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Comparison of solvent and techniques for extraction of
benzophenone from paper intended to come
into contact with foodstuffs

iy wawasdse”

Neungrutai Saesaengseerung'

unAQgo

ansulsilluuuansiFuuiisensuas (photo-initiator) wlandaldluninfanidwmiunsfsmiuuussastas Tog
shluudanssmuiiinsisideaduaslasdvimnauileiluunndseg dusuaunmmnnssmunaniignadndedvinazane
viesnsaftaiiliimnzanenadmalinimaseudinanuulsilluulitiosnhauiugie feduieliléisataiiiussavsnm
nszaunaesulenduiedaiignidenlidumedidunmeasuidosniviinauuulsiluunfaiutinugdasinuna
Anmedvinazanenviiaiu lawn exdlaslulass wnuea wavdniasaenauszvintlanaelslmuludnsndin 1:1 fusa
vhazanedialull Ao leniou lelnaienieu waroralaslulnsd nannnsfnvmuinssauitatadeionuen fevar 95 a1u0
afnansiuulsilluvligeanlasainlsunnindeatnieesdlnslulasd vieesdlaslulnsdnaniulanaslsinud fovas 7 way
fussansnminindledisuiunsatnfeoiniasaenausznindanaslsimuiulslnaeneuriolsneuiieiesas 50 dnwa
nsisuifisuUnauileiluuiiadnseienueaiesas 95 lnnsateiionmgiivieaduna 24 $alus nsafniigamgl
60 ssrwaiualusnamuauaamgdl Wunan 2 $9lus uaznsadasoiniesdaniiluinfigamgiiliiiu 60 ssmiwaidoa wuin
AadevesUsinanuuleifluudiadalane 3 33 fewiidu 308 322 uay 320 auddu Feliumnsefuegndidediaiseau
Audesiu Sewaz 95 (One Way Anova, p = 0.397) Lm'Lwﬂﬁﬂmiaﬁ’mé‘aEJLﬂ%@dé’ﬁm%ﬂ%ﬁﬂﬁmmmﬁmmummgmﬂaaﬂdw
Bnaeds (n = 3) nansAnuidelazuldmadansatadeiniessaniletinuasdviazansieniuen Souay 95 uAEN5T
wanzaslunsadnansiuulesiiluuannseaneiliduianduiaeims

Abstract

Benzophenone is used as a photo-initiator in UV cure ink for printing of packaging. Basically, colorful paper
packaging may be contaminated with high concentration of benzophenone. If the paper is extracted using inappropriate
method, extracted benzophenone might be less than the actual amount. Therefore, to obtain the efficiency of extraction,
Chinese cake paper box contaminated with benzophenone in high concentration was selected as test sample. The
sample was extracted using various solvent, including acetonitrile, ethanol and mixture of dichloromethane and three
kinds of solvents, such as cyclohexane, hexane and acetronitrile in the ratio of 1:1. This study found that the extracted
paper sample using 95% ethanol gave the highest yield of benzophenone. The yield form 95% ethanol extraction is
around 7% higher than those from acetronitrile and acetronitrile: dichloromethane (1:1) and around 50% vyield higher
than those from the mixture of dichloromethane and cyclohexane or hexane used. Furthermore, the results of extracted
benzophenone by varying extraction techniques: at room temperature for 24 hr, 60°C for 2 hr in water bath and
temperature below 60°C ultrasonic bath were 308, 322 and 320 mg/kg, respectively. Although these results are not
significantly different at 95% confidences (One Way Anova, p = 0.397), ultrasonic extraction gave the least standard
deviation (n=3). In conclusion, the appropriate technique for benzophenone extraction from food contact paper is

ultrasonic extraction using 95% ethanol as extraction solvent.
AdnAy: wulesilluy Jandudae s nszay
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1. unun (Introduction)

wuleilluu (benzophenone) (Uil 1) iluansidasgly
Usziavansi3uuFAsensneuas (photo-initiator) siwehildu
fseuiselunseuiunisindiweslswdy (polymerization
process) ilovhliviinfaniinnsudedaduiiaduuianifan
Taevhluuleiluuargnliidudrunauvesiinfissie (UV
curing ink) (1] tilesmnussasasififuideninfuivintay
fidduan dufuniinfusigidainasgninluldlunsfusiussy

@ 4

oo el duiiasaamiusina egndlsfinuisenunis
Anuidenuinussataeinssauiliilutandudaoims vio
UsTYiaeia s dnvsnuiuuleluunnseguuus st uay
willeiluufinndaiiesansnsnindoudie (migrate) :ndfaussy
Fusinsgauiusunanaindgomnslduiiussgdusinggas
tuaglailddudatuomslaenss (2] fesananauulefiluy
gndalSuamsionsds 3] Ardumnnussasusinssaudasuy
Teiluunnénsogluvinuiigenvdmaliinnisuuiiounes
amsuaziduduneneduilaale

)
Benzophenone
D O D
D D
D Dp D
D D

Benzophenone-Deo

U7t 1 Tassasremaadivesiuleiilus (benzophenone) waz
wulsiluu-d10 (benzophenone-D10)

oA inagevasiuuleiluuazdseneulunie
destuneundnde nsafm (extraction) wariszsiansine
wadalasanlans il (chromatography)(1,4] Tud) 1995 SM.
John wazauz (5] WWAnwnsedoudeansiutlefiluuain
fhoghanszaudenmsiigudnelulasia Tnslumsfinuadady
loanf19819n5EATYA8IDNI1SIEIRIDENNTEATHAURITN
avanemaolsvle sulunauAuTignmnTivies uavarinruuleflly
INAIDY190INITALFAIVIALAINANTEWIN9DLFLAUNY
iniureuaziutunoumsdadasunu (clean up) WAL
fviharanenausenilglaaenwulazlnnaslsiimusnsidiu
1:1 neuthludiaszviaamadausalasulansnisiuiu
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wnaaunlasiuns (Gas chromatography mass spectrometry,
GC-MS) saunlull 2010 R. Koivikko wagmue [6] lakiinns
afnsefvinazasesdlaslulesd 7 70 ssmwadvadunan
24 $lus wazihlUneaeusewadalawesrosuuudanin
Tasurlnsns il (HPLO) wavludienfuiinuiseves E. Van
Hoeck uazamy [1] nuindiiasanefivnzailunisatny
TeWluueananT3uao1m15itn (Cereal) Aosvinazauna
serinsesdlnsiulasauazlanaolsimuludnsidiu 1:1 lngen
SowazAundu (%Recovery) vaauuleilluugeninileadase
oxAlnslulasd vSelunuea Spsay 100 WONIINUITLLMAN
dudrgavuiunsgiusedun@ 1w British standard (BS EN
15519:2007) [7] fin1sld@vinazanedunsd As Leniuea
Sovaz 95 WiewUSunaasaiifiannsandeudeainnssay
Maduiaemsiialotudussiuszneu Inesvesauazaniie
17i1/|maauﬁuae&'ﬁ’uﬁﬂwmzmﬁé’mﬁamm'ﬁsuaqéhasjfmmmwﬁ?w]
Andreduaiiulainmaianisannaisiuuleiluuain
nszATESesInaziisat ostunsunszaulilugai
araneBuUYIROMeY 1 Aaslsnesy lovnuea wnwu laraslsimu
wnuea waresdlaslulasdlngldiandaud 12-24 $alus #
guupiivieavidogamgliguiaus 60-70 asmwaldea [6-7] 89
Joidevesinn1saenany Ae thauulunisaia diiavane
wanesiinuduiivgs wu raelsvlesu lnaaelsiinu evdlns
lulasduaziumuea wazudasiinsAnwdniasaouasis
msimanzadlunsatmuuleiluuandiSeas s (1] us
FildflulafifnwidSeudssaninmuasivharanowasmaia
Tumsafaiuleiluuainnszauildiduiagduiaemslog
emudonszmviuimsvudouresuuleiluluiiudis
FonnliFvharareviemaialumsatafilifiuszansamiies
nefeainansiuuleiluyeenunanfmedenseaslatiesnin
Aanuduasala
Fetulednuudisudisunisataunleiliuuaintan
SuifaormsUssiamnseay Saldmusinavulsiluudesdu
MnnsEAuiagaue 10 feghs Wiedennsemeituiua
wulwilluugageluns@nueininiazats uazannzdlily
nsafailelléisiiussavBamaiigalunsadansyanuiid
mstudeuvesuuleluuluyinngs

2. 35N15399 (Experimental)

2.1 fi79819NITAY

nsEAYEITEDIMNSIIUY 10 Fogs Foindusuiae
gunsaliuneslugumannd it luaduiusaed nammuviuas
wuadlunszausosuudnsIuau 2 fgns (Fegedl 1-2) a1n
nszewldenng S1unu 2 fegs (Fegnedl 3-4) genseany
(Fogn3i 5-6) NsznsdmSuavTLY (Feeadl 7-9) uaznas
Tavundes (hegil 10)
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2.2 d@151adl

- asuuleiluudmiulilunswdounsmanesgu Bve
Sigma-Aldrich (reagent plus, 99.9%)

- anstuulilluy d-10 (§U 1) dm3uldidy Internal
standard 8%e AccuStandard (Standard 99.5%)

- iviazane ey lelaaeney laaaelsinug uay
ax@laslulngd Sie Fisher (AR, 99.9%)

- AYINarany LONIUa ?jﬁ'aﬁ Merck (Absolute for
analysis, 99.9%)

2.3 NSA3UNADEY

2.3.1 n3afiafegenszne (Fegred 1-10) iilemain
nszawiisiuuleiluugegn

Fasodrensyauiidadutudng suelifu 1x1 2.
U 0.1-1 3 Tdaslurindviaunn 40 Jadans walAue?
Mavanenaulanaslsimunasienau (1:1) USuas 25 Jadans
Unewdadedislitoumgiivies (30°0) sl 24 Halaa wdeann
fulunsesshumaeavesiivarsgadedd vefothaied
vavaneiudn 2 ass adias 5 Tadans tansavanedinsesls
wemaluhAelulasiauausvinasane semeuis 91ntuiy
fvarangrausenInalamaslsiimulazieniou (1:1) USuns
1 fi0d805 Wuuuledlluy d-10 Auudy 10 Jadnsuse
Alansu Usums 100 lulasdns uanhludmsgisme GC-MS

2.3.2 nswssuiiegadfiednuusyansnmusdai
aranusineiu 5 ¥in

Fashetensemunaesuudey Ghegeit 10) vunell
WY 1x1 93, 91u9u 0.1 n3u ldaslurindvivunn 40 Hadans
WU 3 I UeaznRiuuleluy d-10 AMMNLY 100
fadnsusenlansy Usuns 100 lulasdng wavifiueniueaion
av 95 Tuth (vA) Uas 20 Sadans Dadudaeislilanumngd
Vo (30°0) Mel3 24 Flue ndeanturilunsesshunasaven
fiuaegadedd wwfegadefhavanedudn 2 ale
adiay 5 Nadans udnhansavanefinsesldnmunluifne
TUlnSLAUAUA AL AU TNV AL IYINaL AN YN
syindlanaelsimuuavieniau (1:1) adluriainusunsauin
25 fadans UsuUsunns uarthludmsngiinag GC-MS

Vs usasuiiharanglunsatnainieniuea Sovas
95 1Ju ezdlnslulnsd laraslsimusaeniay (1:1) lnrasls

Tusalelaaenwu (1:1) wazlnraslsimunessdlaslulasd
(1:1)
2.3.3 MSW3EUAIBEIBNBANYIENIETTLUNITANA
= CY 1 1% VU o I
W3BUAIBE9RLTD 2.3.2 Ingltivhazanadueniues
Fowar 95 31U 3 YA YAz 3 1A WiasyatluAnwiluaniie
F19NY 3 @N1Y AEASlUR1SIeN 1

2.4 Msafensmainsgiuvesasasiuulanluy

wisgnasazaneRnsgIuuLleiluy Aty 1000
faanusenlansy udndeanadu 25 fadnusedns Tudvh
avanenadlnnaslsimusslalaaieniay (1:1) Uusansazane
wulgluuanuidudu 25 Jadniusedns Usunsas q laun
50, 100, 500, 1000, 1500, waz 2000 lulasans asluvinin
USuesaunn 25 Jaaans wdadnaisazatsuuleilluu-d10
AUt uLazUSINA SR UTIRuseg1medeu YsuUsuns
WAz laANULNTY A. 0.05, 0.10, 0.50, 1.0, 1.5 wag 2.0
fiadnsusednsmudisu thasazaeiildluiinszsisg GC-MS
udasansminasglauny Y fo Sasndniuildfinves
m/z 105 (lwulailuw) sioia m/z 110 Guuleiluu-d-10) uag
wnu X Ao anududuvesansiuuleiiluy nsdunssiiliges
Wudaslian r = 0.995

2.5 N15AATILHRY GC-MS

nMlATEiEsaraIesiiguazan RS IuUUlelu
fwdousemaia GC-MS TnglfiaTes GC-MS u Trace GC
Ultra/ISQ (Thermo Scientific, Sci Spec, China) Usenaumie
1304 GC $u Trace 1300 $amifuinTeadndog1enlusi@ fu Al
1310 inFoaunaaninsdines fu 1SQ LT wazafiai3nedu]
LARUAIY 50% diphenyl/50% dimethyl polysiloxane (TG-
17Sil MS, Thermo Scientific; 30 m x 0.25 mm x 0.25 mm)

GC-MS shaumeluundidnaseuduinnlagidenda
178815 (SIM mode) a1 5-6 unit seauulailluud m/z 77,
105 waz182 wasluuleiluu-d10 i m/z 82, 110 wav192
TRmBdsudufesmafisnsnisiva 1 fadansdound
qmwgﬁmaq injector, mass transfer line Wag ion source #o
280 300 waz 275 ssdnwadud auay USumsiidn fe
1 lalasdns gamailunshauBuduil 150 esmiwaidea
(2 7)) W RTUR 290 srwalua Faudnst 20 oee
wadeasauiinazasiiidunan 15 und

A15199 1 dn1azlunisananigiunisaneinisanauulei luuaInAieeg19nsEae

49f | Uuasiaiazane (ml) | sruauefeiiadn dn1glumsana
1 20 1 wtvanadaly water bath 71 30°C Wuian 24 dalus
2 20 1 wrnaielu water bath 1 60°C Wunan 2 alus
3 10 3 wrnaielu ultrasonic bath 7 60°C @waan 0.5 Falus
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3. waua=391sn (Results and Discussion)
3.1 nMameganszauiiivsinauuleiliuugsgn
TnnsatafetensEnERIegnd 1-10 srefvhavans

lnnaslsiimuseisnioy (1:1) Tnsudialgnmaivioauim

24 $aluethu manSIASIERGE GC-MS ansaduduans

Wl lLUlAgNe1581910 m/z 182, 105 way 77 wawin

5@1swdau‘uaqﬁuﬁlﬁﬁﬂﬁlﬁmﬁmmmqaqmaal,uuiszﬁ\liuu fio

m/z 105 i RT 6.1 (5Uf 2) sieftuilldfinvoauulsiluu-d10

A m/z 110 WisuAunsmlinnsgiu (Y = 1.0221; r = 0.995)

WiomUBnasuuleiflulushegns nansvadeunuiiuuleiluy

Mnnaesustes (Megd 10, 37 3) Susinanuulsilluugs

an Ao 107 fadniusioRlaniu Tuvneiidegnamneias 1 wag

7 lmwuiuuledfluu (s/n < 3) shegafivdenudSuamuulesiuy

oglutng 0.17-298 Tadn3uselaniu uaiilofiorsaunis

Snwarfegansyaunaunfinageunuiindesunped

Snvazdunszauuddidnsiuricaouwnsanla Ssdenndosiu

Snwarvosmsiuinldniinfuinfiuuleiuuduesduszneu

[1] fuiuiadenndeswunitoslushegrmaaoulunisane

Fusiely

I

| ni‘ L
RT 6.11; m/z 105 R

2120150313_Sample

as quantified peak of benzophenone "

u
[50.00-350.00] MS
2120150313_Sample.
10

NL: 1.91E8
TICF:{0,0) +GEl

RT \D.@@; m/z ox® ﬁ‘?s”«";%m 50] MS

7120150313 _Sample
10

J‘ as qualified peak of benzophenone

NL: 5.02E8
TICF: {0,0} +GEl
SIMms

N A2 ® D NEQ®D NREQ RS NE QR

[76.50-77.50] MS
7120150313 _Sample
10

RT v.e0®; M/z elel

as qualified peak of benzophenone

|

L e e N ULt
8 10 12 14 16 18 20 22 24
Time (min)

04
~
IS
o

U7 2 GC -Ms Tasanlasunsuuanaiiniuilefiluuiildlunism
UTunau (quantified peak) uay Buduniingns (quanlified peak)
PNNTANARIDYIINTLAERUNLLEY 10 Mefviavatenalls
paplslivuAslenwuenIId@IU 1: 1

JUN 3 dnvagvesiiegensyawsngay 10 uiousey
wuleiluud3unaas

100

3.2 MsAn¥IUsEANSANVBIRANaz a8 YRARA19Y

msafmuuleiluueonainnssaundesyuntoy (Fegh
7 10, 'gﬂﬁ 3) AEMYIALANEANNNUY HANSANYIENITOLSEY
aeusvharaneftadalsuulsilluuanuSinatesliinn fe
CHCL: Hexane (1:1)< CH,Cl,: Cyclohexane (1:1) < CH,CL;:
Acetronitrile (1:1) < Acetronitrile < 95%Ethanol (E‘Uﬁ ER
aenndasiuAdviinuiitaves (Polarity index, P') [8] v846
Fazaneild fe dlosvharareiinausulanaslsimu (P= 3.9)
(8] ludnardau 1 sle 1 Tedfiimnuidaganiilaaaelsfinu
wu exdlalulasd (P'= 6.2) [8] avaunsaanauuleiiluuesn
annszanuldinnidienauiusvhazanefifidsudannud
i 1y e (P'= 0.1) [8] waelelaaweniu (P'= 0.2) 8]
fe¥ovay 58 uaz 59 mudeu wazlelUSeudisuuTun
wileiluuitadnldlaeldionueadevay 95 Tuth (vv) wes
annmuezdlnsluled wuitenueadesas 95 @1u150ain
wuleiluuesnainnszaulaunnin Gevag 7) sgnsfivdaey
nsaaRfisziunudesiu feuaz 95 (pair ttest, p = 0.007)
Tunsdidutonueassiidadianuida (= 5.2) [8] eunin
ovdlasluled (P'= 6.2) [8] Lwims@uﬁw%aﬁmmﬁ%’gqmm
P= 9.0) 8] aslUluenusaludnsidudosay 5 (vAv) 1
Humsiiuanuidaliuirhasansenusasuiiliamise
afaldusinauuleluugsgaidofiouiuivinasaeon
Snhnanisnassiifiaenadosiuausisunisazaioves
wuleilluufiiuileiluuannsaazansldlusvhazatedunis
WU Loaneged [9]

UBNIINAINATAULNIUDA S8aL 95 ANTaannENT
wuleilluunnnszamsldinniigauda wmuoadaduasiaii
fanuuividiofiouiusviasaneduiidne [10] Feu
msdenldieniuea Sevay 95 lunsatnmegianseawiadu
madeniivngauuasSaenndesuinnsgiu BS EN 15519;
2007 [7]

3.3 msAnwaneiildlunisaina

nansatmuuleiluuannsyany (foged 10, gﬂﬁ 3)
Felenueaiosay 95 7 30 psrwaldua (24 ala, ‘qﬂﬁ 1
A151971 1) 60 pereaidea (2 Halus, sqmﬁ 2 a5197 1) [7] way
msafnlaeerssaniiladn (adl 3 n5edl 1) Ae 308+11
322420 wag 320+3 fadaniusenlaniu mudiiu (3U7 5) iile
AAuAAIRAADU Ao AAULTENULINATILAINNTYIAGEY
$1 3 A% (n =3) wavUSunauuulsiluuiadelddlidausie
fupgafiduddunsadifiszsuanudetiu evaz 95 (One
Way Anova, p = 0.397) WLanI8nsnaionsann 1al uag
gamgifldlifnadensadauulefiluy ogrslsinimumn
ﬁmimmﬁmlﬁmLuummgmmﬂmsmaam}"lw 3 0%q (n=3)
Tuusiazanewuin nsafalagissandladniulianing
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\deuegil +3 fadn3usienlaniu Julounindnasdisiivae (+11 fis +20 fladn3usioAlaniy, SUTl 5) eramsznsduaziiiou
vosndusaniluin dwaliivhazawannsadiivensidosmsanalfetneiszavsamiu [11] Tuvaedinsuinszanlud
vhasanefigungiiuarszesiiairineg lagliwgniwililenalunsiidinararedifeansifesnsafnsdivsyansamiosas
wdsmalfeeunaadouresUinuiadalignd drfuusiiaulsiluudasaldnnanuiee limeiuog oy
maadRusisnsatalnedesanslelinazliimunainedeutiosn uarldnalunisatadesndt fufuladuisimenzay

galunsanaieganszaviiinsiuiouveauulelunluuTunngs

500

2

o 400
E

é 300
—

= 200
=

100 ~

0 -

CHQCL2 : CHQCL2 : Hexane (1:1) RT  Ethanol (95% w/v) Acetronitrile CHZCL2 : Acetronitrile
Cyclohexane (1:1) 6.11; m/z 182

as qualified peak of
benzophenone

frvinavaneflylunisania

JUT 4 namluviauansSinasuuleilluuiiadndednhasanevlindne 7 gumgiiveadunan 24 ¥ilus lnearuaainntiou

Y
(error bar) 7iuansluns i Ao AdleauuNIngIU (+ 1 SD; standard deviation e n = 3)

400
300 ~

200 7

weledhae (mgkg)

o r— T "7 — 71 1
1 1 107 2 997 3

J . d e J
anazilflunirainuesganimaaei 1-3 Asuansluniaad 1

JUN 5 neuvanansUsinanuulsifluuiiadalanndieganseamemineiay 10 sediiazaeieniuea Segay 95 (luw)
lngyait 1-3 sredsanieildlumsanafivanslilunised 1 wagAanuaa1amaau (error bars) Tunsnl fie Adu

WewuuNINTgIU (+ 1 SD; standard deviation e n = 3)
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4. dsU (Conclusion)

PNMTANBIUSBUTIRUTTATDIFYNazaLazinaila
nsafinansuuleiluuannszaeiiliiduTandudaoimsny
Tdhvhazansuardsmsanaiimanzaulunmsasmuuleiluui
JuidouSinagernnszas Ao meaiahemeiedaniluinge
lyueadoray 95 flgamgll 60 swnisaidua ataada
30 WMt §1uau 3 ASe sruenaNIEFIna 9Ll
wuleilluuiiaialdgege feeuamaedoumgaud) #vi
azaronueadsfirnuduiivsiinit ezdleslulesd wniwu
wazlanaelsiinu
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