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EKXYAIZH ME2Q AIAZMOPAZ XTEPEAY QAZHZ ZTO YMOXTPQOMA
MATRIX SOLID PHASE DISPERSION (MSPD)

Mpokatepyooiot oTEPEWV SelypATwy = SUOKOAN Kal cuxva pun emovoAnPlun =2 to dsiypa
TIOU TIEPLEXEL TOV avaAutn ¢Epetal o€ vypn Hopdr TPOKELUEVOU VO UTIOOTEL TIEPALTEPW
enetepyaoia

ZNUOVTLKO TPOBANUa otnVv ekxUALoN otepedc dpaong > nmapouoia cwuatidiwv (particulates)

* NMapepmodion TG pong Tou SLaAUTn

ATopakpuveon pe * Mn emtavaAnPLueg QVALKTAOELG
* dBnon S (oxnuatiouds evamnddeonc owpatbiwv mou
* puyoKeEVTPNON 6poUV WG MANPWTIKO UAIKO UE  OLOPOPETLKEG

16totnte¢ — peak tailing, shoulders, splitting,
KOTOAKPATNON OUCLWV)



Mpostolpaia delypatocg SPE amnod oteped unootpwpa

1. Alakomn tng cuvexelag Tou Selypatog
TEUaXLOUOC TOU Selyuatoc = avénaon tnc EMPAVELOC EKXUALONG, amOKOAUYN MTEPLOCOTEPWY FECEWVY TTPOOPOPNONC TOU
avaAutn

2. MpooBnkn enidpavelodPACTIKWY OUCLWV
Artouakpuvon Atwyv, tAnpnc¢ Spoavon Auttdikwv ueuBpavwv

3. Amnopovwon avaAutn otnv uypn ¢aon
avénon NG avVaKkTnong Kot TN EKAEKTLKOTNTAC TG avaAuonc

4. EvaAlakTtika: Xprjon Aslaviikwyv pEowv (abrasives)
TEUOXLOUOC, AslotpiBnon, opoyevomnoinon, apuddtwaon



MSPD

AvAuLEn otepeovl 1 NULOTEPEOU UTIOTPWHLOTOG HE
KATAAANAO XpWHOTOYPOADLKO UALKO TT.X. SEKAOKTUA
nupttia (octadecylsilyl - C18 )

A\ELAVTIKO HUECO MpoopodnTIKO HECO
(tepayiouocg, avauién, AstotpiBnon) (mpoopownon avaAutwy ota cwuatidio Tou UEcou)

[LE TOV OUVTEAEGT] KATAVOUNG

MoAika uopto Mn roAika: uoptor
AAMnAenibpaon ue ouadec otAavoAnc tng nupttiog — AAMnAenibpaon upue tTi¢c  aAkvA-ouadec NG
Si-OH (unoAewuatiko H20 ouvbeon pe TIC OUAOEC ouvdebeuevne nupttiagc m.y. C18 kat ouolopoppn
otAavoAnc 2 énpavan tou Seiyuatoc) katavoun (oxnUATIOUOC OTPWUATOC AELOTPLBNUEVOU

Lotou) — dpaon Kal we EMLPAVELOSPATTIKOU



i ||‘M— > . v

Swuatibia aAkuA-ouvbebepévne mupiac: n o pn  opaAn Jwpartibia un ouvvbedbeuevns nupttiag pe AstotptBnuevo LoTo:
emLpdveLa Touc BonddeL 0TOV TEUAXLOUE TOU LOTOU N CUVEXELA TOU LOTOU EXEL KATAOTPAPEL dAAd 0 LOTOC SEV ExEL
Slaormapei oUoIOUOP PO OXNUATI{OVTOC CUCCWUATWUXTO

Meyevuvon tn¢ mponyouUEVNG QWTOYPa@IaG: TTApaATnPEiTaL n
ouolouoppn blaxomopd TOU LOTOU  OXNUATI{OVTOC OTPWUX
AgtotpiBnuevou totou (ouvnBwe 100um rmayocg)

Jwuatidta aAkuA-ouvéebeuevnc nupttiog ue AstotptBnuévo Loto: n
OUVEXEL TOU LOTOU EXEL KATAOTPOWEL Kol mapatnpeitol
ouolouoppn Slaomopd Tou LoToU



glass mortar

sTeP(1) 2.0 grams precleaned  STEP(2)

and conditioned Cg
add standards
* or modifiers and

equilibrate; blend

glass

“— laboratory

spatula
transfer blend
to column
tissue/ Cqg blend
STEP@ § le—syringe barrel (10 ml) STEP@

used as MSPD column

@® MpooBbnkn ouvdedeuévng
aAKUA-Ttupttiag C18 1 C8
foudl = yuaAl i axatng
(n mopoeAavn mpoopodd
delypa)
@ Zuvnbng avaloyia
delypatoc/ouvdedepévn
nuptia 1/4
@Aev  amoatteitat  éviovn
Aewotpifnon (e€aptatal amnod
TN OUVEKTIKOTNTO TOU LOTOU)
— O€ OPLOPEVEC TIEPUTTWOELG
apkel n kaAuyn tTOu LOTOUG
ue Tmupwtia yaa  1h 2>
ETITUYXAVETOL OMaAN
Staomopad (dev ouviotdtat
OUWC AOyw otaBepoTnTaC TOU
avoAuTn)

AladopeTIK  KaTEPyQoia
yla KAOe OVOAUTA
(6ladopetikd eninmedo mieong
ent  tou  Oelypatog) -
TLELPALULOTKAL ™
amoTteAEopATO deixvouv
HUEYAAN emavoAnLuotnTa
@ Alpa, FraAa (uypa
peyalouv €wdoug) 2> amin
avaulen o€ SOKLUAOTIKO
owAnva ry/kat €vtovn avaptén
o€ opoyevornolnth (blender)




STEP(5)

compress the sample

solvent———>>
modified
syringe
plunger
add solvent(s)
paper frit
receiving 5.

tube sTEP(6 )

elute sample;

gravity or
vacuum

STEP(S )

® Reduce volume or
evaporate completely.

e Reconstitute residue
with solvent of choice.

e Filter or centrifuge
(optional).

® [Jse co-column or
additional SPE
cleanup

® Submit to analysis

@pocOnkn frit mpwv kol META TNV aAKUA TupLTia
TIPOKELMEVOU VA ouyktatnOel (kAtw mAgupd) Kal va
nodpeuxBoUlv oL avatopalelg Katd TNV €madn HE TOV
SLoAUTN (Tavw TAgLpA)
Snuoupylag
Xpwpatoypadpnon / kaBaplopog
® O SlaAUTNG pmopel va xpnotpornotnBel apyika yla va

Amnoduyn KAOVOAWV = KOKA

EemAUveL To youbi

@ Mrnopelt va xpnowwomownBel  €vag  SlaAuTng
TIPOKELUEVOU va TapaAndBel moooTikd o avaAutng
(mBavwg pall pe mapepmnodioslg) eite aAAnlouyia

SLaAUTWV TIPOKELUEVOU EiTE va YiVEL KAQOUATWON TWV

ouotatikwy (m.x. n-hexane, ACN, MeOH, H,0, aq. acid)

elte EKAEKTIKA Amopudvwon tou avaAutn
®Eav mpaypatonolnbel moootiky TapaAofry Tou
avoAUTn ToTe amatteital kat devtepo Pripa kabaplopou
T..X. SPE

MpooBrkn mAnpwTtikoV VAo (r.x. Florisil, SiO,) otn
dlvoolyya Kal KAaTomw mpoobnkn Tou HULyHATOC LoTOU

TupLTiag =2 eMUMPOOBOETN EKAEKTIKOTNTOL

Florisil




Awadoporoinon amod aAla ei6n tpokatepyaciog delypotog Kat
Xpwpotoypadiag

MSPD a To Selypa elvan karaveppnpévo oe 6Ao to pikog t¢ otjAng

H Suvauikn tng dtadikaoiag eival mpog to mapov ayvwotn

Exet xpnowuorotnVei armmokAeLlotika mAnpwtiko UALko Baotlouevo o€ nupttia (silica based)

!

NAgovékTnua: mapoucia eAeVBepwv —Si-OH = deopevouv to untoAewatiko H,O = Enpavon
deiypatoc (mepioosla H20 — duokoAia “packing” katl Ekhouong — 1.X. N avapiéipot SLaAvTeg)
YAlkd non-encapped = onpovtiki cuppatotnta pe MSPD

* ALOAPETPOC TTOPWV
A€V EXEL ONUAVTLKO pOAO
* ALOAPETPOC CWHATIOLWY
3-20um 2 duokoAia ponc¢ (amatteitatl vnAn riison yia tnv EkAovon)

Xpnotuorotovuvtat cuvidwce 40 um
Exouv xpnotuomnotnVei tkavortointike 40-100um (xounAotepo kootog)



* Exouv xpnotpomnotnOeti

|
8RO Si—(CH,),CH,
C8 |

SI—0O—Si(CH,),

— Anouovwaon Atnogiiwv ouotwv

C18 Si—-::j—f:a:'i— (CH2}1:CHa

5 E —'::] ] E;- | ':: '::: H 3 ::l 3

Cyanopropyl (evLapeon moALKOTNTA KOWVOVLKNG Kal avtiotpodn ¢aonc) Si—*-iil—f:Zw?i—I:j'IZ:Hg};;;E:H

’ 7 7 ’ Si_l:::'H
Artopuovwon Alyotepo AutopiAwy ovotwv

Ocswpeital OTL KATOLO TTOCOOTO AUTOPIALKAC $AONC ElvVOL QMOPALTNTO —> TPOCOMOLAlEL TNV
KuTttopLk AutodAikny SuthootolBada = SLEUKOAUVEL TNV KATAVOL TWV CUCTOTIKWY

End-capping =2 6&v mailel kamnowo dlaitepo poAo

ApPXLKQ TIPLV TNV AVALLEN e To Selypa
* ExmAuon MANPWTIKOU UALKOU = QIMOUAKPUVON MPOCOUIEEWV (Ao TN KATAOKEUN TOU UALKOU)
* AlaBpoxn =2 €kmtuén twv aAkulopadwv (amoduyn hydrophobic collapse)



INUAVTIKN emidpoon KoBWC KATAVEUETOL O OAOKANPO TO TANPWTIKO UAIKO —2> €£KAouonh
KAQOUATWY HE SLAPOPETLKEC LOLOTNTEC AvAAOya e ToV SLaAUTN EKAouong

l

AvaAUTec pe oAU SladopeTikr) oupmnepldopad amo
nopepnodilovoec ovoiec unopet va anopovwBoulv

Juxva anopaitntn n aAAayn tou pH tou Selypatog mPoKeLPEVOU va eTITELYXOEL ocuykpATnoN
Tou avaAutn 1.X. O&vol avaAutec anoattouv oéwvo pH
RCOO =2 bev aAnAenibpa emapkwc ue C18
RCOOH =2 onuavtikn aAAnAsnidpoon (RCOO- + H* =2 RCOOH)

EkAoUEL eKAEKTIKA TOV avaAuTn — Oev €xel KOTAAANAN EKAOUOTLKN LOXU WOTE va €KAOUOCEL TO
Selypa =2 T0 UTIOOTPWHA KATAVEUETAL OE OAOKANPO TO TIANPWTLKO UALKO = ouXVA EKAOUETOL KN
EKAEKTKA pall Pe Tov avalutn =2 xprion dgutepou otadiov kabaplopou (m.x. SPE)

Ma tnv ouvnOn peBodo (2 gr mAnpwTtikd UAWKO, 0,5 gr delypa = €kAouon ota 4 mpwta mlL
StaAutn (ouvnBwcg xpnotpomolovvtal 8ml)



AN TTANPWTLKA UALKA TTOU €XOUV XpnotpormotnBet

* Mn tpormornolpévn nupttia (underivatized silica) kot AN N TpOTIOTIOLUEVA UALKA (TT.X.
XNUIKWE kaBapn aupog, Florisil)

*Tepoxtouog kat avautén — oxL oUoLOyEV G Katavoun (Lovo oto Baduo nmou rapatnpeital aAAnAenidbpaon uetaév tng
ETILPAVELAC TOU UALKOU Kal Tou Selyuatoc)

*lvec evepyomnolnuévou avBpaka (activated carbon fibers)
* MMoAUpEPLKA UALKA (1T.X. pntivn XAD-7)
* Al,O; (alumnina)



