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[IpobonoaroroBka — «axunnecosa nNsATa»
aHanu3a
. MaTtyceBuv, P. CtepaoxeH

HavyanbHaa n pna 0onbLIMHCTBA aHANIUTUYECKUX CXEeM
HensobeXxHana cTagua NoaroToBKU Npoob

K onpeaeneHno KOMMNOHEeHTOB OCTaeTCHA ANINTENbHOWN,
MHoOroonepauuoHHOU, BHOCUT 3HAaYMNTENbHbLIN BKNaa
B OOLLYIO NOrpeLHOCTb aHarm3a n npensaTcTeByeT
peanusauuu BO3MOXHOCTEN UHCTPYMEHTalIbHbIX
MeTo40B

Heob6xoanmo pagnkanbHoe CoKpaleHne BpeMeHM
npooonoaroToBKU



NcTopuyeckasn cnpaBKa

1945: amepukaHckun nHxeHep . CneHcep oOHapyxun
TenrsioBoe AeUCTBMEe MUKPOBOJTHOBOIO U3Ny4YeHMUSI.
EMy npuHaanexuT nateHT Ha co3gaHue MB neuu,
npeaHasHa4YeHHOMU ANA NPUrOTOBIIEHUSA NULLU

NMepcu JlebapoH CneHcep
(1894-1970)




NcTopuyeckasn cnpaBka

2,495,428

NMepcwu JlebapoH CneHcep
(1894-1970)

PaHo ocupoTen v He nmen
BO3MOXHOCTU NMONY4YnUTb
obpa3oBaHue (AaXe He OKOHYUN
CpeaHIoo LUKOoNY)

NMonyuun naTeHTOB
Ha n3obpeteHuUn

JlncTt n3 nony4yeHHoro

. CneHcepoOM naTteHTa Ha HOBbIU
CNocob NPUroToBJiIeHNA NMULLNU

C NOMOLLbIO MUKPOBOJH




[Noyemy MuUKpoBOSTHOBasA NnpodonoaroroBKka?
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AHeprusa MB un3ny4yeHus nepepaeTca HenocpeacTBeHHO obpa3suy

KoHTpOonb aHeprum — BOCNpon3BoANMbIN KOHTPOJSIb YCITOBUN
pa3noXxeHus, oNnTUMMU3aLusa yCrnoBmum n 6e3onacHOCTb NepcoHana

Pe3koe coKpalwieHne BpeMeHu onepauumn
Bo3MoOXHOCTb aBTOMaTU3auum npouecca
Ucnonb3yrTca camble OObIYHbIE peareHTbl

Pap pa3noxeHun MOXHO NpoBoAUTbL 60onee TOYHO

YnpouweHue coctaBa peakUMOHHOU CMeCcU, yMeHblueHne
KOJsinyecTBa peareHToB

CokpalieHue yncna ctaguu nNnoaroToBKU
CoxpaHsieT nety4yme KOMMOHEeHTbI
YMeHbLUeHne pUcka nepeKkpecTtHoro 3arpsa3HeHusa npoo

3aKkpbIiTbie cocyAbl — NOBbILWLEHWEe TeMMnepaTypbl U AaBNeHUs
nosBonsieT NPOBOAUTb peakLuMu, HeBO3MOXHble B 00bIYHbIX
yCIOBMUAX

lNoBbileHue npon3BoaAuUTesNibHOCTU aHAlIn3a



OcHoBHble onepauvun MB npodonoarotoBku

v’ pa3noxeHue (pacTBopeHue), oknucneHue,
obOpa3oBaHMe U pa3pyLueHne KOMMNJIeKCoB

v/ KOHUEeHTpupoBaHUue

v NoAroToBKa K onpeaeneHuto oopm
HaXoXAeHUs1 INeMeHTOB

v/ 3KCTPaKLMUOHHOE U3BrevyeHue
v’ cyLWlKa, 030J1eHue
v’ ofly4eHune anemMeHTa B 3agaHHoun chopme

v’ total microwave sample preparation



CneKTp aneKTpoMarHMTHOro u3ny4eHus
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BHYTPEHHUX  DneKTPOHbI

obonouek BHELUHUX

oboroyek BpalweHue

(BaneHTHbLIE) MOJeKyn



BoaoHble pacTBOpPbl MMHepanbHbIX KUCIIOT,
nonspHbie opraHn4Yeckue pacTtBopuTenu
ObICTPO HarpeBarTCA No4 AeUCTBUEM
MUKPOBOJTHOBOIO U3JTy4YeHUA.
Abcopouusa nanyvyeHums

NMPOUCXOAUT NO ABYM M

BpalueHue aunonew

MoHHaA npoBoAUM




MuKpoBONMHOBbLIU HarpeB XXUOKOCTeN

TemnepaTypa HEKOTOPbIX XHUAaKocTen yepes 1 MuH
MUKPOBOJIHOBOIO HarpeBsa

Bewecmeo T, °C
Boaa 81
JTaHonN 78
YKCcycHas Kucnora 110
OMDA 131
'ekcaH 25

YeTbIipexxrnopucTbin yrriepoa 28



MukKkpoOBOSTHOBbLIN Harpes

ABTOKnaB npo3payveH
ana MB nanydyeHus

Cocyn

PeakunoHHas cMecCb

nsny4veHue
nornoLwaeT usnyveHue

\ MukpoBonHOBOe
—

INNokanbHbIE
neperpeBbl




TemnepaTypHble npodpunu
MUKPOBOJTHOBOIoO U TePMNYECKOro HarpeBa

OOpalleHHble
TemnepaTypHble
rpagueHTbl.

Pa3Huuya B TemnepaTtypHbIX
npodpunsax
(mogenupoBaHue no
MeToAY KOHEYHbIX
anemMeHToB) Yepe3 1 MUH
MUWKPOBOJTHOBOIO (crnesa)

N TepMUYECKOro HarpeBa
(cnpagBa).

Kappe C.O. //[Angew. Chem. Int. Ed. 2004. V. 43. N2 46. P. 6250-6284



NIABOPATOPHAS
MUKPOBOJTHOBASA CUCTEMA
MARS (CEM Corp., CLLIA)




NNABOPATOPHAS
MUKPOBOJIHOBAS CACTEMA
MARS (CEM Corp., CLLUA)

v CKOHCTpyupoBaHa cneuuanbHO
AnA ncnosib3oBaHUA B flabopatopum

v BbICTpOe, NosyIHOe, BOCNponu3BoanmMoe
n 6e3onacHoe NpPoxoXxaeHue peakumn

v EAMHCTBEHHaAA B MUpe MUKPOBOJTHOBANA
cuctema, nosiyuymBLUAA NMPECTUXHYIO
Harpagy R&D 100 Award 3a 3HauuTesnbHbIe
TexXHoNornyeckme AoCTUXEeHUs



v NIOAIrOTOBKA NMPOB OJ1A4 AA n ACIT:
Ao 100 pas 6bicTpee,
YyeM Npu UCNoNb3oBaHUMN TPAaAULMUOHHOIo Mmetoaa

v QKCTPAKLHA:
B 30-50 pa3 ObIcTpee,
yem B annaparte CokcneTa

v yckopeHune peakunn OPFrAHUYECKOIO
CUHTE3A B gecaTku pa3, NoBbilLeHne BblXoAaa
OCHOBHOIO NpoAYyKTa



MakcumanbHas rmoKoCcTb KOMMNMeKTauumn
«nop 3apavy»:

caMbIn LULMPOKUN HA CerogHsILLHUN AeHb
BbIOOp AaTYUKOB KOHTPOJSIA nNpoLecca,
COCYAOB U NPpUHaONeXHOCTEN

U
BbIOOp oAHOUN U3 6a30BbIX KOH(hUrypaumm

Unn «cobpaTtb» ONTUMAribHYHO
No ueHe U BO3MOXHOCTAM
CUCTEeMYy «rnopg 3agavy»



KOHOUTYPALIUSA
MAKCUMAIBbHbIA KOHTPOIb (MARS 5)

(nogrotoBka npoo ansa AA u ACI)

v - go 300 °C n 100 aTm.

v UI3BMepeHune TemnepaTypbl
CMeCU U AaBrieHus
BHYTPWU KOHTPOSbLHOIO
cocypa

v BOMOJIHUTESIbHO —
KOHTPONb TemMmnepartypbl
Bcex cocynoB (DuoTemp)
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MAKCUMAIbHbIV KOHTPONb
(MARS 5)

oOpa3ubl C BLICOKMM coaepXaHueM Xxupa
TsKenble opakuum HedbTU

pyAbl, FOpHble nopoAbl

LNaKku, cnnasbl

OrHeynopHble MaTepuanbl U KepaMUuKa
BpeaHble oTXoAbl

nonnmMepbl

nuuieBble NPOAYKTLI



MAKCUMANBbHbIA KOHTPOIb
(MARS 5)

v epMeTUYHO 3aKpbiBawLWmnecs cocyabil
C KOHTponbHou membpaHou (HP-500 Plus,

XP-1500 Plus nnn QXP-1500 Plus) = HeT
noTtepb onpenensaemMbiX 3/IeMeHTOB

v CocyAabl ¢ aBTOperynvupoBaHMeM faBrieHUs
(Omni) = MOXHO yBeNIMYNTb HaBECKY
opraHn4yeckux obpasuoB

v I3mMeHeHue Tuna cocyza nytemMm 3aMeHbl TOJNbKO
ero KpbILWKN 1 3aLUTHOWN pyobaLLKu

v 12/14 cocyaoB oAHOBPEMEHHO



Cocyabl HP 500 Plus pna MARS 5

v AN pa3nioXeHns noysB, 0cago4vHbIX NOpoa,
CTO4YHbIX BOA4, BO3AYLWHbIX PUNbTPOB,
XUBOTHbIX U pacTUTesNbHbIX TKaHewN,
cnnaBoB

v no 260 °C n 33 atm.
v 0o 14 cocynoB ogHOBPEMEHHO
v 00bem ctakaHa — 100 mn

v MaTepuan ctakaHa —
dTopconepxawmum nonumep PFA




Cocypabl XP 1500 Plus gna MARS 5

v O Macen u TaXxenbiX dopakummn HedTwm,
pyA U ropHbIX nopoA, NuieBbIX
NPoOAYKTOB

v - go 300 °C n 100 aTm.
v 0o 12 cocyaoB o4gHOBPEMEHHO
v 0bbem ctakaHa — 100 vnm 50 mn

v MaTtepuan ctakaHa —
cdTopcoaepxKawmm nonmmep
TFM vnun kBapy (QXP 1500 Plus)




— REBEAMNA ™
r

Cocyabl Omni g

v KpbILKa ¢ BO3MOXHOCTbIO T

perynuposanus gaenenus S “SEIN
NO3BONSAIOT YBENIMYUTb HaBe

opraHm4yeckux oopasuoB
(pacTuTenbHbIe MaTepuansbl,
nonumepsl U NnacTMacchbl)

v 0o 300 °C n 33 aTm.
v Bo 12 cocynoB ogHOBpPEeMeEeHt
v 00beM ctakaHa — 100 mn

v MaTepuan CTakaHa —
cdTopcoaepxawmm nonmmep 1+-M




Cocyabl ana MARS 5




Natuuk tTemnepartypbl RTP-300Plus
ansa MARS 5

OMNTOBOJIOKOHHbIN OAaT4YMK,
He HarpeBaeTcH,
NMONMHOCTbLIO MHEPTHLIU



Oatuunk pasneHus ESP-1500Plus
ansa MARS 5




AOOMNMOJIHUTEJIbHO

v KOMOMHUpPOBaHHaA cUCTeMa KOHTPONS
Temnepartypsl DuoTemp (Hanbonee
npaBuribHble AaHHble O TeMmnepartype
BHYTPU KaXaoro cocypna),

v YHUBepcarnbHbIX paTtyuk gasneHmsa UPS
(oOHapyXeHue NoBbIWEeHHOro AaBJfieHUs
B Kamepe npuv cTpaBruBaHUN ra3oBow
¢dasbl n3 cocynos)

v MAarHUTHas Mellarika



Cucrtema KOHTpoOnA
TemnepaTypbl U AaBNeHUA




KOH(pUrypauus
BbICOKAA NPON3BOOUNTEJIBHOCTb

(MARS Xpress)
(nogrotoska npo6 ana AA n ACIT)

v 0o 40 obpasyoB 0gHOBPEMEHHO

v 0o 260 nnn 300 °C
n 33 atm.

v KOHTPOJb TEMMEpPAaTYPbI
KaXkaoro cocyaa

v cocyabl
C aBToOperynmpoBaHnem
OaBleHuns




BbICOKAA NMPON3BOANTENIBHOCTb
(MARS Xpress)

OKOHOMUYHAas KoHduUrypaums ans pasroxeHus
bonbLunX cepumn npob

v PacTUTESbHbIX N XXUBOTHbLIX TKAHEW

v CTOYHbIX BOA, NMNOYB N OCaKOB

v PUNbLTPOB

v ynobpeHnn

v OMonorndecknx obpasuos (KpoBb U CbIBOPOTKA)
v KOPMOB U NULLEBbLIX MPOAYKTOB



Cocyabl Xpress ansgd MARS Xpress

v KpblLLKa ¢ aBTOPErynmpoBaHUEM
OaBNeHns

v BO3MOXXHOCTb 3aKpblBaTb
N OTKPbIBaATb cocyabl be3
MCNOJSIb30BAHUSA NMHCTPYMEHT(

v MaTepuan ctakaHa —
doTopcoaepxawmnmn nonmmep
PFA (no 260 °C) unn TFM
(0o 300 °C)

v 0bbeM ctakaHa — 10, 25, 55|
/5 mn (PFA), 55 mn (TFM)




PTOopnonumeps.bl

Teflon™ - ®dupma E.l. DuPont (PFA)
TFM™ - ®dupma Hoechst (PTFE)

HenpepbIBHbIU peXum paboTbl
npu Ttemnepartype 260 °C

Temnepartypa nnasneHusa 306-320 °C



Onuuna AKCTPAKLUUA

v COoKpalleHune BpeMeHM 3KCTpakumm go 15 muH

v NMoBbllWeHue cTeneHu n3BnevYeHus
onpeaenseMbIX
KOMMNOHEHTOB

v COKpallieHue pacxoaa
pacTBoOpuTeneun

v OToenbHas cucrtema
ana akctpakuum (MARS X)
UJIN KUCJTIOTHOE
pa3rioXKeHue N IKCTpaKuus
B ogHoun cucteme (MARS 5X, MARS Xpress)




MMUKPOBOJIHOBAA SKCTPAKLUA

Xopowasa anbTepHaTMBa annaparty CokcrneTa
Anst n3BnevyeHus

v Xnop- n ¢pocopopraHn4eckux nectuumaos,
repobuungos, cheHonoB, nonuxrnopoudeHunnos
M3 NoYB, 0CaAO4YHbIX NOPOA U AOHHbIX
OTNOXEeHUN

v OpraHNM4YecKmx coegMHeHun U3 NoiMMmepoB
M nracTtmacc, 6ymaru, TeKCTuns, NnuLeBbIX
NPOAYKTOB



Cocyabl GreenChem Plus gna akcTpakumm

v 0o 260 °C n 33 aTm.

v Ao 14 cocyaoB
OAHOBpPEeMEeHHO

v 00bem ctakaHa — 100 mn

v MaTepuan ctakaHa —
dTopcoaepxawmmn
nonumep PFA vnu ctekno




be3onacHoCcTb paboThbl
C MUKPOBOJSTHOBbLIMU CUCTEMaAMM

«Mydpocmb cocmoum 8 mom,
ymob6bI He nocmynams 6e3paccyOHO»

leHpu j3eud Topo

He noMellaTb MUKPOBOTHOBOE 00OpyaoBaHue
B BbITSXXHOMU WKad,

CTpoOro co6nopartb orpaHu4YeHus No Temneparype,
AaBJIeHUI0 U XMMMUYEeCKOU CTOUKOCTU ANA MaTepuana cocyaa,

TWaTeJibHO ninaHNpoBaTtb U NPOrHO3nNpoBaTb yCJioBUA
JKCnepumMmeHTa. Temnepartypy, AgaBJyieHne, Bpemvs O6.l1y‘-leHVIFI

v ap.,

napannenbHble NPoObl He AOMKHbI OTNMYaTbLCS
no cocTtaBy pacTBopuTens,



be3onacHoCcTb paboThbl
C MUKPOBOJSTHOBbLIMU CUCTEMaAMM

He OpaTtb 6onblwue HaBecku (>0,5 r) o6bekToB, coaepKawmx
opraHu4yeckue BeLlecTBa,

ecrnin Ha4yanocb OypHoe BblaerieHMe ra3zooopasHbIX
NPOAYKTOB peakuuu, [oXAaTbCA CHUKEHUA NHTEHCUBHOCTMU
peakuuu npexae, YeM 3aKpbIiTb aBTOKNaB.,

cnepgyeTt n3deratb HanNUM4YMA B MeTanIM4yecknx npoodax
KPYMNHbIX KYCKOB,

B cJ&lyMae BO3MOXXHOro oopasoBaHus B3pbIBY4aTOW CMecH,
3aKpbiBaTb aBTOKNaB HY)XXHO B aTMocdepe MHepTHOro rasa.



ConocTtaBrieHMe BpeMeHU pa3noXxeHUus pa3nn4yHbIX npob
B YCITOBUSIX TEPMMNYECKOr0 U MMKPOBONTHOBOIO Harpesa

YcnoBua MUK pPOBONHOBOI O

Tun o6pasua ti, v Pa3NoKeHUR t2, MUH til t2
Buonoruvyeckue o6LEKThi 8 HNOs3 nnm ee cmecu ¢ HF n HCI, 1,530 16-100
(MMKPOKOMMNOHEHTLI) 3aKpbiTbie CUCTEMbI
Feonornueckune o6uLeKTbLI
(MaK pococT as) 6 HNOs, HCI, 3aKkpbiTbie cuUcTeMbl 4 90

Feonorunveckune o6LEKThI 416 HF n HCL, HF n HNOs, sakpuiThie 10-20 24-32
(MMKPOKOMMNOHEHTDI) WM OTKpbITble CUCTEMbI

OGBLeKThlI C OpraHMn4ecKkon
MaTpuuen 8-16 HNOs, 3aKpbiTbie CUCTEMbI 10-20 24-64
(MMKPOKOMMNOHEHTLI)

Buonornyeckue o6LEKTLI,
onpeaeneHue asora 2-6 H2S04, OTKpPbITbIE CUCTEMDI 3-6 20
no Keenbpano

Okcua anloMvHMA 24 H2S04, H3PO4, 3aKkpbiThIE 40 36
cUcTembl

Cramm 1 HCI, HF, HNO3s, 3aKkpbiTblie 1-2 45
CUCTEeMbI

MouBbl, NbiM 8 HF, HNOs, 3akpbiTbie CUCTEeMbI 20 24

Oco60 yncrhie BeuwecrBea 8-24 HF, HNOs3, 3aKkpbiTbie CUCTEMBbI 12 40-120

CTouHble BOAbLI 6 HNOs, 3akpbiTbie CUCTEeMbI ) 60



[MepBas nyonukauua no MB pa3noxeHutro

bbiToBass MB neub, moaudunumpoBaHHasa Ansa 3alWmnTbl OT KOPPO3UMN.
0,5 r o6pasua, cmecb HNO; + HCIO, (4:1), 15 MuH (12 obpa3uoB)

Bovine Liver (SRM 1577) Orchard Leaves (SRM 1571)

HangeHo ATtT. (Mr/r) HangeHo ATT. (Mr/r)

Zn 131 130 £ 10 Zn 26 25+3

Cu 194 193 £ 10 Cu 11.6 12 £ 1

As 0.04 (0.05) Pb 44 45+ 3

Se 1.0 1101 As 9.0 11+3

Co 0.22 (0.18) Se 0.08 0.08 + 0.01
Ni 1.3 1.3+0.2
Cr 24 (2.3)

Abu-Samra A., Morris J.S., Koirtyohann S.R. Wet Ashing of some Biological Samples
in a Microwave Oven //Analytical Chemistry. 1975. V. 47. # 8. p. 1475-1477.



AAC onpepeneHue (SRM Tort 1 - Lobster)

MB nogrotoBkKa (ppm) ATTecToBaHO (ppm)

Al 222 + 13 246 + 2.2
Cd 27.5 + 2.0 26.3 + 2.1
Co 0.4 £ 0.03 0.42 + 0.05
Cr 22 + 04 24 + 0.6
Cu* 390.0 +£ 4.0 439.0 = 22.0
Fe* 181.0 £ 16.0 186.0 = 11.0
Mn 209 + 14 224 + 1.0
Ni 20 + 0.2 23 + 03
Pb 8.7 £+ 13 104 £ 2.0
Se 7.1 £ 0.2 6.88 £ 0.47
Zn* 166.0 + 4.0 177.0 = 10.0

* MAAC onpepeneHue, octanbHble - ATAAC, n=5
Analyst, January 1988, Vol 113, Dr. Ralph Sturgeon, Nat’l Res Council of Canada



3aKkpbitasa MB cuctema — OTKkpbITaa cucrema
Citrus Leaves (SRM 1572)

mMB2 HNO3-HCIO4®  AtrectoBaHo
(mr/r) (mr/r) (mr/r)

Ca 30.9 30.1 31.6+1.0

Cu 16.0 17.0 16.51+1.0

Fe 80.6 87.6 90.0 +10.0

K 17.4 16.7 18.2 £ 0.6

Mg 5.7 5.3 5.8+0.3

Mn 21.9 m== 23.0+ 2.0

P 1.2 1.3 1.3+ 0.2

Zn 28.3 28.9 29.0 + 2.0

a. 5 mn HNO,;, 2 mn HCI, obwee Bpems: 22.5 MuH
b. 8-13 y

a, b CpegHee u3 3-x onpepeneHun
Analytical Chemistry, Vol. 60, No. 19, 1 Oct. 1988, Gwen M. Schelkoph, USDA



3aBUCUMOCTb TeMnepaTypbl U OaBrneHus
B CUCTEME NMPU KUCITIOTHOM Pa3noXeHUu

oT HaBecku obpasua (Conostan Oil)
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6 cocynoB (10 mn HNO,;, MDS Series Unit, 620 BT)



CpaBHeHUue TPpaaANLNOHHOM
N MUKPOBOJTHOBOU 3KCTpPaKLUMU

Onpepensemoe
OGpaseu BelecTBO KoHueHTpauus (% cyxoro)
Eo6L] TpaanumoHHbI MUKPOBONHOBOW
K-26 Vicine 0.84 1.40
K-1 0.70 1.07
K-1/1 0.63 0.98
K-1/2 0.60 0.80

XnonkoBas HUTKa

USA-1 0.69 2.00
USA-2 Gossypol 0.62 1.65
SU-1 0.49 1.44

Source: Journal of Chromatography, 371, (1986) 299-306



OnpeneneHuve % xupa B Cotton Fibers
rpaBUMeTpU4YeCKUM MEeTOA4OM

MunKpoBOIHOBasS SKCTpPaKUUA: Metoa Cokcnera:
HaBecka: 11

20 MUH 4-5 4

50 mn C,H;OH

100 °C

HanpeHo: 0.50% HanpeHo: 0.48%




CopoepxaHue nectuunaoB B pblde (Hr/r)

Soxhlet [ Microwave

4,4-DDT 4,4-DDT
2,4-DDT 2,4-00T
4,4-DDD 4,4-DDD

4.4-DDE 4,4-00E

Monachlor MNonachlor

a-Chlordane a-Chlordans

4,4-DDT 4,4-00T

2.4-DDT 2,4-DOT

4,4-0DDD 4,4-DDD

4.4-DDE 4 4-DDE

Monachlor Momachlor

a-Chlordane a-Chlordanes

15 20 25 a0 35 40 /]

Courtesy Water Research Institute, University of Maine




UHCcTpyMeHTanbHaa npobonoarotoBKa —
OCHOBa CXeM aHanum3a HOBOIro NOKOJIeHUS

Bbicokasa 3acpheKTUBHOCTb (3KCNPECCHOCTb)

N YHUBEpPCaNbHOCTb (paclumMpeHune Kpyra onpegensemMbix
KOMMOHEHTOB U aHanNM3npyemMbiX 00bEeKTOB), BbiCOKas
Npon3BOAUTENbHOCTb, COKpalleHue pacxoaa peakTuBoB
N NoTpedneHnsa aHeprum

PaclumnpeHne Bo3mMoXxXHocTen TpagnuLMOHHbIX METOA0B
(cnekTpochoTOMETPNYECKUX, MIOMUHECLIEHTHbIX,
3NMEKTPOXUMMNYECKNX, TPAaBUMETPUYECKNX)

1 NOBbILIEHUEe NOoTeHLuana umMmeroLleroc o6opyaoBaHus
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