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Determination of Trioctyl Trimellitate in Water by LC/MS/MS
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MARGREET ~ V) 7 & L R ESE - PCBREBRA
K T I U AR 78 Milli-Q Gradient 12 & D FE L 723 D,
LC-Florisil (1g/6mL) : SUPELCO (Glass Tube
w/PTFE Frits)
Z ORI, RIS, LC/MS M £ 72134
A 2 7z,
2.2 BIEE
2.2.1 LC/MS DREIESH
(LC 4%&fF)
717 & ¢ Atlantis T3 3um 2.1mm¢ X 150mnL (Waters
1H5)
BEMH:AIK B:xAy /-
0 ~ 20min A:B=21:198
¥ & 0.2mL/min
HT LRE 40T
AR 10 uL
(MS )
i HBERE © Micromass Quattro micro API
Cone : 30V, Collision : 46eV (n- % 27 F VKR N 2- =
FNF TOUAR)
Cone : 20V, Collision : 22eV (7 ¥ VY F+ 7 5V -d,)
Cone : 25V, Collision : 16eV (7 # VY 7 =)V -d,)
Cone : 25V, Collision : 16eV (7 # VEEY 72V -d,)
SourseTemp : 100 C, DesolvationTemp : 500 C
DesolvationGas . 600L/hr, ConeGas : 50L/hr
A 4 1t ¢ ESI Positive
E=F— A 5476619311 (n- 7 7 F AR O 2-
IFIANF VIVR)
39557 = 1531(7 # VEEY F+ 7 F v -d,)
4236—1531(7 ¥ V&Y / =)V -d,)
45162 —1531(7 ¥ VY 7 )V -d,)

2.3 HPominE

INTEEOBREE & B 2 1R § . BB, A
E A IEIC O W TG Lze ZORIE TRiO & B
D ThHbo
CRE ARl 2D

FHEK 100mL % T A ¥/ — )V 10mL K OkEHK 20mL
TaryrF4ya=ryr7LzEMEA— MY v PI210mL/min
THKT o HARK T, BHL— MY v T 2REK
20mL THEWr L 721k, 540MaAR LTk, x4/ —
45mL 2 W T L7z MR (2pg/mL) 5 uL 2 3
g, X% —VEHWTsmLIZERL, B E Lz,
G 4 fli L 32)

AEK 100mL % 200mL 2 D40 2 — MSERILL, 3
b+ MUY A5g ZWEMRE, Yrun Xy 15mL 2Nz,
I0GHRE DT 5, Yrou Xy v JEERIE, FE
Yruu Xy 10mLTHRE ) 2T WMHEIZA
b7, ANFH 2 10mLA@wmL, #KmEES Y >
ACHKT 5o fiHE, ~NFH 2 T50mL F AR T 5

WCHENC AR, O—F ) —INKL—¥—%HnTiz
BESFHE TR, BRA A ZRE T TR A

L, NFH 2 ImL IS L CRUBHITINE %2 1572,

FHTYr7uu Xy y5mL LN FIH 2 15mL TS L
7YV Ah =)y Uh 5 LIREHEEAN L, W
MxZH T LRy FETFFTHhSE, AFH 2 2ml LT
20%Y 700 X% v ANFH Y 5mL CRHEES LT T A
BETH % PE\V aA A (Z OPEEHE 1L BESE), A ¥ v v AL
RBEE2 2y L7k, Y700 Ay y5mLTh T
A0 HMEHEZHINT %, BHRE SRRSO
DR AR E R, VRO RX Y ) —IVICEL, R
W 2pg/mL)5 ul ZWIM L7282, X%/ —VZHWT2mL
WCEAL, WEMRENR E L7z,

OIEFEHhHE
s [T B [T Bkesse [T BH | m-es [T Lo/vMs-SrRM
100 mL c8 PLUS 5min MeOH 5 mL /=) 5mL ESI Positive
@i = s

s [T e [T Bk [

g)—=27vT ki3S "] LC/MS-SRM

100 mL CH,Cl, Na,SO,
NaCl 5 g 15,10 mL

7001 2nd Fr ESI Positive
20%DCM 5 mL 2 mL
DCM 5mL

X2 HBHE7Z7O0-—F+—+
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3 BRRUEE
3.1 GC/MS BIZE DtxEd

N1 Ay MDA TOVHE & FEM O S
AT AHT7HIVBIA T VT EE I
GC/MSTHlZE"EINTWDL I ENH,
GC/MSIZ & AMEERMTZ H1 T LK 30m
DF ¥ YT —A T L (AT PTE-S,
JBIEL 0.25/m) & V723G D~ A7 0= b7
SAEK3ITRLAAD, PRy MBS
AT VEIL, BHE T I NVBT AT VET
HHY-n-FYIVTHL— LD
B2, MO THIE LIS WEEZ R
eI N, P AY Yy MBI AT
VDO AART Pk, 2-ZFVAF ¥
WMRD T 57 A M F v OWEIE TS
WEIAASH B D OO, fiRd THEBL Twiz
(K1), ZOREIZHBEDOT ¥ VBT AT
VI D —H <, B (X5) %E L
ZREZ R L, 01ug/mL BT Ol 12
WTH o7,
3.2 LC/MS BITE Di%E

WETEDHI S 5 7 7 VBT 2 7 VHHASESI
Positive E— N T T 5 L oWEH 0 %
B LC/MSIZE 2 ZMET L7zs b
YXY oy MBI ZAFVEIZ, M6IRT X
92 ESI Positive € — K THT1 A4 F+ VI
W3 22 71 b A4 4 > (m/z 548)
I E N7z, 72 MS/MS AT ClE, B8
EowmwTa s s A4+ v (m/z 193) 251
HEN, SRMEEIC X 2 KB AT 30 g C
Hotze PIAY Y MRIATIVEODLC
SHEDIRNZ TR L72AS, n-F 7 F )
K& 2- ZFNAF VAR E MBI HES 5
ENTE, FNEEREWETHL 7
¥ VERT AT OVEEKEAR L b 5 HET EE
Holze BMERZRSITRLEZD, wih
3 0.1ng/mL ~ 10ng/mL o #i P CE it %
~L, GC/MSIZ X 2l & ik L <45
BERRECTH-7. B, M) AU b
BIATF NI TSV NoliEir- 7z
WalE, 797 FELCOF— M

PTE—-5(0.25mm, 30 m, 50 C (2min)

BP=305.00(64395] TIC=442769 RT=00:36:24.97
100 %

5ng n+hexyl W-7 1S1ng 50-200-7-3

[305]=148480
2-F L AR n-A4 2 FaE J\
Di-n-nonyl-d4 7T AT LK [153]= 465664
*Di-n-oc yl-d4 ﬁ Di-n-decyl-d4
k‘ TIC=3992727
A N
20:00 30:00 40:00

3 MUXUy MBIXFIVFERY T ZIVERI X T ILEED GC/MSEIE

—20°C/min—200 ‘C —7 ‘C/min—300 °C (20min))

BP= 55.00(100839] TIC=1120464 RT=00:29:29.18
100 5

305
7
305
4
12 193
0% 50 9% |
12
H " 5 Al o=
A i L "
a0 w0 a0 s e 7J l‘l“l|" [~ M‘ [
00 200 300 400 SO0 600
n-4 7 FLk Q- FJLAF LR
a4 KUXUy FNEITZXFTILED GC/MS AT ML

Compound Name : Tri-n-octyl 0 Ton (M/Z) @ 305
Non Weighted Linear Regression
Ratio = 3.04451881 % Quantity - 0.2441875

x 1

O — 1>
o
1

QUANT [me]
n-A+7 %/Vﬁi (%ﬁ%ﬂ%%ﬁlﬂ 0.1~1u g/mL)

Compound Name : Tri-2-ethylHexyl O Ton {M/Z) : 305
Non Weighted Linear Rezression
Ratio = 2.60780772 # Quantity + 0.1760072

x 1

O 1= m
o
1

0 T T T T | T T T T >
1] 0.1 0.2 0.3 0.4 0.8 0.7 0.8 0.9 1
IJLIANT [ppm]

9T Lk //V{ZS (R EARAGFH 0. 1~1, © g/mL)
5 RUXUy NEEIXTIVEDIZERR (GC/MS, WFZH: Di-n-nonylphthalate-d.)
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20080818_BTOTC_768 130: S ES+ 20080818_BTOTC_767 1: Daught f 548ES
T - 548 Ca?sge; T ~°1 193 augners e 9.63e+7
1 T AARY F L Tagy s F
549
1 417 550 684 ou8 1l|35 205
O e e ""|""|'"'|""|""|'"'|""|""|""|""|""|""||""|"' L U s s L LS LAy LAY LAASN LS LSS LALES LSS LALES RALLS LALES LA LS nanss B 04
400 450 500 550 600 650 700 750 800 850 100 150 200 250 300 350 400 450 500
K6 n-F7FIEDTIINRY MLETOAZYT M F2ZX~xT ML (ESI Positive)
20080818_BTOTC_291 MRM of 4 Channels ES+
_ TIC
1.56e6
T RN ) =)v-d,
1 / 10ng/mL
T ENET T F-d,
10ng/mL
1 T HENEETT T,
. 10ng/mL
2-EF)AF UK 10ng/mL
i Mq_ n—-74 7 F /L 10ng/mL
o T T T T T T T T T T T T T T T T T T T 1 Time
2.00 4.00 6.00 8.00 10.00 12.00 14 .00 16.00 18.00 20.00

Compound name: W755

Correlation coefficient: r= 0.998041, r*2 = 0.996086

Calibration curve: 6070.2*x+ 117106

Response type: External Std, Area

Curve type: Linear, Origin: Include, Weighting: 1/, Axis trans: None
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400004

300004

Response
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100004

FRUXYy NERIZTFIVFERVC 7RI XTIVEOSRM 7A~7 TS5 L

Compound name: W705NB

Correlation coefficient: r= 0.999281, r*2 = 0.998562

Calibration curve: 5776.93 *3 + 41.9998

Response type: External Std, Area

Curve type: Linear, Origin: Include, Weighting: 15 Axs trans: None

Response
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YTIRRNT AT —A M= EsN o, T4
VITT A IR T 72,

XS IBARMEATE VW 2, LC OTEABE 2 &K
% ENA TVEERP LC ORERNOWE P FE SN
72, EABBOEGKEOLEEZHE L2 (K9, HW
W I BYER L D 40 %L Lo KB TR EMEIMET§
LA ZIR L7,

120

100 R
R —

60

A EFRAE

40
——n-FUF LK

—— 2-TFILAFILE

20

(] 10 20 25 40 50 60
E7KE (%)

9 LCAABRRDEKENVENBRE (EEE) ICSAIE

3.3 EtEdEEO®RE

AERE S Ofi g2 ZREE AN A — MY v V%
I THEGT L 720 FEBRIAFEIK 100mL (2R #E 5 50ng %
wWhntzEARL, EHAI—M )y T2 Xy )=, TEb
YESML T L, BMA— MY v VEEBLLAHIX
vruuxy yTHML, 55 O RE
WfEfR, A% — N 5mLIZEA L CHlE L7z, Z DR
Z10ITR L7z, C8XEMMETH A — 1) v I
DRV EZ /R L7z, C18, PS-2, HLBZ® A%
— MYy YOEIEIF L, am L B S O KA
AN LTz (REBRTIE, A0~ M %2179
BRIZ 34T TR D IENT 24T D B Do 72728 40 %FEED
GEIER L 5TV 5) o JGYRASEAIM 2 L2

WTAICTR T 2R RNIE, TS O KR EE AR D
T2, MEWEA KB TR AFIRICZR D, FEHIC
e SN FICHEAMHOBRE 2 @83 2B (F v ¥ 2V
FB)BELTHEbDEEZ LN,
3.4 KM O®E

A O M (3.3 3H) 1I2B\WT, C8 LISk A 4
— MY v I O&5 B (FEAE L A O RO &
SIS 10001 E LIENZ E0D, Yraax sy rickb
DA S DI AA T3 R ReEAVRIE S 7z, X111
Truu Xy ye e Ao EEE 2R L7z,
B 2T b e WEEIZIEPHEEB Y 40 2RO [
L o2y, WHEAT) LEERmLEL, ZoxhE
IEHE S A SEATHNCIRIN L TO, AT L TH A
bbhahoie, T2, R121TRT & B & (NaCl) #
1%L BT 5 & HWEIZIZIZ100 BRSNS Z &
AHL, ZoOBGIIMLERE AT ICEHELTD
Eb Lol

120 112 10

104 103

100
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40 ——

20 —

NaCIZFMLG G REREERMFMLBE  BEREERRISEMLEBE

[Bn-oF Ltk mo-TFLAF L]
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60
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11 RaHHICE T BIEFROHER
120
101 101 103 101 s i

100 196 Q98

80

60

40

20 —

0

0% 1% 2% 3% 5%

[@n-AoF Ltk mo-TF LA LE]

20 —

EZ RP-1 cs8 c18 PS-2 HLB

[@ 15t A2/—)L W2nd 7Hby O B4 |

10 ZEEMEH I LICLBHE (n-F 7 FILE)

12 BREORAMHEICH T 558 HHEE: Jranxzy)
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35 7U—=7 v TOE

W4 T, AR R U C A E o
WESHINST 27720, 7090 I vh 546 (0g, oA
WA ) B2 ) =0Ty TRaBEL, Fokk
RAERLIIRL,

TN INA T AL, Vruu Xy s Ea
ELTy =TI asnz /2, 7u) I b A
ZYyruauRAy Ryl by CTHNERE LZBIIATY
YOG LA T, FRkiEEiTb e oY
HLEMSOBEHAFTHEEINTVWLZ S, Y21
O X% yR7 1 b Al X BRI LG A
ANFHF X BB L) BET 52 LA L 72,
B, T b THAEGELZSGEIIE M) XY v MR
IATVEOBERP RO ELS 2D D0, FARED
BWTE A7) VVOFEHLICRI RN TH B 2
EASHIH L7z F72, MU XYy BRI AFVEHIZS S
LEDIA VY I A= a YPBEINDD, ZOHRF
W2 XD A T A0 HEIT MY OB BT %
ZENTE,

£1 7OUJNWA—NIyTHILIZER )Ty T

o L by
sags| o8 | omm | Tar | k|
2z (0
EMREEC) mug )

fr.d Hexane 0-5 0 0

fr.2 30%DcmHex 0-5 0 0

Hexane 01 0 0
SmlLx2 1-2 0.7 1.9
fr.3 Dcm 2-3 44 72.6
3-4 63.2 36.0

4-5 7.9 1.5

fr.1 Hexane 0-5 0 0

Dem fr.2 30%DcmHex 0-5 0 3.2
5ml 0-1 0.1 8.2
Hexar?e 1-2 64.9 73.5
5mlx3 fr.3 Dcm 2-3 65.7 32.5
3-4 1.7 0.9

4-5 0 0

fr.1 Hexane 0-3 0 0

D fr.2 20%DcmHex 0-5 0 0

cm

5mL. 0-1 0 0
Hexane 1-2 78.6 87.1
5mlx3 fr.3 Dcm 2-3 24.7 16.9

3-4 0 0

4-5 0 0

fr.1 Hexane 0-5 0 0

A fr.2 30%DcmHex 0-5 0 0

cetone

5mL. 0-1 0 0

Hexane 1-2 0.8 2
5mlx3 fr.3 Dcm 2-3 30.8 44.3
3-4 52.6 42.9
4-5 35.5 15.6

F: Ac:7tbY  Dem:UoOoOoAZy
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3.6 EEERY -2 ROFANIIKPRIFEHEBRRER
KB B ZENZMET S HNT, 5HEA2 )
— =Y 7R G L 7o AR RN 1 R D SRR
Z100% & L7 B R 2 R 21K Lo n-F 7 F VR
IRVE T QY COES MM 2R L72A%, 2- TFuA
FUNMKRETORBREMICB O TLRETH 572,
L2 E O 53 TIEEREHRINER T & 5 720 S o0
ZhMGL, HMWEZHMT 5558055 508, R
BELIZHMEZRBTE WG L H 5720, FffEzm
NI RRAER 2 A5 L BT IR A L TIPS BT B
BREMZWRE L7z RIWIRT LIS, n-F 7 FVEIZ
WG C TEBORAE L 72358121340 85 %A AF L, I
WZETH D Z EAVH L 72,

K2 PEEITU-Z2THE

MEEE  1EEEO SHBENEFE
hHs P (ue/L) AR (%) BEA (%) BAFR (%)
5 05 98 98 44
749 F LK 7 05 100 92 103
9 05 97 106 116
5 05 102 100 89
2-TFILAFUIUER 7 05 107 98 97
9 05 109 99 103
+£3 RTEMHEER GAIK)
RINE EE Y 1S o
nEE (ug/L) (%) OV (%)
n-AJF LK 0.1 84.1 25
2-ITFIAFTVILE 0.1 103.9 35

3.7 RINERNE RO H TFERIE (MDL) D&ET

TR B O AR S 2 T RISl 3 B OV & il i &2
I TEIMEEE 2 Meat U7z AR o0 [ DR 1 i
BYERE DR T0% LKL, F722- ZF VAT VIVED
BENEPRE LM ZR L7z —J7, W4 o mI
FIF 95~ 105% & VIR EZ R L7z (F64),

Mt T BRAE (3 % i C n- % 7 F VKA 10ng/L,
2- TFIVAF Y VRHH) 20ng/L TH - 720
3.8 RIEEBO DB

AR 2 B O & SRS X 2 0T Bl &2 (X 13 JL 08 14
RS MBI KE2 A U AHEY — 7 I3 S
o723, WA TITREKICHRT 2 L Z 2 6Nb
TI v rMEN, 5% 7T 7 ORI S LT
DRED BTz,



4 FEO

WWHITHL M)Ay NN X2 F NV (-4 7 F

WKL O 2- ZF VA F 2 IUR) 12DV T LC/MS/MS %

Mz e gt U, KISR TR E 57,

1) BESWE I, mikrozo GCRFERAEL,
GC/MS IR 2 KEE DKW 720 %% L7253
T o 72

2) WERNSRWE X, LC/MSHH Tidw§h b ESI
Positive €— FTA + »fL &, SRM(MS/MS) i
2 X BMEDTTEET, GC/MSH:AZ il L C T4
FERIREETH - 720

3) MESISEIL, #AHR S T A (Atlantis T3) THIH
WCHEECE7D, 79V M TIET—A MY
— I DELDID, TAV I T4y 7 2BEHMSE

P2 T BB D > 72,

4) AR T, BED R E AN EAE & OAHEAER
% LICHEMHZ @85 2 BI% (F v ¥ R VRIR) AELT,
C8 DA D FEA TIZ 143 7 BTG S e o 72

5) Yruury yROANFT VR A T
W&, HENTZ AT D WA IR AT 40 % FEEE LA
o 7278, 1%L EOXEHT T 100 %235 LR H 35
b7z,

6) 7Y I N A=t T HTEERCEZ) =0T
v I, YRR V22 SRR R 1T o 1R,
ANFF LB HBEEAT) S LICXY, EEEO
BiGe 77 v 7O 25 Z L3 TE 72,

7) A& P EATRN R R L TR LR e
WIS NI, T T 2 TMEDENKIED D - 720

x4 BIEAREORETIR(MDL) X UEE TR (MQL) DEH (KE)

mE% ot LN erorw 27N wrornn B0
BIALIE % [E 484 (C8) 2 2
ER s Ik Ik EK
A2 (mL) 100 100 100 100 100 100
ZERME(hg) 20 20 10 10 10 10
HEHRERENg/L) 200 200 100 100 100 100
=& EE(mL) 5 5 2 2 2 2
FEAEE(ng/mL) 4 4 5 5 5 5
EEFAE(uL) 10 10 10 10 10 10
BIET 5T (ng/L)P 0 0 34 142 34 14.2
ERME B (ng/L)? 0 0 2.7 9.1 29 15.5
R 1(ng/L) 142 174 100 109 98 121
#ER2(ng/L) 135 148 99 120 97 118
#£83(ng/L) 146 171 93 108 104 130
#ER4(ng/L) 139 162 102 115 95 115
#E 8 5(hg/L) 135 130 97 112 101 119
#ER6((e/L) 134 128 98 111 99 123
#ER7(hg/L) 142 90 97 109 97 119
FE{E(ng/L) 139.1 143.4 98.1 112.1 98.4 120.8
EEERE(ng/L) 476 30.06 2.81 429 2.90 4.71
MDL(ng/L) 18.5 116.8 10.9 16.7 11.3 18.3
MQL(ng/L) 4756 300.6 28.1 429 29.0 471
S/N
CV(%) 3.4 21.0 2.9 3.8 2.9 3.9
Bl EE (%) 69.5 71.7 95.3 102.9 955 105.3

HMDL=t (n-1,005)X on-1X2 ¥MQL=0n-1x10

OEET 00T HHTRI I RDADNEVKE TS RFROBEETOEIEL-ED FHYE
QAT MOLEH AFEMITRELZFML TOVRLKETEEN S REDTYE
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Add-1 River C8-Plus 20ng/5mL/100mL IS:10ng/5mL W755+W705NB Waters Atlantis T3 2.1

20080818_BTOTC_659 MRM of 4 Channels ES+
10.78 547.66 > 193.11
100+ A
97 20ng FHN f 12‘“06 6.72e4
4 3l
. eEFANFIME || A FAE
| |
= AR
] | I
|
U\
0 L S L A L B L L B B B SRE
2.00 4.00 6.00 8.00 10.00 12.00 14.00
20080818_BTOTC_656 MRM of 4 Channels ES+
1001 1oj7o 547.66 > 193.11
1 l\\\mj]u \ O 80 92463
] 10. 54' \( 11.93
i M/ F(Jm 14.26 14 97
\Q,
-] 10 12 m TR R PR Y Y N
4. 1%53 4.96 5.86 093 ) 7 Ll “JNW WW
] f i *""‘“WWMWWWMWWMW
2.00 400 600 | 800 1000 12,00 14.00
20080818 BTOTC_654 MRM of 4 Channels ES+
00, 1131 12,02 12.93 547.66 > 19311
| TV 7 " %“}w'#“w % 5.27e3
] 1o 97 4 " F }f W Wil W\ PMJU
=) vf"L"‘ 722 6.22 FB?’ 10.54_
B Y ‘
| ‘ WM M W WM VJWWMW MW{W by MW " W)‘q‘
0 H\HHH“ T T T T 11— [ime
2.00 4.00 6.00 800 1000 12.00 14.00

13 Ak (EEmEE osAv 754

Add-1 River 10ng/2mL for Recovery 1S:10ng/2mL W755+W705NB Waters Atlantis T3 2.1-

20080818_BTOTC_734 MRM of 4 Channels ES+
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