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DEHP DNOP BBP
1902 precursol ion: 279,158 14902 Precwisot lon: 279,158 L: 1892 Precunsor ime: 391.283 ¥ 4902 precursor faw: 391.283 i 8108 Precuesat ion: 313143
NCE: 10% uCE: 10% ot 5703 WCE: 10% nCE: 10% .2 nCE: 10%
18 171.09
20508 5 | 113.13 279.18 L 26145 39128 205,03
1 N 1 | T ! 1 i
14902 Precusses ion; 270,158 14802 Precursol ioi: 279,158 ‘:’ 182 precursor fon: 391.283 1902 precursor ion: 391.283 9108 Precuisor fon: 31343
NCE: 20% NCE: 20% * UCE: 20 HCE: 20% 148.02 NCE: 208
5 6703
20588 4417108
20503 L szan b ane nl e ey 18 20509
149.02 Precuisot tom: 279,158 149.02  precursol jom: 279.158 .4‘0 sz Precuisor jon: 391,283 14302 Precursor i 301.283 9106 Piecuisar fon: 313,143
3 NCE: 30% N NCE: 30% ¥ nCE: 30% : UCE: 30
o s “ o 149.02
£ . .
File o ELLT
3 5 et
o Y o«
14802 precwsol fon: 279.158 14902 Precwsor fon; 279.158 ¢ ' 1302 precusor fen: 391,283 ' 14902 precursor ion: 391.283 2 9108 Precursol ion: 313,143
BCE: 40% NCE: 40% 3 ': nCE: 0% 3 _' NCE: 40 § nCE: 40%
B
. 1a9.02
29 {7109 + {r1.08 l
y At N
14302 pracutsot ion: 279.158 14902 Precursor iow: 279.158 WS  Precuisor fon: 391.283 14902 pracursor ion: 391.283 9106 Precusor iom: 313,143
nCE: 60% NCE: 60% ‘: nCE: 60% NCE: 60% o NCE: 60%
& <
4 » 143.02
57,07 121.08 247109 i2is3s ¢ {7108 12103 B |
2 ) »
143802 Precursor iom:279.158 149.02 Precusor ion: 279,158 "¢ W2 Precwisor fon: 391.283 14802 Precuism iom: 391.283 i 9106 Precursol ion: 313,143
1210 NCE: 904 HCE: 90°% 1 WCE: 905 ¢ 218 HCE: 90° * NOE: 90%
¥ 165,04 2} 12103 5504
5 4 4 | 6504 55.04
‘33»0'3 H B .05 =+ | |sa.001{104 . [P35 111 e L5, 149.02
. ; A el = 5 -
60 100 200 300 400 200 300 00 60 100 200 300 a0 80 100 200 300 a0 5 100 200 300 400
DCHP DNHexP DINP DIDP
e 1as.02 |18702 Precursor ion: 331189 14802 Precwisor fon: 30718 7 14802 Precusor fon: 335,221 ‘,;;;23 Precursos ion: 119315 it 35.10“1 P Piecuisor |.«m: 447.348
’ nCE: 10% WCE: 10% “ nCE: 10% 2715 WCE: 10% 71os . nCE: 10%
249,11 R 149,02 44136
# i 9352 R I
i a1 121 149 307.13
231.10 33118 21840 2 anw. 22312 167.08 ziss.m | l | 16705 i |
h N H
1a9.02 16703 Precursor ion: 331,189 14902 Precurset ion: 307.189 ”: 14902 Precursot ion: 335.221 7103w Precursl ion: 419.315 B fes.o Piecursor fon: 447.348
NCE: 200 NCE: 20% @ NCE: 20% 510 nCE: 20% 109 nCE: 20%
5 143,02
atott P 127.15 99,12 10117
s LR #1 s, 167.08 ;5 293,18 1 ||1ere= 307.19
N s : 3
i 14802 Precuisor ion: 331,189 14902 Precwsor ion: 307.189 14302 Precursos ion: 335.221 71.09 14302 Precursol 85.10 Precursor jon: H7.348
@ HCE: 30% nCE: 30% “ NCE: 30% 85.10 WCE: 30 Hos 1as02 NECE: 30%
L 167.08 @ ¢ s
“ iv 99.12
5 E W oesw, ¥ ¢ |
E3NA o
i 149.02 Piecursor ion: 331,189 14902 Precuisol fon: 307.180 & ™ 14802 Precursof ion: 335221 % 143,02 Precursot fon: 419315 ¢ ® 85.10 | 149.02 Precursot ion: H7.348
bl NCE: 40% NCE: 40% e NCE: 0% Fmos WCE: 40% % ¢ ldo NCE: 40
5 & w & 85.10 &
»
167.06 EX R I
1 4
149.02 Piecuisar fon: 331,180 ™ 18802 Precursof ion: 307.189 :’” 14902 Piecuisol iom: 335,221 149.02 Precursat ion: 419.315 148,02 Precursol o -H7.348
nCE: 60% “ NCE: 60% ," uCE: 60% HCE: 60% WCE: 60%
@ 7109 708
% . 85.10
= 2103 315‘“321 3 112"0
@ L h
149,02 Precuisol ion; 331,189 14902 Precwrsor iom 307189 14302 Precursol ion: 335.221 149.02 Pracursol fopn: 419,315 149.02 Precursor fon; 447,343
NCE: 9070 : WCE: 90 » 12103 WCE: 9% 121 HCE: 00t : 121.03) WCE: 90%
4 5 l65.00
.  |ss0a 6504
: 121.08 % + %
66.04 w103 l . 71.0_9_17__96.03 - k | 3303
4 93'031 e I‘Lo‘ = : ! ? s o |t oS > h i 105, =
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Relative Abundance

Precursor ion: 391.283

nCE: 10%
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Relative Abundance

Relative Abundance

Precursor ion: 391.283
nCE: 10%
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80
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o O o
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279.16 | Mixture of
167.03 DEHP (20 pglmL) &
DEHTP (10,000 pug/mL
.08 o0 ( Hg/mL)
I 113.13 I
1 .
279.16 | Mixture of
57.07 DNOP (20 pg/mL) &
/ 7'1 o 167.03 DEHTP (10,000 ug/mL)
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57.07 DEHTP (10,000 pg/mL)
/ 167.03 27916
l 71.09 l 205.09 | 391 .2l3m/z
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Sheet A-S0.1

2E+8 3 precumisol ion: 279.159 102
nCE: 10°
1€+8 94 078
025 /\* 138
0
B3 3 precuisor ion: 307.189 050
o NnCE: 10% - /\ 079 108 137
\ /\
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0
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T nCE: 10% 0.47 o 105 -
o 025 /\
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ZE*6 3 placimsor fon: 447,348
_ WCE: 20%
013 s 059 072 _ ¢ e -
¢ s R, o O — {e—— —— - e e e e e —— e S nin
0.0 o1 02 03 04 05 06 07 08 1.0 14 1.2 1.3 14 1.5
Sheet B-S0.1
110
2E+8 3 Precisor fon: 279.159
nCE: 10° 075
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025 L 079 108 137
o3
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Sheet A-S0.1

95E7 149.02 Precursor fon: 279.159
nCE: 10%
205.09
i
3AET 149.02 Precursor ion: 307.189
nCE: 10%
219.10
i
2.1E4 163.04 Precursor ion: 313,143
nCE: 20%
“ 14902 195.07
l.LJ pld |l|x 1 l L 1 1 1 1 3
® 15E4 136.02 Precursor jon: 331.189
2 137.04 nCE: 20%
=
E ll& RTINS s  —
I W 149.02 Precursor ion: 335,221
nCE: 10%
233,12
A
16E7 149,02 Precursor ion: 391.283
) o
167.04 nCE: 10%
71.09
[ 113.13 27‘3'46 391.28
i L
40E6 71.09 Precursor ion: 419.315
5.10 149.024 ncE: 20%
I 12715
167.03 293.18
92E3 163.04 Precursor ion: 447.348
301.58 nCE: 20%
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Sheet B-S0.1

31EF 149.02 Precursor fon: 279.159
nCE:10%
f7~°7 205.09
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163.04 nCE: 10%
275.16
Ladod . .
18E7 fone
91,08 440 02 Precuris‘«érE !%%.0/313.143
. ‘o
205.09
I
® 18E7 149.02 |187.03 Precursor ion: 331,189
2 nCE: 20%
s 249.11
=
2
g B 143.02 Precursor ion: 335.221
nCE: 10%
RIRET doo el i
2586 149.02 Precursor ion: 391.283
nCE: 10%
261.15
1
1364 163.04 Precursor ion: 419.315
rssm nCE: 20%
uj..d.l. Loilals T td L 1 i g
BB 1 0af85.10 Precursor ion:o447.348
99.12 149.02 nCE: 20%
JEREIR]
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<Z® 2> NMR ZHWzRUBFLE Z)VEE RO
T NI AT IVEDIEMREBEDRFE

A. HEEEB

Mgt (NMR) 12, A#&Wm DL
g DOWRER EICANVDEESFEE L TIA
SFIHINTEREDN, EFED NMR EHEDE
Ef, 7o—T70%B. ¥ FIVAEENRO
MLzl EBAOWMEHNELEERE
NMR (gNMR) &L THWHNSKDITED
/7. B2 '"H-NMR & H Wi E &L, NMR
AR BV ECEREINLHEREYEB X
OPWAZEMEYE D2 7 F VRS EO Y TRV
B XKFE IcHplITH I EEeRAL. H
ERRYE B X ONEEYE D> 7 FIVED
EDL, KFEH FRBEOBEGNS. HIE
NEYEDEEEIEFEITRD S Z ENFRET
HBD, £z, WEEYBEE LT, EEBEMR
(SI) W hL—U TN RRAEEEYE
(Ceritified Reference Material : CRM) %
5 ET HOENDERMBEDOSI ML —YEY
FADEREEN, TOEEMEOEEENLD
BED, INETIZ. BEHENY. £33, X
RILEW I EADIGRABINEHRE "YE sz
E, FHBERBEELTRIASHATNEC
HTN5,

& VW EARHIEIZB W T DART-OT/MS % H
WERUEILEZIL (PVC) RO 7 IVEEL
A7 )VEE (PAEs) OiVERA 7 ) —— > V%
W5 U7 AR TIERTLEEE 971 PVC B g
CEAINDREINED PAEs i, fE{E
MOIEREICHIHPRE T H o 72, LI L. DART

-
e

EHWERBEREREEZEL TWinzd Y,

KA Y —=>2712&L 0 PAEs DEHMNEED
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NEHEE. SKE (0.1%) 2B THL)
HETHDDEERSTBMLELIRS,
PAEs DE BT, ABRIEHK %2 R,
HAZ O ST 57 IKERA F bk itias
(GC-FID) & L <13 GC-EHEAHE (MS)
ERWTHIEL., BREKREZRANTHEND
DERLEZREBBRERAVWTERT %, 20
B, RBRIAR ORI O S E Rk
DRH BN, WTNHRBIERFPICEMEEES
WA A —NEEND D, KT GC/MS
ERWESAE. MU v ZAHRICKDEME
KOBEWERBENMESNZD, EEMENL
5o EnoHEENH D Y, TDD,
RRBEEREZT 2N HETHRL THIET 54
NG 5 HY, DINP 3 L O DIDP [ fiZ b~k
ENMEWZD, FRICKDEETRZTED
FBTERBRWIREERD D, £, HRIZIX
PAEs DIAADRIEFINKEICEAZL THD,
ZTOREBIZLVIEHLRERPRERGEN D
%5, ¥lZ, DNOP 127 E BV 2
(DINA) B L LIF 7 and:d 2 DHIVR >
B> /=)L (DINCH) . DINP {3 DINCH
EHEFELTWLEE. HBBERZ 50 BmRL
THEER 130% & A, EMRESHEN
HE#ETH-o 727,
ABFFETIE.NMR % F W T PVC H D PAEs
ZIEHEICEBREMRE TS5 & EBIT. <%
D1 DART-OT/MS Z /= 10 fED PAEs
ORBEZ 7 ) —Z > THEORFESITI DR
LA )= B EMBAEOEZH LN
PVC S5t D PAEs DOk EREL 7=,



B. WA
1. HAE%E
1) #hE
OFEHER
RS TR U7z a] ¥R 5 D224,
5. CASEH., 2 FABLUOHEEZR LI
R~U7z, 728, PAEs 32T I INEBIT AT
VB & Wz,
QOEFEEME D X URAEREYH
1,4-bis(trimethylsilyl)benzene-d,
FEAEYE « Lot. KPQ4815, HliE 99.9%
MR T () #=
< L1 2B (MA) BR¥EYE : Lot. BCBG200V,
FIEE 99.99%., > <-7 IR v FH5l
EAiET Y)Y TF ) (DEP) RAFFRYE

(BTMSB-d,)
b

W& - Lot. 125, #iE 99.98%.
s & rFE Py 8l

EREREYE B X ORREREY E . ()
FERBNFS A MIERTIC X D EBREALR (SD
W L= TV IR BRI K O R E (R

PR E5ESNZBDTHS,

QERMG

BY b -ds BROERAY ) —)b-dy K

b3
@ DA

TEh REEE -PCBONTHT N

300 SIGMA-ALDRICH #f %4

ANFY o REEEK .

300 FOEHSE T 3w

£R1 FAARTHUVI6EDOPAESEIUZ DD AT EEH|

PCB # B H ANFH >

(M) PESEEL

BELLCE  psme

No. [ Y AFRX HE (%)
678 MPAEs
1  Di-n-butyl phthalate DBP 84-74-2 CygH20,4  >99%**
2 Benzyl butyl phthalate BBP 85-68-7 C1gHpo0Oy  >09***
3 Di(2-ethylhexyl) phthalate DEHP 117-81-7 CosHigO, >00%*
4  Di-n-octyl phthalate DNOP 117-84-0 Co4HzgOs  >08***
5 Diisononyl phthalate DINP 28553-12-0 CyeHs04  >98***
6 Diisodecyl phthalate DIDP 26761-40-0  CpHyOs  >08***
Z DD R
7 2,2,4-Trimethyl-1,3-pentanediol diisobutyrate TMPD 6846-50-0  CgH3004 >97
g Diisobutyl phthalate DIBP 84-69-5 C16H2204 >98
g Dibutyl sebacate DBS 109-43-3 C1gH3404 >97
10 Tributyl citrate TBC 77-94-1 C1gH3204 >08
11 o-Acetyl tributyl citrate ATBC 77-90-7 CooH340s4 >90
12 Di(2-ethylhexyl) adipate DEHA 103-23-1 CooHy204 >98
13 Dipropylene glycol dibenzoate’ DPGDB 25265-71-8  CgHq405 >95
14 Alkylsulfonic acid phenyl ester ASP - - -
15 Diisononyl adipate DINA 33703-08-1 Cy4H4604 x*
16 Diisononyl 1,2-cyclihexane dicarboxylate DINCH 166412-73-8 Cy5H4304 -
17 Bis(2-ethylhexyl) terephthalate DEHTP 6422-86-2  CysH304 >98
18 Tris(2-ethylhexyl} trimellitate TEHTM 3319-31-1 Ca3H5406 >95
19 Diphenyl(2-ethylhexyl) phosphate DPEHF 1241-94-7 CyoHy704P S

TILFRILBHRGIRFEEMHEIHT SHELAEDERY. M TFEIELEYMITOVTRLE.

CAREA, TUELRICEROME
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2) FERR
PAEREHEFR : &5 PAERESEF 2 mg 2 & 0,
T hrER—IVERY bTHAT10mL &
U7z (0.2 mg/mL) . % PAE fE¥E IR I3 E B

FHELL 72,

NAZYEYRIE - MA 5 mg BL U BTMSB-d, 1
mg ZIEMIZYIVIEERIMIZED., m—)b
EXy N TT7tbds % 10 mL ZIIA%EE
WIRRE S B, ZOW S mL 2R —J)VEXRY
RTSOMLBEAAT I AR, 7>

-ds ZWA 50 mL IZEA L7z (MA:0.05 mg/mL.

BTMSB-d, : 0.01 mg/mL) . WNEEHEYREIL Y
v 7 RER (B (k) 8) ITANEIR
THRELERT 272N BTMSB 3L U MA
JEEZ DEP ICXVEEL /-,

2. #E

PVC BB E 3 Mifk, 25 DA nHE %=
R2TEEDE BB, ZNEOEFEITIK
Z® 3>HR UMY )V 8B E o T EA
EREHRE kDG Nz,

3. BERIURE
SUOKRFE: XP2U ART—FL REE#
mOHE - H-8OK KOKUSAN #:#d
NMR : INM-ECZ600 HAEF (k) #
NMR 7'H—7 : CH UltraCOOL 7o —7
H 248 (R 8

4. NMR IZ X 3Hl%E
1) NMR #IE S48
BCFhw U5 ON (MPE-8)

Spectral width : -5~15 ppm

Data points : 48000

Auto filter : On (21 times)

Flip angle : 90°

Pulse delay : 60 s (>5*T1)

Sample spin : No spin

Probe temperature : ZEif.

Acq _Time : 4 (s)

Repetition_Time : 64 (s)

X_Resolution : 0.25 (Hz)

AFy EE : EE
2) NMR 57— % fg#t

BONZFIDT—Y 2 TDOUA > R
BUCX V7 —Y TAH L7z, Deltavs.0.5 & H
WTR=ZAFAF MEEZLEEDE, £ 7
FIOVESERD T2,

A2 RO (B 80%, EEBIKK
BF 0.2 (Hz), Yo7 )l :7L)
3) PAEs IR¥# 5 OMEHE

#% PAEs 1 mg., MA 1mg L. 7t b
v-dsZ 1 mL MAZRICEREELZHDZ,
NMR THIE (RAFy EZ:32E) L. 7
—YWUBTHESNE T T FIIVESEEULT
DORITHA L, % PAEs OHIEZRD=, i
BIFAENSREETE3EREDIR L /&,

PAEs EHERHIE (%) =

M PAE /W PAE

IMA /HMA MMA /WMA

Ipag [ ya = PAE B U MA OE R > & F IV ORI
Hppp, Hya = PAE BEUMA OFER 37 F IV O7K#ERK
M pap M ya = PAE BEUNMA O HF 5

W paps M ya = PAE BE U MA OFHiAH (mg)

*BTMSB % il L\ /= 45 &1E MA 22T BTMSB KA E

IPAE/I—IPAE X100

®2 PVCRIEHIUEHAEA

n& SHETEH(EHE)

NS DINA(12.3%) . ATBC (6.3%)

ATy T DINCH(26.0%)

BEfAnE DEHTP (28%) . DINCH(0.94%) . TMPD (0.28%)
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4) HIBBEKROHRE
QO Bl OASE
MBI L 7=kl 2.5 g ZRFEL T 250 mL &%

BAAEZA7523ITRD, 7MY - AF
B R (3:7) 100 mL A TIRVIEER
%, B A L TH 40°C OTEE RN T— B ¥k E
Lz, BBAMZANVWTABL., 5025
BWROT R K D E 250 mL BHA R
T AT HODH, LT EMAT
250 mL IZER L 7=,
QiR BHA®K (10, 100,
pg/mL) DFHH
(1) 10 pg/mL : %& PAE BRHEFHK 2.5 mL &K —
IWEXRy hTED, BtEME®ZMA 50 mL
WWESLZ,
(2) 100 pg/mL : DEHP %R lmg 280 . It
B EmMATSmL &Lk,
(3) 1,000 pg/mL : DEHP BE¥E[ 5 mg 280,
BiEME®RZMA T Sml & U7z,
(4) 5,000 pg/mL:DEHP 245, 25 mg &2 & 0\
R ZEMA T 5mL & L7,
QR EERDFHL
(1) BlEEw (100, 1,000 B XX 5,000
pg/mL) : FPHAK 1l mL ZHR—J)VEXRy b T
10 mL HHEMFEH T ARRE IR, EF
K[UR T TR EBRELZOE, REICHNELE
BIE 1 mL 28R —)VEXRy N TMAGHS &
7z
) HEEw (10 pg/mL) : FBHARK 10 mL
Z50mL BN UOHT ARBREICRD, €%
LR T TROMBEZREL . AFH
2mL ZMMZ.810 Xg T3MELLEZDE,
FEERO,. HE5NTCHTEI10mL B&L
ONFH 2 10 mL ONETHE#{L L /= Sep-pak
Plus Alumina N j— b U v 2iZua— R L7z,
ANFH 2 10mL THELEZEDE.5%H L<IX
10%D7 s Z2E0AFY 2 10 mL TEH
L. ERQMR FTHEEEREL. REICHNE
YRR 1 mL 2R —)VEXRy N TMA AR S

1,000 B X 5,000
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iz,

@EIE O H H

NMR HEIZED/ESNZE T T FIVES
BZEZLLTORIZTEAL, BEIERZEZRDZ, i
BIFAENSREETEIEBEDIRL /=,

EIE (%) =
Ipse/H M pap/W ps
PAE /1L pAE PAE % 100
Tyva Hyia M yia /WMA

Ipaps I ya =PAE BEUMA O 5 & 7 IV ORSHE
Hppe Hya =PAE BEUMA OFE &M 7 IV DKFER
M pap M ya = PAE BLUMA O 5F i

W pap = AVBHERH O PAE 34 (mg/mL)

W ya = MA OFERAE (mg)

*BTMSB % [V =413 MA 24T BTMSB ICA

C. HERREER

1. NMR & A OB

NMR % W kEiEn e &icid. &1aw
IZHkT 5 NMR 7 FIVORE. 2 FAOD
BT FNOREEBLORESE EDOER
MARBRTHS, T T, 6 D PAEs =i
i B L OMRFE A 72 A VB AIAEYE 5 O 'H-NMR %
HEL., NMR ART hVRF— 2 E2IEL
2 PIEBIEIZIZ Y 2 b r-ds Z AW, 2B,
REMAERIE LT, AFFEREZD 1<
Z D 3 >R U ALY =)V RS B o W] A
LR T TN /= DEHTP. DINCH,
ATBC 72 &, BXUNINETOMHEREME
THREHREND 2 TEHTM /2 & 13 @8 (E 1)
i S Rl O

1) PAEs BXUZ DMl BAID NMR A X
7)Y

6 FED PAEs D NMR ARV MV EET T F
NORBEHKREEEDIZEI-1~41TRLTZ,
WINH T Z VBRI L TH O, §7.66
(Phl : /KFE$ 2) LT 7.76 ppm (Ph2 : K
FH 2 HLLIE Ph3:1) D F)l. BBP
TV 67.79 ppm (Ph3 : /KFEE 1) @/7ﬂw
HHERI Nz, ZTOMITENTABEITEE
T HMEMGERIEKFED LI ﬁ@%mmmi



CHRT LTIV ThoTz,

Z OO EEEHIO NMR AT SV &K 2
WoR L7z, BENICHEBBRERZRWTY D
YT AT )VED DEHA B L0 DINA, 7
I OEBTZATIVEO ATBC BLUNTBC, 725
MZ DINCH. TMPD 72 & T, 65.0 ppm 2L L
DARTEIB ANV > 7 F IV — U R = 1z n
27203, 65.0 ppm LA T D& @S AN I AIEE D
MM R RALKFRICHRT 28D 7 F)Ln
WRINe, —FH., HAEBEREZBELTWVWS
DIBP, DPGDB. ASP. DETHP. TEHTM 5 X
) DPEHF T3 &G M (65.0 ppm LA E) I
BEOHLB 1RO TFIURENEN. &
WM (85.0 ppm EAF) I HMAHERDLEK
DT FIVINEEI Nz,

2) PAEs EZDMBIBAIDO T T FIVOERE

NMR %\ /= PAEs DERIZBWTIL.
PAEs DERHH > 7 FIVIZIREY R HYIC
HRT DT FINETRaEEL THhDHREN
BB, PAEs ICHKTLHT T FIVEZD
DA BEENCHKT D 7T IV OEE & HER
L7z,

BN, PAEs &0 TR ¥EAE|
IZBW TR RRALAKRICHKRT 28D
TFIVINERIE Nz, —F PAEs SIFEEL
BN TFINSHo7=N, FEAENEEL
272, BSOS 7 FIIEEBICIERE
ThHoHEZEZLNZ,

—F . RGO 7 FIVITHFERRICH
X9 2HDT, 6D PAEs BLUDIBP D
73 )VIiE BBP @ Ph3 ZFWTET— L7z,

7z, TOMICHEERERT 2 HAN
S5TEMED > 77, PAEs D Ph1~3 DI 7 FIV &
NEOFEBERICHERT DT FINNEET
LINERER T 7=, BBP. DPGDB, ASP,
DETHP., TEHTM 3 & ) DPEHF O NMR A X
7 RIVD DB 56.5~8.5 ppm D i FH D HE K %
KM3-11ZmrRL7z. PVC BELEIZBWTHER
HEEEDNIEH 12 WY DEHTP O 3 7 JLid 68.15
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ppm [ZEHPEN. PABs O T FILEEFKE
SHENTHBOERICEEBITIDWEEZ SN,
FE4£12. ASP, TEHTM B XX DEHTF O
FTIHEEIHN TR, EEBICEEIRZN
EEZ 5Nz, —F. DPGDB @ §7.6 ppm ff
WD 7 F )V PAEs @ Phl (87.66 ppm) &
SEECEEL., £/2. Ph2 (§7.76 ppm) D
TFIVHOTMIEEL TWi, 22T, #ll
FEBEEAY ) —)b-dy ZRWTHEL
% (®3-2) . DPGDB O §7.6 ppm {3 D
273 )V PAEs @ Phl (67.66 ppm) &E5E&IZ
BHHE LD, P2 (67.76 ppm) EIZEE L7
MMolz. ULziNo T, HIEBEIZY & b 2-ds
HBbLLKWEAFY /) —)vdy ZHNS T &ET,

PAEs OFEBRRICHNRT 52 7 F)VIo
AIYARIHS DT T FIVEBEE LR W EDVE
mI Nz,

3) ERATFIVOER

INFETHNEZLDIZ, EEAST IV
1T 7 ZIIVEBBICHET % §7.66 BL7.76 ppm
MEL TWDHEZEZLNZ. LML, Z05
DT F IV PAEs IZHBEL TS, 1
BARIZER D PAEs MEAINTVAHHEIX
WATERRW, LML, KD I<ZD3
>R U ALY D)V B E O T BRI e
E] IZBWT, PAEs MW= /2 D% 508
AR SIBIETHD . EDDE 1 iKkHZ0
2 FEFLL B PAEs MEAINTWEODIEED
TN 2BRIKSZTTH-72, LR ->T. K
B85 DFENTIL PAEs 13 1 BEOANEH X
NTNWDED, KIEZHEATRETHD EER
537z,

87.66 ppm DT FIIET ZIVEED Phl,
§7.76 ppm I3 Ph2 ICHKT SN, 2505
BT EREARVW(KA-1). 22T,
BBP LS4 D PEAs DEEFHEIZIZZNSE =D
DY TFINOERHESED LV EEIKELK

BZEFRAELTHWSZEELE 2L,
ETFINVORBOEEHREL. —DOFESE



MR- TWEEEIL, BOMERKEVWS Y
F I DIEEHRED T 7 FIVINEEL T
W EitlanNg, 20OkD, ZOLI7Y
BEDEEFEICIIMDIEEYNEE L T
WS T FNVOREFHL. BAEIZK4-21T
ANCRE 1] Rl Ol e

—}. BBP IZDWTIL, Phl~3 D=ZDD Y
TFIVOEEREIMMEDLOEFKER 4) &
FRAIELTHWSZEEL., &7 FIVITH
DILEMOEENER I NZHET. Mok
EMMBEL TRV T FIVOAZERL
7z

2. NIREYE OB

NMR ZHW=ERITIE SLIZ kL —83 7))
75 PR Gk FE M8 ) B ( Ceritified Reference
Material : CRM) ZAHWS NS, NEEYE
. 1L 4-EA MU AFILI IR E -4,
(BTMSB-dy)  2-V AFIV-2-2 R H -5-
AN #-de 7 FVJ T A (sodium-
3-(trimethylsilyl)-1-propane-1,1,2,2,3,3-ds-sulfo
nate, DSS-dg) . ¥ L 1 > (Maleic acid: MA) .
7% )V TF )l (diethyl phthalate : DEP)
RENHNWLND, ZD5E, BIMSB-dy H
KX DSS-dg V3 50 ppm 12 1 &D > 7 F )V 038
HENsD, 2ETCOEYOERIZHNS
TEMTES, —F. MAIZ§6.4ppm iZ 1 A
D7 F )b, DEP I3 67.66 BX N 7.76 ppm T
BE1RO T IR SN0, FEE
RICHK TSI T FIVOERITHEL T,
AW TIE PAEs OFGEHRREZERA 7T
NWELTWBEEDH, MA DL TWS EEZ
5Nz, 72, MA O¥A. K2IRLEX
I, WINOAEANZBNWTS MA DER
Y7 FIVTH S 66.4 ppm AHEICIE S 7T
BRI Moz, LN oT, AHET
IHNEBEEYEEL TMAZHWSZ EELE,
72720, EEOFREBIHIZIE 06.4 ppm D T F
WEBBTLITFIVEEFETAHILE5MNE E
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NTWBAEEENDH 5 7280 . BTMSB-d, & MA
OED L HITHRL., tOLEMOEEN
FHON-BEE BIMSB-d, 2AWTERT 5
ZEEL

3. MBARRMEORE

1) PAEs BR#E 5 O#E #lE

LB OBFHZIE PAEs BEHEF O FRE/R S &
MAFARTHD7ZD., HEBHEELTY R
>-de  FAZHEWE & L C MA & T, qNMR
IZK % PAEs S OMERIE 21Tz, €
DfERZER IRz, MEIX 99.8~100.6%
THU., ZOMEZDBEOFEIZHWE,

%3 &KPAEs O#lifE

PAEs i

DBP 100.6 + 0.2
BBP 100.3 + 0.3
DEHP 99.8 £ 0.5
DNOP 99.9+ 0.3
DINP 99.8 + 0.0
DIDP 100.2 + 0.1

ERE + R#EFZE (n=3)

2) AR DRR

RBAERORAREOMFIZBWT, EfR
PAEs B ENHHL TWEiHEBEAFTS
ZEIRETH o, TIT. PAEs B2EH
LW BN s &5 N2 MBiRICEEAMED
PAEs 2L 7Z260EHMBHRK & L. B
BRORODIZHW,

LT DIFFEIZ BN T, GCMS IZ L 5 B&E T
< DINA & L <13 DINCH B#EFELTW5S &
DNOP B XL\ DINP D IERE/REBENE SN
minolz 9, £z, AWK <ZFD 3 >R
VAL E Z)VELEL B o) (i F A YE K SR REFR A
WBWTHRBBRBENE N> & DIL DEHTP
Thol, TIT, HiEFAEA ORI Z
NS E2ZAT5AE (DINA:12.3%. ATBC :



6.3%) . AbFw 7 (DINCH : 26.0%) BL
VA2 A Bt B (DEHTP : 28%. DINCH : 0.94%.
TMPD : 0.28%) D 3ikZAWE (R2) .

F/2. PAEs &L T DEHP &=\, ikBHA
WP @ DEHP JEFEE1T 10, 100, 1,000 B LN
5000 pg/mL E L7, ZOEEILZREBSD
DEHP EEICHET S &, 0.1, 1. 10 BXDY
50%ICHE T %,

3) ERIEIRIC K B B

HEHAKIE T > AFYURIETH D
T2DZFDEETIE NMR #EIZTERN, &
ICRBHAT 1mL 24 9 ARBREICE 0.,
HRLR T TEONICHEBRZBRELZE. B
TEVEYRWE 1 mL IZHVA L7z & E OEINER %R
iz IaB. AFr rEKITEN TN 32 E&
L. ZOEEDOSNEEHEHETERLITRL
7z

FRBHAWE 100, 1,000 B XK 5,000 pg/mL (Gt
B EE Y 1,10 B LU 50%I 1Y) DHE .
S/N 3= a-Fn 120/1 LLE, 1300/1 BLEB
KTV6800/1 BL L& W N ® S/N Hid 100 BA L
El0. FRins T FIVESENE SNz,
F/~. FEINERIT 100.0~103.0%, ZEHEFZED
0.2~2.0% I EHICEIF TH o /. BIFEIFHR
BRYATR & NIEER IR ITIRIE T2 O A S HBIEN
fH B /2 7= 8, B D PAEs BEEEM 1%L E D
AREHIH U THEITHETH D EEZ 5NT=,

—75 . FVBHAWE 10 pg/mL OB A&, SN i
ISAUTFTHO, T FNVESMEE TS TR
IBMMolz. T Ty Ay »EIEZE 256 [HIZ
BOLMN, SINIZ36 ThHol, AF v
BIEAY 256 BIOS S, PIE R 5 K2
MBAEN, TN EAF v R EHBCLTD
SN ko KigmkZ 3 cEiznizy, &
BHAW 10 pg/mL IZI3EREEEEA TE 20
EEZ5NT=,

5) YIVXFA—MIUvThILERNWIE
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4) BREEIZ X B EINER

FABHATE 10 pg/mL 2 10 FRBHEL/ZEED
EUNE 2R L7z, #BHATK 10 pg/mL 10 mL
EHSARBREICED, BRLEKE FTRY)
IR 2 BRE U 7218, TRIBICNEREEA IR 1 mL
EMATER U EEDRINEZRD =, 7
B, AF v CEEITENEN 256 B &L, [
INEBLSNLELERSITRLZ,

SIN 3£ T 100 Ak & o e/, 7
FIVEESETHR TR L NV &l o7z, [H
I 112.3~124.7% (A b5y TRBHZ D W
Tld BTMSB ZNIEEYE & L) . BER
713 0.822% ThH o7z, 0K UIBEIIRLT
THo N, BRI EERITKEWNEE7
o7, BHEL/ZZ EIX0BHARTICER
ENSEWMEBRCEMD L T FIVESED KE
<RUEBMICHELZEZ - EHISN-,

R4 ERBRECEITHEINES KUS/NE

Sample  Conc (%)* [EIRE S/N tt,
Doll 55 50 101.6+0.3 6800/
10 101.1+02 1400/

1 102.0+05 130/

0.1 - 15/1
Strap 25 50 101.9+0.7 7600/
10 101.9+1.1  1500/1

1 102.3+0.7 130/

0.1 - 12/1
Bath 12 50 100.8+0.5  7000/1
10 100.0+0.3  1300/1

1 103.0+2.0  120/1

0.1 - 14/1

EURE + FEFE(0=3), - HELT
HHHYORE

=5 BiEEICBITHEUNES KUS/NEE

Sample  Conc (%)* @R 2= SIN ke
Doll 55 0.1 1123222 140/1
Strap 25 0.1 116.0 £ 2.1** 150/1
Bath 12 0.1 1247+ 0.8 120/1

EMREE + {EEFE (n=3)
BEHLID LD [RIEY 5t B [FBTMSBERL V=



ILEEED PAEs BRICBWTHEY %
BrET 2D, TIVIFHA—NIYIPHATA
ERAWERBHENRINTWS 9 ZZ T,
10 584 U2l o FZM 27 IV 2
FH— Uy DTREMRMEE L 7=,

FIVIFH— Uy DICRFF SN/ DEHP
EAFY OB TITIEEBHLWR, 7K
CEBETHIETHEETS Y TR,
H—hRUwDIFvy— 2T 5BEOBERIEANF
Y2 ERAWLHERD S, EHAR 10 pg/mL
210 f5BHE L 2REICAFY > 2ml 204
FEZA MR EZINFY) TN L =,
OB LAEAY I —BA— 1 U v DD
FODOFEKNERSZH. 810 Xg T3 iz
DL, EEOAREZERLZHOET—F Y
DICF v — I L7z AF Y2 10 mL THERE,.
1~10% (1%Z &) o7 Z2E0ANFH >
£ 10mL 2B L. £ DOE S IZ DEHP 2N E
T 5N GC/SM ZHWTHER L7z T DS R,
1~-3% D7t h 2 E2EOANFY 2 OESITH
90%LL £ D DEHP 2NAH U7z, =2 T, BB
RiL 5%D7EhE2aOANFY &L
DEHP DOEINEEZRD &I A, BILHEIL
97.9~101.2%. FRIERZEIT 1.0~1.7% EFEHITR
iR RNELNTe (R6) . £, AFy
DRI EFESD 128 [MELTH S/N i 160
PLE &0 BIERHSREIITERTE .
TR EIC X 0 DEHP PISNO R BRI &2 B B
BERETE, FIUIED NMR #IEICBWN
T RU YT ABROEZENDRL o727

HEEBEZLNT,

I ETOMRFIL PAEs & L C DEHP %/
WTW/=72%, i) PAEs ICDWTH S
REMMET L7z, DBP [Z A (DINA BL
ATBC €7) . BBP dASEMAEE (DEHTP
&%) . DNOPIZA ~5 v 7 (DINCHEA)
BLYAF., DINP IZA KT w7/, DIDP L&
EHRBLEN S5 S Nz RN & TN
BHAR Z 8L L 7=,

TORE. BBP 2K E. BRI
95.9~101.3%. =R 21T 0.7~2.2% L IEHIZ B
- THo 77, —7.BBP DEIEIT 68.7+0.8%
BETHo/7. BBP IIAFRICHEKRERZ =
DETHDTINVIF -y EDOHA
ERADNH< 5%D7 b Z2EOANFY T
WREBIZRML ok EFELENT, T
TL0%DTY 2 b2 EeFONFY > 2 RHHK S
L72&Z A, BEUIRIL 91.240.8% & ENER
»HENT,

PLED#EN S, DEHP LAFL D PAEs 12D
WTHTYIVIFH—RNIwTIHITLATZRHNWE
FELENER R TH 5 2 ENHIR I Nz,

4., DART-OT/MS IZXB AU —Z2 Tk
EHAEOBEZHi /27 PAEs ¥k

AWIFE TR L /= DART-OT/MS % /=
AP V== E NMR ZRWEEREZ
HAGORH /275 PAEs OWEEREL. 7
DM DOFINEZLLTIZRL 2,

®6 FBRIEITEITHEIUNEE ZUS/NLL

Sample Conc (%)*  ERE SN Fe
RA&p256[E REFv128[H
Doll 55 0.1 101.2+138 230/1 170/1
Strap 25 0.1 98.6+1.0 290/1 210/1
Bath 12 0.1 97.9+1.0 200/1 160/1

I + [BAERE (n=3)
oY DR
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DART-OT/MS ZRAWEAZ U —Z 2 Fk
IZ& D PAEs WIS 23BN S DNEE
WZUREDRWRBREK ZFAET 5, 120Dk
WEIC X DPEBERZEZREL., AP0 Es
B 1% EThE, HonzEEENS
SHERERD D, —H., BEEICZO 07k
BRENMES N z56,. BEEIZLDK
O THEBRBREZFAET DN, TOBAT U —
ZUTICE o TR/ PAE 7% BBP T&
PUREEHRIZ 10%D 7 2 s > 28 OAFT >
ZHW, BBP A THNE 5%DT7 %
EONFYERNWDS, BoNZHEERE
NMR THIEL. BoNEEBENS A E
BRDDEEDHIT, 0.1%DHKMEEEZ D0
EDMDHEZEIT D,

IR LD, RBRVER O FEEE N KIBIZ
BAL. MBROFMERESTENTE, &
CICIEMRERENRLGND Z &5 kR
HEHENARETHDEEZLND,

D. &5

NMR % /= PVC B H1 D PAEs D IEFE
REBEERS Uiz, EEHY 7T
FIVBICHRT D= DODT 7 F ), NEREY
BT MA, BEEREIZE T2 R -ds B&IRL
7zo FELH D PAEs B H BN 1~50%RETH
N, RBREKE NIEEYE 25 DEREIC
R T 2 DADIRBIENEN THO, BESF
U O —OKERBA O EEZITTICIE#
WERBWRETH /2, £/2. EHED 0.1%FE
EOHE, TWIFH—NIwIERHWERE
EHRIC X O EMARERENF SNz, FFRIT,
GC/MS TWIEREREZENKE 72 DINA ©
DINCH Z &6 9 % 85 O DNOP % DINP |ZD
WTHIEHRERENESND I E RS
Nz, Ulzito T, BBl D PAEs DIEHES
EREEBERDDVLEND DL HITIIAREILIE
WICERTHDEZEA LN,

£72. NMR %l W= &1L PAEs B4,
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MAETH D, TD=d. Bl RO
PAEs [CHHAREETHD NG, Fikiz
PAEs 2V SN, BELZMAL T
BETHOBREICLVEEREZIERICER /R
ThHEEZEZLNIZ,

E. 2% Xk

1) AEN, ZHET, RINET, GRML,
RN, FRIFEIE, HHME—, ARBEE,
H R T, W RAZET, R, LT,
FRZET, EAEER, E8 NMR 2HW0Wzd
Fo—IVERPONIVI VEBEOHENER, B
AR MERE, 16, 28-33 (2009)

2) T. Ohtsuki, K. Sato, Y. Abe, N. Sugimoto, H.
of
potassium in processed foods by quantitative 1H
NMR, Talanta, 131, 712-718 (2015)

3) ML, ZAEM, SH=LR, BESdt
MSNMR)EZ R A U 7z B3l & H AR/
AEANDISH, EEMERESRL T2 MY
—1 L2 A 41, 960-970 (2010)

4) Hasada, K; Yoshida, T.; Yamazaki, T
N; Nishimura, T.; Nagatsu, A.;
H, of 'H-NMR

spectroscopy to validation of berberine alkaloid

Akiyama,  Quantification acesulfame

Sugimoto,
Mizukami, Application
reagents and to chemical evaluation of Coptidis
Rhizoma, J. Nat. Med. 65, 262-267 (2010)

5) BIER #%, LD Rk, ANEETHE, FREZEH,
TR BRKRT, TR ORkE) B, aH=IE,
FIAEET : DART-TOE/MS % A W/=RY L
EZVH ORI BAIOREBEB LT VBT A
TIWVDAY ) —Z > THEOBR, BRfES
MEgk, 51, 160-169 (2010)

6) BEEGBHEEERLBESLEZHMEEH
‘BOLERIIBITLTIINEIAT IO
BIZDWT P22 4E 9 A 6 H RZFE 0906
Ha4F

7) CPSIA, Test Method: CPSC-CH-C1001-09.3,

Standard Operating Procedure for Determination



of Phthalates (2010)

8) FIER #, NEECHE, FIHFER, WA ET
RUMECEZIVEGHD 6 DT & )VEE T A

TIVERBRIE, B E P,

(2011)

52, 309-313

9) FIEE #, AR, Hi 35, NEEITHE
GC/MS ZHW/EZT7ZIVEEL A TFIVHEIEIZH

R ILEREBR O ZE, 5 51 meEE L
il o i 2 F EELE, p.96-97 (2014)

10) BEESHEEXERRHEMNZ2IMEBA
‘BHERIIBIT LTI INEEIATIVORER
FEIZOWT Gk BdE2orBElbanz
MEHZ BT 2 6 BEDO 7 7 I)VEE T X 5 )Vid ik
EOERR 229 A 6 H BZLH 0906 5 4 &

DBP
e
WKM:” ' l}tk,‘ J
'BBP [ }
s,
i ‘, il
'DEHP ¢
Crey
__ Ll
'DNOP -
’s""‘.Ji;ljs:,‘jjjfj"
DINP
- Ll
:%EP”Q\ - - . i ‘
CLs
| L |

E1-1 6 #ODPAEs ® NMR ARJkJL
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Phi Ph2 o
H (07.76) (0 7.66) o DBP DB P N (UEzu217)
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] H

i

12 6 IRUDPAER (O NMH 2.2 ke (7. 0+8,0] E1-3 6 MOPAEs ® NMR X< )L (54.0~6.0)
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J) Bu3 g4
t ,;l\u,o o 4 F

Q

Bu2  Buw3
Bu2  (0164) (01.40)

L

§~-~«~ e , Bu2 gyg B
. DBP N ©0%6)
‘J; l O
: Y Bw2  Bud
(@172) (o \‘45)
; 1
LU Y
IR R M
Bud
BBP (009

i

o NO2 NO3~7

i | / [ 4\

PN - \ p ‘\ 08
AN O SS

A T - NO3-7

(0 1.23~151)

EHZ ‘E::3~5 7 EHG. 8
rs K. | (0091, 094)
2yt EHe “
7 Enses 7

(0 127-153)

EH2

& (01.70)
NT NOS8
"DNOP

(50.88)

=
Z
3]
=

LT

o
A

. CiH 1 L= = l lJM
DEHA | TEHTM
AT ﬂ ‘MJL

i IN2~11
|3 \J ! {0 0.74~185, 4.00~4 45,
|

— A r\w

ek

.1 -4 6 EGJ PAEs (D NMR ARV (80. 0~3 0)
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B

DPGDB

é; }‘bEHfP
11
= ==

E3-1 FEEBREZEFTHAEHD NMR AR

(56.5~8.5 ppm, 7t b/-dg)
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BBP

1

DPGDB

4l

B3-

2 BBPH XU'DPGDB®M NMR X~ Ik L

(66.5~8.5 ppm, A*%/—)L-d,)



