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Optimization study of GC-MS and IDMS technique for separation
of benzophenone and its derivatives from food packaging paper
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- enuatiuildunisfnmanisiviinzaneanaiin GC-MS il Isotope Dilution Mass spectrometry (IDMS)
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4444 MLum@@”qu Luu‘l}ﬁ‘vxliuu wae 4,404 1m@ma~u‘£u il Tun mm@wmm 6 Famenldifuansiy
ﬂgmmmmmmumuwLﬂumuﬂ?m@mmmﬂwwmwuummnmsmﬂmm Tunsfnenifl §1dulailun-D10
arsumsgIunelu uay ‘lmmﬂﬂmammuu 1A 50% 1aa/50% Taiuiia wmvlfm@mﬁﬂu \{lu GC-MS madatl nns
AnmanngimnzanslElannaae @munma‘umu grunnigaing wagdnsiniaiinguiaedeunadnd e
14Tvm GC-MS full scan mmiﬁﬂmwmw 3 Qﬁmmmm.mﬂmmummm 6 413 ”mea“lumm 24,29 WAz 41 min
ATNAAL "LmLmﬂfamunmmmmummumamfa@uu‘immmfanmmﬁﬂmmﬂummmmumuwm A 24 min LAY
Lﬂ@ﬂu‘iuumiummmmumnium GC-MS full scan lifluluan selective ion monitoring (SIM) LW@MmummLLm
mwmwnﬂmmimmmmiﬁmmmmLuu‘EanT,uu (m/z = 105) waz 1euulsWiuu-D10 (m/z = 110) gavinaaniay
AuNzan1aamAlae GC-MS w”l,mmnmiﬂm:mmmummammiﬂmm@wmm@umaﬁmmmamu‘ESﬁWTuuLmeauwuﬁ@ﬂ
5 4UA Iumwﬁqm”mwmﬂﬂmﬁmm‘mﬂrﬂﬂL‘J_I?mumam.l?mmnurmvxlmmﬁﬁwn\mmmuﬂivmmmmuwm@ﬂu
inourinseensuls (2 = 0.990)

Abstract

This report is a study of optimized condition for GC-MS and Isotope Dilution Mass spectrometry (IDMS) techniques
to separate mixture of benzophenone and its derivatives; involving 4-methylbenzophenone, 4-hydroxybenzophenone,
2-hydroxybenzophenone, 4,4’-bis (dimethylamino) benzophenone and 4,4’-bis (diethylamino) benzophenone. These
6 carcinogenic compounds are photo-initiators; used in UV cure ink for food packaging paper. In this study,
benzophenone-D10 was used as an internal standard and 50% diphenyl/50% dimethyl polysiloxane capillary column
was selected as a GC-MS column. This study was performed through varying of GC oven temperature; including
initial, final and increasing temperature rate under the GC-MS full scan mode. The results show 3 studied methods
could obtain all 6 dangerous compounds separately in 24, 29 and 41 min, respectively. The optimized GC oven
temperature was selected from the method using the shortest runtime (24 min) and the GC-MS full scan mode has
been changed to a selective ion monitoring (SIM) mode instead to achieve the differences between quantified peak
of benzophenone (m/z = 105) and of benzophenone-D10 (m/z = 110). Finally, the optimized condition of the GC-MS
technique from this study can be used to analyze benzophenone and its 5 derivatives in food packaging paper
sample by comparison to standard calibration curve that the correlation coefficient was in the limit of acceptance
(r* > 0.990)
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1. unU" (Introduction) . .
arsiwuulgilunnazeyiusiluatsfdnlfidusn sy
Ufjisensaeuas (Photo-initiator) v‘imﬁwﬁlﬂuﬁqmﬂﬁﬁ?m
Tunszuaunswedineslaidil (Polymerization process) Live
lsinfaniinansudeiafhidynfessuian i wu
N9TANEUTANITANE T mammuwnmmﬂuwmm@ﬂ,u
A mmnm\‘mﬂuumumﬁmﬂﬂmiuL@ﬂmmmmlﬂu
Thseatfisunme Lmym@mﬂumm@u 54 [1] Bnviasiad
T@m@LmemmﬂmmnM@um@mmi
ﬁ@@uumimm@muumm@ngivmwmmmﬂi”mﬁ”lm
wazswtlszmalunisauan Buaa iR AN
1uQ@@@MN@@’]W}T‘JJ?”LJW]H?”@WH wailudl A, 2012 16HAN
Wzt (Guideline) AMnnguEinaatasuazgidangnysu
ua‘a‘mm«mmmsﬂavmwmwmmmvmvmmmm‘l,uﬂaymﬂ
ﬂamumwmiiﬂ [2] LW@I“HL‘]JHLLWWI’NI‘IAH’]?WJUﬂwﬁlﬂm
mi@umﬂﬂn@umu‘&nmuu (1-6) (?ﬂ‘w 1) LLameLmTumq
‘lu@mﬂm*’ﬁ@ﬁ’mumﬁrmﬁqLLum‘lmuuuﬂwgﬂwmmMLﬂu
npazidevresanninglsdld mswBanpnunieniuiledy
npeuliaussriatlszmanenaiistuluetnARGaEN RGN
Amimnzinaaauasiuulsiluuuazeyiusluianduda
asLlszinnnszane inANInEIanTugas i andia
nnAuzti (Guideline) Aananalfgnisianaaeuanngy
1340938 331 INEN9DN1AS U8 Castle L. hazAny [3]7
ANEINTWEINANT 4,4"-bis (dimethylamino) benzophenone,
DMAB (5) haz@19 4,4"-bis (diethylamino) benzophenone,
DEAB (6) a1NN3zANANHA219NTIA8N194NAAAIN
ATANRIANUAA Lazlians 2-amino- -4methylbenzophenone
hiansunmagunely newhlunageusae LV]P]LLM&LW@?W
mmeﬁ@mmImmImmW (HPLC) dnvianaeaihiinans
S.M. Johns LazAtUy [4] mnmmfam\im:mmum@mmi
fausinazanaaaaliefuiunariuaunguugives
WaAnEnsadeufiaatnunlstuuanfetianszane
dansigusioglulasion udmesauniBannuuulailu
soamanAfalasuinn A wnagdniniums (Gas
chromatography mass spectrometry, GC-MS) sanfiLl naila
Isotope dilution mass spectrometry (IDMS) TFepALVAN
nadnluanaasivileuiuaisiifeanisiiamz usais
hiazilazmentnsingnunusnglelaini (sotopicaly labelled
analogue) mewmmumwm‘mmwLﬂumaﬁmmaﬁqumﬂ‘lu
LW@IW’YMQMWT]E‘NWM@’]?VIﬁ]‘ﬂ\iﬂ’]ﬁ‘ﬂﬂ‘]ﬂ’]LﬁJ‘ﬂhﬁﬁNﬂumﬂuﬂ
wnganlniniues [5] T9913481eq Johns S.M. uazane [4]
Isaeanldans benzophenone -D5 wﬂummuwu‘ﬁmmw
adnefuiLlTlLueIN2in LALANFNITRe T AT IaE
U489 benzophenone-D5 Huaviay mmmmmmmu (D)
AU 5 BTN aﬂl,muwavrﬂfammia‘llmmu Hedanaliin

winluanasesuulailuu-Ds (m/z = 187) azutinndnti
Muniumﬂ@mamu‘EﬁWTuu 1) (Mm/z = 182) WAZAINAS
ﬁummuun‘iuL@qqumirﬁmLmeﬂﬂTmume“ aehdlafinu
wiinglfindeluuD5 itiansumsg umeluasiiiannw
Tununaaal winssesdauanziasiiuu e e
peENLazi@snan Tudoueyiusaasunlaiiuugn 3
Fin A| 4-methylbenzophenone (2), 4-hydroxybenzophenone
(3) bz 2-hydroxybenzophenone (4) williAeTin (Guideline)
aznanaiaansfnanuslilfnddaimaselag

o o

H,.C

3

banzophanona (1) d-methyibenzophenans (2)

o OH ©
_ I
Ho
4-hydroxybenzophenone (3) Z2-tyddraxybanzophenone (4)
o o
. P
M N N M

4 4'-bis(dimethylamino) 4 4"-bis{diethylamino)

benzophenong (5) benzophananea (B)

D e D
Bs._ L. o
O b oo D
D D
bendophenone-0D70 (7)

717 1 lassairmnaadizeaunleilug (1) ayiusreaunlsilug
(2-6) wazansumsgunelunld (7)

‘lummmmimmemqwﬂfﬁm@ benzophenone-D10
(7, :T‘]J‘V] 1) wuumun‘lﬁumﬂ@ m/z = 192 viwehiiluans
mmiﬁ'mmﬁﬂwmmmmma?nmsn@iﬁlm%ﬂummﬁqLmﬂ”u
meﬂm Aanaziinun gy faet1aaesenB3sefild
wARA IDMS faedns (7) Taua nnsundsunnaeawnlai
Tuu (1) wazayiug (2) Elu%G‘mmmilﬁﬂmﬂmmﬁmﬁw
watindanilaila uazimseiiafinglasuntnnail unu
wnuNaginTnmes (GC-MSn) vannsaliAAundy
(%recovery) I ludaa 74-98% [6] wazianmuuleniuu
(1) WATAYRUS (2) 89NN A 9.4 LAY 10.2 WINANNATAL
1178471143481984 Van Den Houwe k. wazandy 1wl A.A.
2014 [7] ”LmJi”LuurmLLWimvmm@qmmx‘iﬂgm‘mLLm
ANNIANHLIN danaiinatiauii (Tenax?) fogeadile
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Ultra-performance liquid chromatography-tandem mass
spectrometry (UPLC-MS/MS) 5qa§aﬂ@zmﬂqﬁﬂﬁuﬂzﬁ’umgq
wilaluu uazayiug Tutas Seaaz 43-92 ulfnuddatu
HazAnmanadaljizanuacdiuau 15 f wiliansiies
ANED A 419 (1), (2) waz (5) windungnezyatluinan
L1e1N (Guideline) [2] gmﬁﬁwi@miuﬂ W.A. 2559 HRAY
[8] IARNNALNANNAN LA LATANNNTAA AN TEL T
Tuu (1) mnm:mwm&@\ﬂz\imuué’aﬂﬁqﬁ’]mmmﬁmﬁmj
neutllunadeumteinaiian GC-MS laziaeanld
benzophenone-D10 ({luansninagiunielu wan1sdnm
AT WL mmnmmwmmumﬂ@mmimumimﬂ%mmum
ez 95 uiviazane Lﬂummuﬂmmmmumm
‘lummnm[51fmﬂNwml?mmmuiﬁmiuuﬂum'au@q Lﬂmn
ihdunpdudayldinailn GC-MS dwRaiuiunazlfly
nuddeluelul wanisAne [8] deldlAnsaunguiienig
mmmmmnmammumu‘imﬂiuu (1) WAZBUWUT (2-6)
anfindnamieumaziiul ddndelifiaulad
Ansnisuenatsaniuulaitiug (1) uazayiug (2-6)as
Aneaauiiesinbin waziteduniaaraunianiude
AnvuavFangsuideuialulszing uazsendnedszmaly
n1sALANANIEUREIMA 1IN ANTaaIng viTe
nezaEUIsasinet Aeiueniddeatuiiasiuiunazmg
NENMNNZANTBUNATIA GC-MS FanfLmATiA IDMS Live
wenansuaniuulaiuu (1) wazayiug (2-6) Mldsaniia
wazgnsied InefiuwaAniaziaenldans benzophenone-D10
\uansunsgiungluy WAL 1ARE WA [6-8]

2. 78mM35748 (Experimental)
2.1 ARENNNTZAN: .
m:mwﬁuﬁmmmﬁ’]mu 4 Fiating Taa1niu
AmunggUnendiuneTlue MUANRe lwRduAuEeA
gEN WINKYUAZ LaA naaslduun a1uaw 1 fdasing (ﬁqm'w
1) LAZNITNIAMILRLIIUNATUIU 3 Fnae (Faeinedi 2,
3 Ay 4) mem\‘mwummmﬂmﬂm 2

106

-

RN 3

LY

317 2 Anwouzaesdetnnsza i i lunnsAneN

2.2 @19uAN
- benzophenone (reagent plus, 99.9%),

4-hydroxybenzophenone (reagent plus, 99.9%
2-hydroxybenzophenone (reagent plus, 98.6%

)

)
4-methylbenzophenone (reagent plus, 99.9%),

)

)

4,4'-bis(dimethylamino)benzophenone (reagent plus, 99.5%)
LAy 4,4’I—bis(diethylamino)benzophenone (reagent plus,
99.7%) &i%a Sigma-Aldrich
. - benzophenone D-10 &usu il Intemnal standard
f1%a AccuStandard (Standard, 99.5%)
. - fnazane cyclohexane LLag dichloromethane
fitia Fisher (AR, 99.9%)
2.3 MIATENRITALALNINTFIU
2.3.1 mﬂmwmmmwmmﬁfmmm
2.3.1.1 mmmwmmg’ml,uuh%liuu (1)
aadindusiaay 100 fagniusenianiu
Fagnaunlanluug (1) Wmin 20 Raaniy ldasluniauy
winznadndusuALinans 8 TaRlNRAT 49 0.5 LTURMAT
umwuamwm*ﬁldaﬂummmemmm@mﬂmmm
40 HadamT mma‘qm”mmvmwm cyclohexane :
dichloromethane (1:1) tuiin 19.98 nfu avldansazans
wiulgWluuaadndy 1000 fadnfusenianin weas
angazant 10 Lin Tmﬂﬁmjm:mﬂgJuISﬁWTuumwL%u%’u
1000 Haandusailanin Mmseasliimmin 0.5 N wiaiAe
mqé’qymﬁmmwmm cyclohexane : dichloromethane
(1:1) Wntin 4.5 n5u Tursndada N nasntle azls
ansazaneiuulanluuaudindy 100 Radnfusenlansu
2.3.1.2 A190TANENINTFIULBIRNIDYINUS
raalaiiug (2-6) ansazarannegiunglu (7) Anw
indiusinay 100 adniusienlanin loindde 2.3.1.1 us
wlaguanans (1) 1lu (2-6) uazansuimsgmnelu (7) a
IfansazanenIgiuRen1esans (2)-(7) anudndusioay
100 NadnFuFanlaniu
2.32 NMIFTUNATATANENIATTIUNAN
2.3.2.1 a1sara1eNInIgIUNaN LUl
wavaLIug (1-6) AvNidindi 100 Haaniustanianiy Amanw
indiu 25 waz 50 Faansusieans
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%mwmu‘iﬂiuuumwﬂuﬁuﬁ(1 -6) WazAl Fva 10
fiadndu ldasluniauzuiauadnidusinugudnats 8
HARLNAT §9 0.5 LIURLNAT umwuamwumﬂzﬁmluﬁmm
wafltlinaestlamune 40 SaRans fussqiinazansnan
cyclohexane:dichloromethane (1:1) 1%n 20 N3y g
ALY AUNTIEITATANEAENNA Azl FATATAEHAN
(1-6) A 500 Hadnuseiianii udireanasazae
mmm;ﬂm 519N Tﬂﬂmmm”@’mmu (1-6) AANINTL 500
faaniustentanin dwiin 5 nin ldadluaauiadoiih
inAeLlpLssinazatnaN cyclohexane: dichloromethane
(1:1) ¥mitin 20 NI 1eaaALL°) AUANTATANIANTUR AT
Ifiansararenmsgunan (1-6) ANy 100 Hafiniu
santaniy daansazaesranliinmin 1.25 way 5 nfu
ldasluaandntfunmsaunn 5 waz 10 JaaaRT ATNAIAL
witiuLFunmsheiriaranaian azlfiansazatenineg
NN (1-6) AN 25 WAz 50 NAANTNARARNT ATNANAL

2322 anazanaNnggIuNaNiLulTiiug
(1) 2uug (2-6) uaz asavatennsgIuNelu (7) A
W 10 Aaaniusianianiy .
_iwidleude 2.3.2.1 udiiugans
wmsgrunielu (7) dhwdn 10 fadniu Tudumaunnaiws
UNANTATALNEN (1 -7) AN 500 findnTusianlaniy
u&rReansansazansfsieslld 50 wh Imﬂmmmvmmm
(1-7) anadindu 500 Hadniusienlaniu tihwiin 1 nin 14
atluriauiadoldinaaedadeussqginazatnay
cyclohexane: dichloromethane (1:1) 1N 49 nfu Lgin
LIALLT) AUANTATAEEANTUR AzlFiazansazanenan (1-7)
Anudndu 10 Aadndusianianin
2.3.3 NMIETENATATANIAITIUAIMTLATS
nINLIRTFIU .
. 2.33.1 nmanmsgunidlunisinenani:
AunNzaN189 GC-MS
Hulpanrazanaunsgiunas (1-6)
AYHINTL 25 HaNTusaanT 11 50, 100, 250, 500, 750 LA
1000 Tulmsams ldrandniBunsaunm 25 Nadans LA
mmxmﬂmmﬂmmﬂu (7) AN 100 Haan5use
Alanfu 13unms 100 lulasans asluaandalsunnsusay
1aLAIRIlFULBNRTAREFiNaza1eNgd cyclohexane:
dichloromethane (1:1) A19AZANENIATTIURAN WA T
wazayus (1-6) Nlsazilmnnidingi 0.05,0.10,0.25, 0.50,
0.75 uaz 1.00 HaanTnsefnT ANAWL
2332 nmvxlmmﬂmmﬁﬂﬁummu
FeenansLANe Faesined 2, 3 Lay 4
TlransaranennsgieesansHas
(1-6) AANNWNTL 50 RaanTNFeans Usnmg 25, 50, 250,

500, 1000, 1500, 2000 waz 2500 lulrsamns asluaqndn
BURITUNA 25 RadanT LINRTaL 1290 waamnwwleh
TUu-D10 AudNdwW 100 Nadanfusaans Usunmg 200
lulasamsaslunnaan Uiuiffunasae cyclohexane:
dichloromethane (1:1) faﬂﬁmm:mﬂmmgmmmmimmu
(1-6) Amdindu 0.05, 0.1, 0.5, 1.0, 2.0, 3.0, 4.0 LAz 5.0
NAANTNFRANT ANNANAL
2.4 MILASANFISRNARIDLNG
2.4.1 mmnmmamqm”mwmmqw 1
smmfamqmwmﬂzmmml,ﬂumw,@ﬂj mly
A 131 . siin 0.1 ndN ldaslunan@antdinasatle
177 40 HANART A1 3 197 LARZIIALANANINAZATELe
Muea saeaz 95 (L) USNNms 20 Hadang LAz a17azant
11m9guN8lU (benzophenone-D10) AANMiudw 100
Hnaniusanianiu 15u1ms 100 lulmsdnse e liatinude
m"lnmmmmmmmummmmLmvmmmvmﬂmim
sl daefelulnnaufiessmerinazareanauuii
AAUANAIINALAILNAN cyclohexane: dichloromethane
(1:1) L3159 5 NadamT ANUIU 3 A DNYA1IAZANEAINETD
adlurndndiunsaunn 25 Jadans UsuBunsuaniinly
ARMAY GC-MS '
2.4.2 NN9ANAMMeENaNIEAMAIRLNN 2, 3 WAL
4 18] . . .
} FIFReiNangTTANe (Faatine 2-4) NdmL
Fuan) aunaliifin 121 9u. 10 2 nin ldasluaasdan
IUNA 40 NARAAT FIBLNAT 4 IR WAAZUIALAN
benzophenone-D10 Audndu 100 fadniusiailaniy
51,3 200 lulnsdns uazianizaani 4 aewnsaetngli
\ANE1TAZANNIATT NN (1-6) ALY 50 Hadniu
sladns LTnms 500 Hatasans e luara mifmfamum
WmLW@‘LMmm@zmmymmﬂgwmm 10 W% UasaNTi
LAZLANIENNUEATRHAT 95 Tt (VAvV) USNIRT 10 Raaans
Al ﬂmtlmﬁmﬁmm@ﬁ@‘lu ultrasonic bath (Sonorex:
super RX 255H, Germany)71 60°C \fhuaan 0.5 alas udan
imm"]umamuﬂmﬁﬂ@’m@mﬁfmﬁﬁiﬁ'mslummﬁun@mmm
100 Hadans @ﬂmmfanammqLmemmvmwmm”lm
mumiﬂivmmm\immmm rotary evaporator (Buchi,
Switzerland) TLANFINNACANENANTENING cyclohexane:
dichloromethane (1:1) angadluraadnlsuInTIUIA 25
Hadans UiulFuimns wdniliAmessiidag GC-MS das
ANV TANN AN LA
25 MEMNANMIE I MANEANIDIMIUENENTNANLLI
TaWluuuazaynuiaemailn GC-MS
mwmma”wmmvaﬂumumﬂmmmuww:m
Fneinaila GC-MS 1iFises GC-MS fu Trace GC Ultra/lsQ
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(Thermo Scientific, Sci Spec, China) sznavudneieios GC U Trace 1300 SUALLARIRAFatn sl U Al 1310
isasunaaninsiiimes fu 1SQ LT uazafiasreduilindeusn 50% diphenyl/50% dimethy! polysiloxane (TG-17Sil
MS, Thermo Scientific; 30 m x 0.25 mm x 0.25 ym) Mfaa@enufimsianndnsnisiva 1 Jaddnssewi goimgi
284 injector, mass transfer line LA ion source AR 280, 300 W&z 275°C ANAGU 1EHmNan Aa 110lAIaRT wazAne
Tulviaim Full scan mode Uaz SIM mode MemzidaaiisiAnAnde 2.5.1 uaz2.5.2
2.5.1 nM3aAmzidaalymm Full scan mode : A9ALATE GC-MS Hianuuaazedlaaautag 50-350 amu

2.5.1.1 ﬁflmgmmmuu‘lsﬁmuu (1) uazauius (2-7) ANNNENTUFAAZ 100 Naanfustenlaniu wiaziaun
mmu‘lﬁ@mw (1-4 waz 7) ﬁmmmﬁ mefé“mfmmﬁwqmmﬁmmbjjmumﬁuﬁ AM35 Full scant (ms’mﬁ 1) hazang (5)
WAz (6) FIRIUANH UATARINNNINNY U NTBNFRUABANI MNAD Full scan2 Wag Full scan3 (131971 1) ANNANGL 117N
AT LAZANNIAANT (M/Z) URNATUFARZFN

2.5.1.2 thansazananay (1-6) Anadndu 100 Hadnuseilaniy UMARALAINID Full scand La Full
scan5 (19199 1) wazihansazatenay (1-7) Auidindu 10 Hadniusenlani wmeseun1ais Full scans, Full scan6
WAz Full scan? (AN3797 1) LLm‘wmmmmmimmimmsmimm'ﬂL@@ﬂ@mf;v@muﬂmmmuﬂmummmsmmﬂmsmu
(1-6) %mﬂuimmmmmmm

d’ a 1% o rdl =R = v & Y a
AT NN 1 mmq:fqmmqmm@ﬂ‘uﬁ@@uuﬂfﬁﬂﬂmﬂ’mmﬂmmm’mmmﬁf]umuism‘iummxméwuﬁ AtnALA GC-MS
: Full scan mode

GC method name Total runtime (min) Step Rate (°C/min) Temp (°C) Hold time (min)

0 - 80 2
Full scan1* 17

1 20 280 5

0 - 80 2
Full scan2 27

1 20 280 10

0 - 80 2
Full scan3 37

1 20 280 25

0 - 80 2
Full scan4 22.5

1 20 290 10

0 - 150 2
Full scan5 24

1 20 290 15

0 - 50 2
Full scan6 29

1 20 290 15

0 - 150 2
Full scan7 41

1 10 290 15

*an1nzaesguingigauaadniiifiuaninzifeniueniddeaes Jonhs S. M. wavAE [4]

2.5.2 nsaAsziisng iuum Selectlve ion momtorlng mode (SIM mode): m@m%@munmmmmmmu 33
Full scan5, Full scan6 ua Full scan? 1usnsinressios GC-MS diflu SIM mode 1&111 33 SIM1 SIM2 uag SIM3
ANUANTL (13797 2) .

253 ﬁmmmmwmmg’mmumu‘lﬁsﬁmuuu@:wﬁuﬁg-6) AHANENY 0.05, 0.10, 0.25,0.50, 0.75 WAy
1.00 Ha@n3usiedns lAmanziidaematin GC-MS: SIM mode 719 SIM1 SIM2 uag SIM3 (197471 2) NnA sy
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a

LLz’q’m%qm‘W\lmmﬁ’mmmLuuTsﬁWTuuTmfﬂ%ﬁmmzﬁ'qu‘ﬁuﬁ‘lﬁﬁmmmu‘ESﬁWTuu (1, m/z = 105 el gfinnsans
11msguneli (7, miz = 110) Wuunu Y wazanudindusesuuleailuy @adniusedns) duunu X

2 5.4 ngnsarnFaegned 1 Tnegeudaeimaila GC-MS Taeld SIM1 SIM2 waz SIM3 ufFaumauizunmues
wiulsiluuaindaetnmnszans (sample 1) WaAUINAIN NINAABLAE SIM1 SIM2 UAT SIM3 LATNARRLAIEANH
Anova: Single Factor anldsunsu Microsoft Excel Nsfiuaduidiesiu fataz 95 fuFunnadeLIATRAL e B
i Tuding Tnaauurgiu fe AeastaaLLls i luLTinadend1eds SIM1 SIM2 waz SIM3 Tuunnsnsiuatineg
HeezdnAny Tmﬂmﬂmmn'ﬁmmummgm AR ANF  >F

critical cal

AN97197 2 PHALIBEATBINITRANI ANIATDbaal (Mass list) Weld SIM mode

GC method name SIM mode name Time (min) Mass List (amu)

4.0-24.0 50-350

5.0 77,82,105,110, 182 and 192

Full scan5 SIM1 6.5 77,119,121, 181, 196, 197 and 198
16.0 148 and 268
18.0 132, 309 and 324

4.0-29.0 50-350

10.0 77,82,105, 110, 182 and 192

Full scan6 SIM2 10.7 77,119,121, 181, 196, 197 and 198
21.0 148 and 268
23.0 132, 309 and 324

4.0-34.0 50-350

16.5 77,82,105,110, 182 and 192

Full scan7 SIM3 18.5 77,119,121, 181, 196, 197 and 198
30.0 148 and 268
34.0 132, 309 and 324

2.6 ms‘wM@umﬂ%mmmsmu‘imﬂ‘iuuLLavauwuﬁlummmm 2-4 ﬂ’!ilﬂﬂ’]’J“VILMN’]“ﬂNm’ﬂQWlﬂuﬂ GC-
MS AiRne e
2 6.1 mmmwmmmmﬁmmmmmmu (1-6) mmmmu 0.05,0.1,0.5,1.0, 2.0, 3.0, 4.0 waz 5.0 N@@ﬂﬁ‘ll
FIOABT %Lm?ﬁﬂiﬂ@ﬁﬂ‘ﬂ@ 2.3.3.2 N’W]ﬁ'&‘ﬂ‘]_lm’m GC-MS fJﬁ SIM1 ImﬂL@@ﬂWﬂLLN'&Iﬂ?NWI‘VILLﬂiN‘H@Q@W?LLW@”MQW@”l‘]]
ANUIUNYFNNUANS (quantification ion) anua189lenny (mass ion) wiwmmmmﬁmmammmem@ AR 105,
119, 121, 121, 148, waz 309 &1Fuang (1-6) fﬁrmmm‘u (AN3797 3) Lmewﬂi’]WmmﬁmimﬂmmuY AD 8MTEIU
ﬁnmwuﬂm‘wﬂm@\immmiﬂmumnmqLmemmﬂwuﬂmwnmmmimmﬁmmﬂ‘lu m/z =110) Lag LN X ﬂ‘ﬂ AN
meummmimmﬁm (Haandu mmm) Tmﬂmmuﬂammmmuwummnmﬂmma‘ﬁ’m Correlation coefficient, *>0.990
2.6.2 mmmﬂmm@mq 2-4 mmﬂuimm“ﬂ@ 2.4.2 m‘wm'a‘umm GC-MS "Jﬁ SIM1 (mim‘m 2)
2.6.2.1 ﬂ?mwmmyﬁy”lmmm Quantification ion (mﬁ‘NVl 3) m@amimmmmu”lmmm signal/noise (S/N)
tlaandn 3 avseunadnlinuinuazlinuansiiu
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A137497 3 1aaredleaaunltlunimagauidatTuany
(quantification ion) Lmzmiwm’auﬁmmmw (qualification
ion) 2@vgnsiLulriluuL arseyiug uararsmsg ey

Substances Quantification ion Qualification ion
(amu) (amu)
(1) 105 182, 77
(2) 118 196, 181
(3) 121 198,197
(4) 121 198,197
(5) 148 268, 224
(6) 309 324,132
(7) 110 192, 82

£

2.6.2.2 n3anA GC-MS WUNNT23413 (1-6)
S qualification Waz quantification ion (ﬁ]’l'z"mﬁ 3) 1‘15?11’1
ammmummwuﬂmwmm guantification ion °1I’ﬂ\'1@’]i“l/l‘1/\l‘]_|
Wﬂ‘wuﬂmwmﬂmw internal standard (m/z =110) ‘VW]M@‘LI
1@wmmunmﬂmmifmmmmmmm@ﬂ (Csamp|e ) AN
ANT

E (Cnbs-1 +C|:ubs-2+ Cnbs-S)
sample
3
— & ! P Y v o Wy A o o
CSEHPE AR ﬂﬁL'ﬂ@ﬁlﬂQ’]ﬁJL‘ﬂwﬂu']ﬂiﬁLN@L‘V]EI‘LIH‘L!
niw\lmmﬁmmmmmvm’mmmmmmﬁ
1 3%1NNﬂW?Lﬁ1N@’]?@”@’1HN’]m‘ﬁ’]u(1 -6)
wmﬂlumfam\ma‘vmw mg/kg
Cam-'
A ¥ U dl [ 3 v lﬂl
Cnm-? AR ANIINUUADIANT (1-6) WQ@VL@LN@
mmmmm%lmmﬁ’mmmma‘mmﬂ‘mm
cnb&ﬁ

713 vﬂ,uumﬂmummvmammﬁm
(1-6), mg/kg

AUITUNN% recovery AINGAT

(CUU:,-.:_C:,um;lll_: ) *100

added

% recovery=

110

C K v v Ao v A = o

Aa AT NTUNIR e Asudunsn
NIMTFIULVBIANTAZANELIAT 4 NHNITLRN
A190ANENIAIFI (1-6) InsruaNidind,

mg/kg

ol5-4

Coampie P10 Anedsednduialfidefienunem
NIATFIUTRIAIATANEVBIA1TIIAT 1-3 7]
VLN@JﬂW?LMN@ﬁ?@”@’]EIN’]Mﬁ’m (1-6) 'vm'aﬂ
lusieeinnszay, mg/kg

A 77 al' a o [l
AR ANLINTULBNATTNINTT TN i lusnagng
nIeAN, mg/kg

added

3. NAWATIANSDL (Results and discussion)

3.1 MIANHIMSULANAITHEN (1-6) Mgl GC-MS
(Full scan mode) ﬁﬂn’n;ﬁi’mﬂ e

Anean1sAnEIenas(1-6) uazAamaaey

st GC-MS Ineildivaa Full scan WudessgMnR ey
dnsnisiinguugiaesdeunedudniuis Full
scamml,ﬂwmw Jonhs S. M. wazAny [4] 4 luns@nen
ﬂ?mmmimu‘&nvﬂuu ) Tusatnanseamdudaniyis
NUIHelEAEAINAaN8 1N1ARENANT (1-4) TaTman
(retentiqn time) 9.7, 10.4, 12.2, uay 10.2 W7 ANHATAU
(13197 4) wrig3 (5) waz (6) Teluwiinluananinnda
fapsAaaglunadul memmmmmmu%w 280°C
Whaiaan 519 uu’l,ummwmmwﬂuma (5) WAz (6) a8n
anAeANlA muu@qimmmmmevmvmmmim@mwm
157 280°C ann 5 wfl (Full scan1, An37971 1) 1 10
UM (Full scan2, m1971991 1) WAz 25 W17 (Full scan3, fingns
711) BuANINTRNIZEIIAAINAIN LT 38 Full scan2
ANNNTDUENEANT (5) aanunlATIagT 23.3 Wi udaslal
ANNNTDUENEANT (6) TeHNIANINTIGA (M/z = 324) BN
aneadunlld atnslsinuilieafiuszazinansagungi
14 280°C 1l 25 W1¥ (Full scan3, M3 1) dn3uen
417 (6) aanu1baNAN 27.9 Wi
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FIN319% 4 A1 retention time WAz 19aT8410881 (amu) 784
ansunlanluu (1) wazayiug (2-7) WWanagaufae GC-
MS: Full scan1- Full scan3 (#1379% 1)

Substances | Retention time (min) | Mass spectrum® (amu)
(1) 9.7° 182, 105% 77
(2) 10.4° 196, 119% 105, 91,77, 65
(3) 12.2° 198, 121,105, 93, 77
4) 10.2° 198, 121°,105, 93, 77
(5) 23.3° 268, 224, 148, 120
(6) 27.9° 324, 309° 236, 132
@) 9.7° 192, 110°, 82

“NARALAEAE Full scan1

“naRaUAILAT Full scan2

“NAgaUAEdn Full scan3 3
‘Wnareslaaau iAo ugIqATBIANTAIY

o Library search (NIST/EPA/NIH mass spectral library
version 2.0, 2011)

Fineidg Full scan3 wfiazgnunsosinlfianasian (6) 28N
anmeANTle u,mmemmmmﬂummmmuwmwﬁu
nanlunsfiaesfile 37 unft (11anfl 1) Aerduiiless
sraizinanlun19Tans (5-6) eanannaeduil aldnnans
W gunnHgaqnann 280°C U 290°C M1iAE Full scand
(119799 1) FedRINIANgUU)HIREaUABANTAIN
80°C 1ilu 290°C WiiAN A 20 °C /min HAN1TAAANTHAN
(1-6) wudn grungRgeaaTiinTwily 290°C 711433 Full
scan4 aWN10UENANT (5) aanainaednillaiiaan 20.5

= a X @ oA a ¥ [ A
119 (3 3a) TaFandilegung)l1edgegnaeseuannany

\lu 280°C ¢} 2.8 Wil Tuanuefisvzinanaasnisuanans
(1-4) lalsiwannian eselafinuuis Full scand azilinan
saulunslianeviiies 22.5 Wil witaildalaaunsany
ans (6) 'a'aﬂmnmﬂ@mfl,m mﬂmmmﬁ FuII scanb (miw
1) mmnm’muimﬂmﬂwmﬂ AB NSNNG MR FusU
2RIFRLABANYAN 80 °c 'l 150°C LWfa”lumi (1-4) g

1¥RaNaMARANIIIIY LL@”LLJ\I’ﬂmem@mJ@\‘Iﬁl'ﬂ‘].lﬂﬂ@llu
mm%w 290°C WuAeRUAT Full scand wAI8Nesze
Lqmﬂ'}‘imq@mmuzﬂathmr] 10 WA (Full scan4) iflu
15 1171 (Full scans) Walidnaiiiesneians (6) avean
ANABFNULA TIHANIMARALLENANINEN (1-6) FnedD
Full scan5 iilunuiiaanisnild Ae aaunsauanans (1-6)
16 Ineaanfiansusiazsognazainaadniiizanan (317 3b)

Lﬁ@Lﬁﬁmﬁv‘uLLmemeLmiuﬁ"l,ﬁmrwmﬂmné’qﬁ% Full
scand (‘iﬂw 3a)

atalafpuutdaa Ful scans (mm\m DREGREGEN
wenasuan (1-6) Tiluwnaniies 24 Wil uswuduiield
Ansana1nlunAgeLLENATNEN (1-6) NANITANENT
internal standard @ﬂﬂmm@um.mq ans (1) way (7)
mﬂ@ﬂmmmmmﬂu (gﬂ‘w 4a) Iummml 01433 Ful
scan6 (19197 1) WAz Full scan? (9197 1) Az6nu90
LENAT (1) WA (7) mﬂﬁiﬂﬁmmfj’l(gﬂﬁ 4a kAT 4c) bl
nanmulunImagatazIundn Asiudanisldlvne full
scan iitatnapgaiifadialunisuan a12 (1) wag (7)
AtRil SIM mode 184 GC-MS aagnianld wasann
Tnuallannnsnidendnuisracleesundesnisld uay
iB9anans (7) %38 benzophenone-D10 tuanslalalni
(isotope) agiuulatuu (1) Mlalasiauazmen (hydrogen
atom, H: 7171 1) gnunuiidnsAameGanazna (deuterium
atom, D gﬂﬁ 1) A1U91 10 fﬂ”ﬁmuﬁﬂﬁﬁmﬁﬂmmiw@q@
189817 (7) He1 AR m/z = 192 ennndians (1) Al miz
- 182 uazANNLANFNEATIaa LA RaeLAteunan-
nipas

A= {11
i (2]

S S WP Y, L Ya—

e T

4]

717 3 GC-MS TAsunInunsy aasn1suanansHan (1-6)
ANNENdY 100 mg/kg Waldas a) Full scan4 Laz b) Full scan5
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&, | (8
i 3 |
b) g .
|2'—'> 0., 4 {f)
1} '\-J]I...'. q
| '|!
(4] |
K el L 26
: 13} (5 I8
b | 14 ] A
o 1. —-E'-:)‘"' 11 g"l?l
2 | Y |
I
| | |
: " S Y |
e | 2 'ﬁl_a

i‘ﬂ‘V] 4 GC-MS TATH INLNTNIRINITUENANTUAN (1-7) AN LENTY
10 mg/kg Lu’ﬂilfmﬁ a) Full scan5, b) Full scan6 waz c¢) Full scan?

3.2 msAnEmMsuanasuanuulENiug aywus
uazasunsgIunelunig GC-MS 1agld SIM mode

Lufammmfswammmmmm@@uuwimmmﬁ Full
scanb, Full scan6 waz Full scan? ([51’1'3"1\‘1‘1/1 1) wnd5u gy
SIM mode 184iA781 GC-MS azlfiiu 33 SIM1 SIM2 uay
SIM3 ANNANAL @m’mﬁ 2) Tnel Mass list 299817 (1-7)
a7 3Taazgnaeldimdleuiuiesusunnsnaiunssay
warlunisideninuaaredlessuiieliaanndesriuinai
a19 (1-7) eenanneadul uaziieAnEdINsiin co-elution
18917 (1) uaz (7) Weguuniresfeunadniliniuia
Full scan5 984 SIM1 (13799 2) A2@INARBNNINARBLINN
Burasuulsilunlugnsainfietnanszanmvizely adls
NARRIATIINIIMNINTIUIINANTATALNINTTIUHAN
(1-6) haza7 (7) %qﬁmﬁqﬁLﬂummmwmmﬁmmﬂlu
FineiAg SIM1, SIM2 waz SIM3 (m‘mqw 2) Lmem’]W
mmﬁmwimmnmmu% T I sundsunauu il
Tuu (1) anansarinded1e 1 wodiudaunisaaansm
mmﬁmwimmnmmmﬁ@“ummmfﬁu (slope) Anariu
WWniae Lwlm'muﬂ@%m@u@umummnmﬂmmﬁm
(Correlation coefﬁqlent), > 0.995 (m‘mw 5) mmum
Winldd138 SIM1 Beinaesdns (1) way (7) aanu1finan
IndiAsaiunan (6.15 uaz 6.11 wI mnandy) uazla
@WNW?NLLEIHVLMN‘BM Full scan5 WsinsMunmT3Iueedans
(1) mmm'ﬂ‘mammmuwuwwrmmma (1) waz (7)
wnu Y waz Anndinduresasazatannsguuulelu

112

luunu X anniamaaausg GC-MS 38 SIM1 Aty
Wumss (= 0.9992) iiuReaiuia 1438 SIM2 ( = 0.996)
way SIM3 (= 0.9984) (19197 5) TafluAsNnans (1) way
7) ldiim co-elution waERNUdINATRINI TN
Ta¥luu (1) anansainsaetng 1 PHUFuulsn Tyl
DluFunnigann Wethumaaaudag 78 SIM1 SIM2
waz SIM3 liAaasreasanslaiug (1) Aie 425.9, 430.8
WA 445.3 Raaniudenlaniy Aua1Ay 9AN LA LuLAN
snsfueealdedAnyneadia (F  =51432 >F =

0.3223) memmummnm Anova : single factor T,mﬂ
T17unsu Microsoft Excel

A3 5 wan1sulFeLIiELNITa NI IR UTR LY
T Tuw (1) \Wenegavulng GC-MS fn83d SIM1 SIM2 way
SIM3

Conc. Benzophenone (1) Peak area ratio of (1) to (7)
(mafL) SIM1 SIM2 SIM3
0.0000 0.0000 0.0000 0.0000
0.0440 0.1049 0.1203 0.1088
0.1062 0.0750 0.0584 0.0618
0.2395 0.5633 0.5969 0.5839
0.5566 1.3257 1.3603 1.3389
0.8543 2.0712 21427 2.1554
1.1315 2.8155 2.8567 2.9365
Slope 2.4539 25111 2.547

Correlation coefficient, r* 0.9992 0.9996 0.9984

aziulaainisldwmaiia IDMS Tasdenldans
benzophenone D10 L‘]Jum‘a“u’]mﬁﬂumﬂlumuﬂmme'“vi
Al GC-MS (SIM1) mlmmmumlummmm”u AR 24
ufm Tiu mmsmmwnmﬂmmmummmamu‘imwmu (1)
Aimn1g co- -elution mmumimmﬁmmﬁlu ) LAY
ﬂiﬂﬁ/\lmmﬁmmimumwLﬂuLiuMia faﬂw\ummﬂmWMm
"Lﬂ‘lmmﬂ?mmmu‘iwl‘ﬂuuiumazmmm@m\m 1 WL97 A9
151”134memqamquuﬂmﬂmmmammmﬁuﬂmﬁ SIM2
Lay SIM3 Fedadldsveay mﬂuﬂgmmmzumﬂ GC-MS
U 29 LAY 41 UNT ANNAIAL AIUANZ AN AN 1D
nsuanansnanulanTuuLazayiug 294 6 1iln (1-6)
mﬂmmuﬂ GC-MS Faufiumaiia IDMS wimmnmimnm
ASIHl e mmqvmmmmmmm@muum%mmﬁ Full
scanb (mmw 1)LL[§]L@®ﬂQ®1@®@H®')ﬂI§]’]N’]ﬁ SIM1 (1379
‘Vl 2)
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3.3 mamfsauans (1-6) Tuﬁq'ﬂzi’mnixmwﬁqmi'mﬁ 2-4 Fragnz NNz aNTas GC-MS Aanunle

Wehanzivinzaneaunaiin GC-MS NN LN MAReLILENA1ARARIBENNIZNNTZATHALITUN A1
3 faeeng (memx‘m 2-4, ﬁ“ﬂ‘Vl 2) wﬂ%uumimummﬁmmmnmm@mmuﬂﬁmmﬂi.vmﬁ”l,mslumimuummmm‘w
289N92 A LN IOLAINENT HANINAALAINNTRELITLEATEY GC-MS wimivmnqmmnmmﬂmm 2-4
mﬂuﬂum’mlujmgmmmqw (1-6) F9ANNTNDY 0.05- 5.0 N@@ﬂij\lﬁl’ﬂy@ﬁli‘ > 0.99|0) WULWﬂdﬂ’li‘ﬂuLﬂ@uT'ﬂ\’l@’]i
1) Tuseeail 4 (nsenadiinig) dinnn 0.94 Tadniusenlanin winlu TasidedsvesriAundusesans (1) Ae
ey 91.1 (Hnansumsgauauidudu 1 Sadaninsiedns) TeAtiduldmuinmaiivueiissyldlu AOAC Peer-
Verified methods, 1998 finuualifesazaesrpunduresansiszduaudiudi 1-10 pom Avsatflutdan 80-110%)
[9] uazillafansunANAUNALLEIENT (2), (4), LAY (B) TNAWINGL 97.3, 98.6 LAY 102.4 AMUAIL An9vsaNFAAL
mﬁuﬂﬁmﬂummﬁmmﬂﬁuLsﬁuLﬁmﬁu %ummdqmmmmumiﬁq 4 Hilp ﬁ\iﬂ@mﬁmmmrﬁm@ﬂ"lummsﬁms
ganFula muiummmmmLfmmmmmummmmi (3) uaz @7 (5) TellAnagiFeeas 119.5 uaz 142.2 ufiazagiiu
nausstensy uilinssnuseranseanmeruiiesannlufethefiinelinuaissengnn

A131497 6 #3UNAN1INARBLFAIBEN9ET (1-6) TuFaetanseaei 2-4 paenailn GC-MS:SIM1

Faaned 2 Faatned 3 Faatned 4 ALane
substances Conc. recovery Conc. recovery Conc. recovery recovery
(mglkg) (%) (mglkg) (%) (mglkg) (%) (%)
& Tainy 107.4 Tadwy 65.9 0.94 100.2 91.1
@) Talww 120.1 Talwy 72.1 Talwy 99.7 97.3
3) Taiwu 156.3 Taiwy 90.0 Tainu 112.4 119.5
@) Talwu 114.6 Talwy 73.34 Talwy 107.9 98.6
(5) Taiwy 175.6 Tainwu 114.1 Tainu 138.8 142.2
6) Taiww 133.8 Talwy 68.5 Talwy 105.0 102.4

4. a5 (Conclusmn) .

mnmmmmamqvwmmwmmm GC-MS LW@LLﬂnmimmqumWqu 1) WazayAus (2-6) wudilald
benzophenone D10 (7 )mummﬂumwmmﬁmmﬁlu Lmﬂﬁummmmﬁ”wm GC-MS {luwuu SIM mode Tagl
\@aNN1935 SIM1 LazFAIgUN)NT895aLAANTIANNAS Full scan5 @a1unsnuenansuasiuulsiiuuLazeywus (1-6) 16
el 24 i fmmimmLﬂunm‘vxlmmﬁ'}ummmmmwwmimmmuﬂivmwﬁwmuwuﬁmmmw@mmﬁm (Correlation
coefficient), r* > 0.995 Lme”mezﬁmqmﬁﬂmié’lﬂmmumﬂ?mmmim -6) mnmmnmm@mqmmmﬁum
W2 411U 3 FR0Ene FaRaNIMAGELNLIREN s tudieuesan sl T unssnaruNet (Feshad 4) luFunog
0.94 Tadanfusianlaniunszani (%recovery = 91)
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seuiifludounihuessnideGos “mimmqmaﬂumemmmﬂmammlmmmmiﬂi”mmm“mmmamm
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