaction with sulfanilamide, sulfamethoxypyridazin, sulfachlorpyridazine, sulfamethoxasole and
sulfamethazine to form coloured products. The optimum conditions for the condensation reaction
of sulfonamides with p-dimethylaminocinnaroic aldehyde have been found. Spectrophotometric
method for the determination of sulfonamides with detection limits n-10~ Mg mL™" has been
developed. Sulfamethoxasole and sulfamethazine have been determined in some pharmaceutical

products.
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