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B oannoti pabome nposedeno ucciedosanie cocmasa u CmpyKmypvl KOMROSUYUOHHBIX YACHUY NOTYUEHHBIX MEMOOOM
PGSS (Particle from Gas Saturated Solution — vacmuysl nonyuenHvle U3 2a30HACHIUEHHBIX pacmeopos). Temnepamypuol
NIAGNEHUA  4ACMUY ONPeoensinoch MemoooM mepmospasumempuyecko2o ananuza. OOHApysceHo cmeujeHue
memMnepanypul NIAeIEeHUs KOMROZUYUOHHBIX YACMUY OMHOCUMENbHO MEMREPAnyp NiA61eHUs YUCIbIX KOMIOHEHMOS.

Cmpykmypsl  yacmuy Onpeoensiiucy MemoooM penmeenozpaguueckozo ananusa. HMccnedosanvl  cocmagul
KOMNO3uyuoHHblx uacmuy uoynpogen/II2I 4000  memodamu Xpomamo-macc-CneKmpomempuu ¢ 3J1eKmpoHHOU
uoHusayueil 0nsi  onpedenenust cooepicanusi udynpogpena, a makdyice MACC-CReKMPOMempuu  MampuyHo-

akmuguposannoll naseprou Oecopoyuu/uonusayuu (MAJIIH) ons onpedenenus cooepircanusi NOAUIMULEHSAUKONA
4000(T12I" 4000).

Keywords: composition, structure, particle composition, mass-spectrometric analysis.

Tthe composition and structure of composite particles obtained by PGSS (Particle from Gas Saturated Solution -
particles produced from gas-saturated solutions) method were investigated. The melting temperature of the particles
was determined by thermogravimetric analysis. The structures of the particles were determined by X-ray analysis.
Investigated the composition of composite particles by gas chromatography-mass spectrometry for the determination of
electron ionization ibuprofen content and mass spectrometry Matrix-assisted laser desorption / ionization (MALDI) for
determining the content of polyethylene glycol 4000 (PEG 4000).

BBeneHne

OpmHuM U3 Haubollee MepPCIeKTUBHBIX METOIOB
peryJupoBaHus CBOICTB (bapmaneBTHIECKUX
CcyOCTaHIUM  SBJSIETCSl  WHKAINCYJSILUS,  KOTOPYIO
MPOBOASAT C LENBIO: TMPEJOXPAHEHHs HEYCTONYHUBBIX
JICKAPCTBEHHBIX IPEHapaToB OT BO3IACHCTBUS BPEIHBIX

(hakTopos BHEIITHEH cpenpl, oOecreueHus
BBICBOOOXK ICHHSI JICKAPCTBEHHBIX BEIIIECTB B
OIpeeTICHHOM y4yacTke KEIYTOYHO-KUIIICIHOTO

TpakTa, O00ECHEeYEeHUs] HPOJOHTMPOBAHHOTO JEHCTBUS
JIEKapCTBEHHOTO IIpernapara, a MMEHHO, IOJIePXKaHus
ONpE/ENCHHOr0  YPOBHS aKTUBHOTO KOMIIOHEHTa B
opranm3Me U ero AJ(PQPEeKTHBHOE TEPaIeBTHIECKOE
JCUCTBHE B TEYCHHE JIMTEIBHOTO BPEMEHH 3a CYET
3aMeIJICHHOTO BBICBOOOJKICHUS MAaJbIX J103 aKTHBHOTO
koMroHeHTta [1]. Ha mnpomonrupoBaHHoe aelicTBHE
(hapMarieBTHUECKOW CyOCTaHIIMM BIHSET CTPYKTypa H
COCTaB  KOMIIO3MLHMOHHBIX  4acTHl. OnHUM U3
npeajiara€MbiX METOJO0B IMOJYUYCHUSI KOMITO3UIIMOHHBIX
MaTepuanoB spiserca Meton PGSS. B nannom mertone
cBepXKpuTHueckuid  Qurona  pactBopser B ceOe
(apmaneBTHYecKyt0 cyOcTaHUMIO M abcopOupyer B
pacrulaBIeHHBINA HoJmMmep, o0pasys Tpex
KOMITOHEHTHBII pacTBOp. B mpomecce pacmmpeHus

pacTBopa 4epe3 KaHal ~ MHKPOHHBIX  Pa3MepoB
MOHIKAeTCsl TeMIlepaTypa W IaBlIeHHE MOTOKa. B
pesynbTaTe  4ero  IMOHIKAeTCS  PacTBOPSIOIIAs

cnocobHocts CK®, a Temmeparypa mnamaeT HIKe
TEMIIEPaTypbl [UIABJICHHUS MOJHMMepa, 4YTO BbI3BIBAET
ocaxcieHue (GapMalleBTUYECKOH CyOCTaHIIMU 3a CUeT

TNEPCHACBIIICHHA. HOHI/lMep oCcaXxJgacTtcd 3a CUCT
MEPCOXJIAKIACHUSA. CoBmecTHOE OCaAXKACHUE JIBYX U
Ooiee BCIICCTB u IIO3BOJIACT MOJYYHTDh
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KOMITO3ULIMOHHBIN MaTepHall ¢ 3alaHHBIMU CBOMCTBAMU
B 3aBUCHMOCTH OT PEKUMHBIX H TI'€OMETPHYCCKHX
apaMeTpoB.

3KCI19pVI MeHTallbHble MeToAbl

ABTOpOM paboThI ObLTH TIOJTyYCHBI
KOMIIO3ULIMOHHbBIe 4acTuibl uoynpoden/IIO 4000 u
metnimnapaben/I13I" 4000 merogom PGSS B nuanasone
nanenmii  10-30 MIla, Ttemmeparyp 40-80 °C wu
nuameTpax kaHana pacmupenus 200-500 mxm [2].

B mHacrosmeidr paboTe sl MCCICIOBaHUS
(PU3UKO-XMMHYECKIX CBOWCTB, CTPYKTYPBI
KOMIO3HUIIMOHHBIX ~ YaCTHI[ MPUMCHSUIUCH  METOMBI
TEPMOTPaBUMETPUIECCKOr0 aHan3a Ha npudope Perkin
Elmer STA6000 u penTreHorpadpudeckuii (ha3oBbIix
agamu3 (POA) (CTO 01423659) wna mudpakromerpe
D8 ADVANCE ¢upmbr Bruker. Jlns wccnemoBaHus
COCTaBa KOMIIO3UIIMOHHBIX YaCTHI[ METOJOM Macc-
CIEKTPOMETPUYECKOTO aHajM3a UCIIOJIb30BAJICS
xpomaro-macc-criektpomerp DFS  Thermo Electron
Corporation (I'epmanusi). DHeprus HOHUIUPYIOIIUX

9JIeKTpOHOB  coctaBisia 70 3B,  Temmeparypa
ucrounnka  woHoB 220  °C.  Hcmonb3oBamach
kanuspHas kosoHka ID-BPXS, pmuna: 60 M,

muamerp: 0,32 mm. I'a3 HOocutens: remmii. O6paboTka
Macc-CIIEeKTPAIBHBIX ~ JAaHHBIX  IPOBOAWIACH  C
ncnoibp3oBaHueM mporpammbl  «Xcalibury. IIpoGa
HcciieyeMoro obpasia mepeq BBOIOM B IpuOOp
Pa3BOAMIACH B XpOMATOrpa)ueckoM YHCTOM 3TaHOJE.
VYcnoBust MOMydeHHUsT XpOMAaTorpaMMbl: TeMIeparypa
umkekrTopa — 250 °C, menmenne motoka (split) — 1:10;
IIPOIPEB  KOJIOHKHA OCYILECTBIAJICA B IPOIPaAMMHOM
pexuMe: HauyanbHas Temmeparypa — 120 °C (1 mum),



ckopoctb Harpesa 20 °C/MuH, KOHeUHas TeMmIeparypa —
280 °C (10 MuH); MOTOK ra3a-HOCHTEIS 4epes KOJIOHKY
— 2 MJI/MUH.; TEMIIepaTypa yCTpOHCTBa KOMMYHHUKAIIUU
¢ Macc-criektpomerpoM — 280 'C; 06bem mpobsr — 0,1
MKIL.

Macc-cnexktpel  MAJIJIM peructpupoBanuch
Ha npubope Ultraflex III Bruker (I'epmanus),
000pY/ZIOBaHHOM TBEP/OTENIBHBIM JIA3€POM W BpEMsi-
MPOJICTHBIM ~ aHAIHM3aTOPOM  Macc. Y CKOpSIoIee
HanpsbkeHne 25 kB. O0pasisl HaHOCHIUCH HA MUIICHD
Anchor Chip. B kadectBe MaTpumbl mpuMeHsH 2,5-
murnapokcuden3oiinyro  kuciaory (DHB) u  m-
autpoanwinH (PNA). Jlnsg TOpuUrOTOBICHHS MAaTpPHII
ucronp30Bany  3raHos. Hanecenme o00pasnoB Ha
MUIICHb NTPOBOJAUIIU METOJOM «BBICYHICHHBIX KaIll€Jib.

PesynbTatbl 3KCNepuMeHTa

JUts ompefesieHUsl TEMIEepaTyphbl TUTABICHUS
KOMIIOHCHTOB U KOMIIO3HIIMOHHBIX YAaCTHI] TIPUMCHSIICS
METOJI TEPMOIPABUMETPUYECKOr0 aHaln3a Ha Hpubope
Perkin Elmer STA6000.

Pe3ynbTaThl MCCIEOBaHUS TPEICTABICHBI HA

puc.1.
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Kak BuzmHO U3 puc. 1 Temneparypa miaBieHUs
KOMITO3MLIMOHHOM  YacTHUIBl HMMEeT OAWH  IIHK,
CMEIIEHHBII B CTOPOHY Ooyiee HH3KHX TeMIIEpaTyp
OTHOCHTEIIEHO  TEeMIIepaTyp  IUIABICHUS  YHCTBIX
KOMIIOHEHTOB.

JUis mHTEpIIpeTany CMENIEHHS TeMIIepPaTyphI
IUTaBJICHHST UCCIIEIOBAHA CTPYKTypa KOMIIO3HIIHOHHBIX
YaCTHI[ METOJIOM peHTreHorpaduyeckoro (azoBoro
aHalu3a.

PesynbraThl ananmza n3o0pakeHbl Ha pHC. 2.
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Puc. 2B - Pentrenorpaduuecknii ¢a3oBbiii ananus
koMno3uta udynpogen/IIIT" 4000

U3 nosy4eHHbIX aHAJIM30B MOXKHO YBUJETH TO,
9YTO HA PpHUC. 2.2 THUK WHTCHCUBHOCTHIO 3,994,
COOTBETCTBYIOIINI YyicTOMY UOyIpodeHy Halmonaercs
Ha puc. 2.B C MEHbIIEH HHTEHCHBHOCTBIO, a BCE
OCTallbHbIE IUKH COXPAHSIOT CBOE 3HA4YEHUE. OTO
TOBOPHUT O TOM, YTO HPOHUCXOJUT BCTPAaUBAHHUE
OTAEJIBHBIX MOJIEKYJI MOynpo()eHa B MOHOKPHCTAJLIEI
I[I9T" 4000. B pe3ynbTaTe BCTpauBaHUS NPOUCXOAUT
HU3MCHEHHUE (U3HKO-XUMHUYECKHX CBOICTB
KOMIIO3ULIMOHHOTO ~ MaTepHaja B  OTIHYHE  OT
MEXaHHYECKOH CMECH NOJIyYaeMbIX TPaaulMOHHBIMH
MEeTOJaMH. JTO U OOBSICHAET M3MEHEHHE TeMIepaTyphl
TUIaBJICHUS KOMIIO3MLHOHHOT'O Marepuana
OTHOCHTENBHO YHCTHIX KOMIIOHEHTOB.

Hccnenosanue  cocrasa
YaCTHI OCYIIECTBIISIETCS
CIIEKTPOMETPUYECKOTO aHAIN3A.

B cBi3M ¢ CWIBHO OTIMYAIOUIMMHUCS (U3HYECKUMHU
CBOHCTBaMH KOMIIOHEHTOB KOMITO3MLIMOHHBIX YaCTHII
OJJTHOBPEMEHHO MICHTH()UINPOBATh HE MPEACTABIACTCS

KOMITO3HIIMOHHBIX
METOJaMH Mmacc-

BosMokHbIM. [IOI' 4000 mpencraBmser  coOoi
BBICOKOMOJICKYJISIDHBIE ~ MPOAYKT,  IMOSTOMY  HeE
MPEICTAaBIsACTCI  BO3SMOXHBIM  HCCIIEAOBaTh  €ro
METOIIOM XpOMaTo-Macc-CIeKTPOMETPUHN c
3JIEKTPOHHON MOHM3ANKeH, TaKk KaKk MaTepuan He Oyaer
NPOXOANWTh Yepe3 KalWUIAPHYI KOJIOHKy. Jlis
peuieHust JaHHOW mpoOjeMbel Oblla  paspaboTaHa

METOJIMKa, BKJIOYaromas B ceOs NpUMEHEHHE IBYX
METOJHUK: XPOMaTO-MacC-CIIEKTPOMETPUS c
JJIEKTPOHHON MOHMW3alMeN s aHalu3a COAEp KaHUs



nOynpodeHa W  Macc-CIEKTPOMETPHUSI  MaTpUYHO-
AKTHBUPOBAHHOM  JIa3epHOW  JeCOpOMH/MOHU3AIUH
(MAJIIN) nnsa ananu3za copepsxanust [IEI 4000.

Ha mnepBom »stane ObLIM IOJYy4EHBI Macc-
CHEKTpPBI OTIENBHBIX KOMIIOHEHTOB nOynpodena u ITEI
4000. Ha puc.3 mnpexacraBieHa XpomaTrorpaMma
nbynpodeHa B pacTBOPE STHIOBOTO CIIUPTA.

7,16

) 2,65

Relative Abundance
¢
¢

1 2 3 4 fipmfmig) 8 9 10 11
Puc. 3 - Xpomatorpamma udynpodena B pacTeope
3THJIOBOI0 CIIMPTA

N3 TMOJIYUYCHHBIX JaHHbIX BHUIHO, 4qTo
HOYIpOQEH JIETKO MOXKET OBbITh TPOAHATU3UPOBAH STUM
METOJIOM. ODTOMY COOTBETCTBYET COBIIaZIEHHE Macc-
CIEKTpa IOJIY4YEHHOTO B XpOMaTorpadguyeckoM IHKe C
BpeMeHeM Bbixoga 7,16 MUH ¢ Macc CHEKTPOM
KOMITBIOTEPHOTO KaTajora macc-cruekrpomerpa. [Tuk B
Macc-criekTpe m/z 206 OTHOCUTCS K MOJEKYISIPHOMY
HOHY Mh MOJICKYJIBI noymnpodena.
XpomaTtorpaduuecKuii MUK ¢ BpeMEHeM BbIXoaa 2,65
OTHOCHTCS K PACTBOPHUTEINIO (3TAHOIY).

Anamu3 T1IETI" 4000 B pacTBOpe 3TaHOJa 3TUM
METOJIOM HE JaeT HUKAaKuX XpoMmarorpapuyeckux
MMKOB, M3-32 CBOEH BBICOKOH MOJIEKYJISIPHOH MAcCCHI.
[TosTomy on Obu1 HccnenoBan meronomM MAJIJIU. Ha
puc. 4 n300paxeHo MOJIEKYJISIPHO-MaCcCOBOE
pacnpenenenue [1ET 4000 B auamazone m/z 3000-5000
a.e.M.
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Puc. 4 - MoJiekyIspHO-MaccoBOe pacipefesieHne
IIETI 4000 B tuana3zone m/z 3000-5000 a.e.m.

Meton MAJIJIM nns uOynpodena He maet
YeTKUX pe3ylpTaToB. B Macc-crekTpe HpUCYTCTBYET
MaJI0 MHTEHCUBHEIA MUK m/z 229, OTHOCAIIHUICS K HOHY
[M+Na]* Jpyrux mNUKOB CBHIECTEIbCTBYIOIIUX O
HaJM4uK HOyIpodeHa HeT, BEPOSITHO 3TO 00YCIIOBIICHO
HMOHHO-MOJICKYJISIPHBIMA PEAKITUSIMI.
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Takum 00pa3oM, B KayecTBE aHAIUTHYECKUX
MPU3HAKOB TIPH HCCIEAOBAHUH JSTHX BEIIECTB OBLTH
BEIOpaHsl Mk M’ - wona m/z 206 mns uGynpodena B
METOJIE XPOMATO-MaCC-CIIEKTPOMETPUH C DJICKTPOHHOM
HMOHHU3AIUCH U MOJICKYJIIPHO-MACCOBOE PacIlpe/e/ICHHE
B amana3one m/z 3000-5000 mis TTEI" 4000 B metone
MAJIAN.

Ha BTOpOM 3Tane aHaIIOTHYHBIC SKCIIEPHUMEHTHI
ObUTH TIPOBEACHBI UIA 00pa3loB Kommoswurta. Macc-
cuexktp MAJIIN B mmamazone 3000-5000 moiaHOCTEHIO
coBmamaer ¢ Macc-criektpom IIET" 4000, dro
CBUJIETEIILCTBYET O €ro MPHCYTCTBUHM B KOMIIO3HTE.
Taxke B macc-cnektpe MAJIJIN HaGmromaeTrcs maio
UHTCHCUBHBIH THUK 229 m/z, OTHOCSIIUICS K HOHY
[M+Na]" wu6ynpodena. Takum o00pa3oM, JaHHbIE
metona MAJIJIM cBuaeTenbCcTBYET O MPUCYTCTBHM B
o0pasie 1ByX KoMIoHeHToB: noynpodena u ITEI" 4000.
OTH  IKCIEPUMCHTAIFHBIC JaHHBIE MOTYT  OBITh
HCTIOJb30BAHBI ISl KaYECTBEHHO!N OLICHKH HAIWYHS B
o0pa3max yKa3aHHBIX BBIIIE KOMIOHEHTOB. M3BecTHO,
qT0 KOJINYECTBEHHBIM aHanmu3 wmeroaom MAIJIJIU
3aTpyOHEH W3-32 MHOTHX IapaMeTpOB BIHSIOIINX Ha
obpa3oBanue MOHOB MapaMeTpoB [3]. B c¢Bs3u ¢ aTUM
KOJIMYECTBEHHBIN aHaJN3 KOMIIOHEHTOB B KOMIIO3HTE
Jy4IIe BCEro OCYIIECTBIATh IO COMACPKAHWIO B HEM
uoynpodena. B maHHOW paboTe KOJIMYECTBCHHBIN
aHallU3 MPOBOJWICA IMyTEM CpPaBHCHHS ILIOIIAJCH
XpOMaTorpaduIecKoro MmiuKa U3BECTHBIX KOHIICHTPALUI
uOynpopeHa ¢  IUIOMQAAAMH, OIKCIECPUMEHTAIBHO
HalIeHHBIMU JUTsI 00pa3ia kommnosura [4].

PesynbraTh pacueToB COJIepKaHUS
KOMIIOHEHTOB B KOMITO3HUTE TPHUBENEHBI B Ta0IuMIE 1.

Tabmuma 1 - PesynabTaThl pacyeToB coAep:KaHMA
KOMIIOHCHTOB B KOMIIO3HTe

Ne | Hasnenn | Temmep | Comepxanm | ConmepikaHu
€ Hac-s, | -pa Hac- e e [IEI"
MlIla 1, °C nbynpodena 4000, %
, %
1 10 11 89
2 15 14 86
3 20 40 18 82
4 25 20 80
5 30 23 77

VBenuueHue KOHIEHTpauuu HOympodeHa B
KOMITO3UTE OOBSICHAETCS YBEIMYEHHEM PACTBOPHUMOCTH
nbymnpodena B CK CO, ¢ yBenmu4eHUEM JaBJICHUS TPU

manHOM Temmeparype [5]. Tak xkak wuOympodeH
ocaxmaercs 1o RESS  wmexammsmy 3a  cuer
NIePEHACHIIICHUS PACTBOPA.
BbiBoabl
OOpa3upl  WccleoBaHbBl  Ha  M3MEHEHHE
(U3MKO-XMMUYECKUX  CBOMCTB  IOCiE  Ipolecca
HaCBIICHUSL. PesynbraTs! MIOKa3bIBAIOT, 4TO

TeMIlepaTypa MIaBJIeHHs] KOMIIO3ULMOHHOIO MaTepuana
HU3MEHSETCS OTHOCUTEIIBHO YUCTHIX BELIECTB.
Pa3zpaboTana MeroguKa IS HMCCIEAOBAHUS
KOMITO3MIIMOHHBIX YacTHI[ Ha cocTaB. [y 3Toro ObuIO
MIPUMEHEHBI METOJBI: XPOMATO-MaCC-CIIEKTPOMETPHS C




3JIEKTPOHHOM HMOHM3alMed I aHajdu3a COJep KaHus
nbynpodeHa W  Macc-CIIEKTPOMETPHUSI  MaTPUYHO-
AaKTUBHPOBAaHHOW  JIa3epHOM  JeCOpOMM/MOHU3ALUH
(MAJIIN) nns anammsza comepkanust IIET 4000.
Pacyetsl comepkaHMSI  KaXIOro KOMIIOHEHTa B
KOMIIO3UTE TIOKA3ald, 4YTO YBEJIMYCHHE JABJICHUS
HACBIIICHUS] TPUBOIUT K YBEIHMYCHHIO KOHLICHTpPALUH
nbymnpodeHa.
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