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4 1 —GC-MSHaip £ 2

GC
Injection volume 1.0 ul
Mon-polar (phenyl-arylene-polymer equivalent to 5 % diphenyl-dimethyl-
Column polysiloxane), length 30 m; internal diameter 0,25 mm; film thickness 0,25 pm (See
Annex J)
Injector liner 4 mm single bottom taper glass liner with glass wool at bottom (deactivated)

Injection port temperature | 250 °C

Column temperature 80 °C to 110 °C (0.5 min) — (20 *C/min) — 280 °C (1min) — (20 "C/min) — 320 °C

{5 min}
Injection mode Splitless
Carrier gas Helium (5.1.d)), 1.5 mlimin, constant flow
Transter line 280 °C, direct

MS

lon source temperature 230 °C
Electron ionization (EI) 70 eV
Quad 150 °C
Dwell time 50 ms
Scan range 50 miz to 1000 mfz

Afl ¥ ouadpy T a2 At g (6.1.h) 2 7 end B

T g - p @ aa s AR (RIET ip‘»%fﬁ AR/ A G EAL) o HEH R
35%= " A= Fa% (DMDCS) ehz & 7 =gt @ 3¢

DMDCS*® = = »»i ek gt iR Rz fod e L I PEF B R B F FENFRFAFRR -

KAt g R~ TR 1048 21044 > LT /iRe S o H RIS R T R ek 3%

e AR AT R R A E BB F T R E Y o H AIICT gD

UHAa A o — 2 TFF W FF o
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A2 AV RF|E [ARE D 7 RAGCE g kB R AR A3 AT BN R T 4
fo o WA E RGN F (0/z) Fig X nILy oo

fREFRRE S FFAILTHE A0 msihis FIp o BOARRT 0 RS EERIFTHE LY
ik i de e GSIMBEN T A E P ARE S T RAG B R B AL A2 W B defid

LigHr it Aol
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R EPMEC VEARTESA Y R

Compound name lons (mfz) monitored in the extract
CQuantitication ion Contirmation ion-1 Contirmation ion-2

DE-F"-E_.4_.5:-,E:'S-l:|11 153 227

DEHP-3.4,5,6-d, 153 171

Anthracene-d, 188 94 160
Benzyl benzoate 105 194 212
DIBP 223 205 149
DBP 223 205 149
EBP 206 91 149
DEHP 279 167 149
DNOP 279 167 149
DINP 293 167 149
DIDP 307 167 149

8.3.2 Py/TD-GC-MS:z

L oA FEPAVE S U L R Q0T (LOD) hR 0 T F & 2 e

Ak RV 2 enGC-MS & b o & i enA dxom ldeT (£ 3)
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Table 3 - Measurement condition of Py/TD-GC-MS

Pyrolyzer

Furnace temperature

200 °C — 20 "C/min — 300 °C —5 °C/min — 340°C (1 min}

Interface temperature

300 °C (interface temperature control mode: manual)

GC

Column

100% Dimethyl polysiloxane, length 15 m, inner diameter 0,25 mm, film thickness
0.05 um (See Annex J)

Injection port
temperature

320 °C

Column oven
temperature

80 °C — (20 °C /min) —300 °C (5 min)

Injection mode

Split (split ratio: 1/50)

Carrier gas

Helium, 52,1 cm/s, constant linear velocity

Ms

lon source temperature

230 °C

lonization method

Electron ionization (El), 70 eV.

Monitoring mass ion
(m/z)

Quantification ion Confirmation ion-1 Conformation ion-2
DIEP 223 205 149
DBP 223 205 149
BBF 206 91 149
DEHP 279 167 149
DNOP 279 167 149
DINP 293 167 149
DIDP 307 167 149

Scan range

50 m/z to 1 000 m/z

Zig * SIN2 =R VR EF TS AR ERFY B

BRED T 3 2 g
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o XU EeHI5 ) E RN R GRCER R o 1B B
ORI FRE o F P ROEY Sl v S dptima ik AL (RSD) &

237159 (L)
&ﬁaﬂm$ﬁﬁﬁwm’Mf§%ﬁﬁ@&%i’JAWA*%7“*m57
EF P Eaned o B e JS /2 S g A dT IR
FEiE o YR ARG Y ERSDEAZ N UE > LB E Bk

8.5.1.2 ##av¥ - v pipy (100g/ml) fedrintma & (100 £g/ ml) enigg
i
1. 0F 2 A= 0 pey (8.2.1.1 ¢) ) #5§% (10002g/ ml) fe1.0 ml &

(8.2.1.1a) ) v§§ '%nz (1000 g/ ml) # »10ml % £¥x® 4 »BTI2 %R -
8.5.1.3 p =g (100ug/ mlE-dl0 ¥ 7 =g )

L0 mlp $7(8.2.1.1 bz R#H »10 mlz £5g? > 4 > 371 %A -
8.5.1.4 +Fwiaipi%

TR AR R A ARE Z P B AR (100 g/ ml ) Fedr it & (100 g/ ml)
(8.5.1.2) et § B R#415 A & o * Bp gL 4? *rxhiftsa# » 210l % 2
P ow & 4 FEFLY 4o 2100160100 g/ mlp ++530% (8.5.1.3) » 4~ i3
IR

FA4—ARF - U RLAL hROE PR

Volume Velume
No. phthalate internal ¢ (each phthalate) ¢ (surrogate)
surrogate standard ug/mi ugiml
pl pl
1 50 100 0.5 0.5
2 100 100 1.0 1.0
3 250 100 2.5 2.5
4 500 100 5.0 5.0
5 1 000 100 10 10
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AP wi o]

A
ax ¢ +5b

4|5 €l




IEC 62321-8:2017 -24 -

A 7S ARE P ELAg & bR e G AR
Ais 21 570 P e o 47 s
C A S FPANE D P B e Saus R (ng/ml) s

Cis F o HESA P e B (ng/ml)

AR YEZES R FESeRAR P G e B iR R - R o S p 4E
P oap Rk 24 1.0pug/ ml e

i1 422 DIDPFcDINPF % 1 & s o sdiy st B T A B chd 4% K G 2 G404 o
a o7 fEd Bkl

b %7 fEd 3y}f@ﬁ7§ﬁg

ok @t AMw A R R Sejprtte i L8 kpt o B S (4o )
TLe @ S w LM g RTAIR R0 R e
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10. 1 GC-MS:=

10. 1.1 @& &)

b7 LR

B

¢ 5 (IISH) %%

-27 -

B iE<1000 mg / kg g R BT o
%5 —TISHR &2 z_

Mumber of Mumber of

Expected Number of laboratories laboratories

threshold laboratories submitting submitting

Sample |ID Phthalate judgement submitting correct incorrect
threshold threshold threshold
(P orF) judgement results judgement judgement
results results

55-A01 DIBP P 6 B 0
55-A01 DEP P 6 B 0
55-A01 BEBP P & B 0
N55-A01 DEHP P 6 6 0
55-A01 DNOP P 6 B 0
55-A01 DINP F 6 5 1
55-A01 DIDP F & B 0
155-Boz DIBP P 5 5 0
155-Boz DEP P 5 5 0
155-Bo2 BEBP P 5 5 0
155-Boz DEHP P 5 5 0
155-Boz DNOP P 5 5 0
155-Boz DINP P 5 2 3
155-Bo2 DIDP F 5 5 0
155-Fo6 DIBP P 5 5 0
155-Fo6 DEP P 5 5 0
I155-FoB BEBP P 5 5 0
I155-FO6 DEHP P 5 5 0
155-Fo6 DNOP P 5 5 0
l155-FoB DINP P 5 4 1
I155-Fo6 DIDP P 5 4 1
155-C03 DIBP P 1 1 0
155-C03 DEP P 1 1 0
155-C03 BBP P 1 1 0
55-C03 DEHP P 1 1 0
155-C03 DMNOP P 1 1 0
155-C03 DINP P 1 1 0
155-C03 DIDP P 1 1 0
155-E05 DIBP P 1 1 0
155-E05 DEP F 1 1 0
155-E05 BEBP F 1 1 0
155-E05 DEHP F 1 1 0
155-E05 DNOP F 1 1 0
155-E05 DINP F 1 1 0
155-E05 DIDP F 1 1 0
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10.1.2 &

g Acf I
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#6—1IS5% & 12 irf M+

Sample Phthalate Mean value Repeatability Reproducibility Remarks
r R

mglkg mg/kg ma/kg
155-C03 DIEP 483,33 - - 1 laboratory only
I1S5-FO& DEP 508,50 125,56 253,94
1155-C03 DEP 470,00 - - 1 laboratory only
[1S5-E05 DEP 1891,33 - - 1 laboratory only
I155-FO6 BEBP 473,50 59.08 180,58
[155-C03 BBP 451,67 - - 1 laboratory only
[155-E05 BEP 1 699,00 - - 1 laboratory only
155-A01 DEHP 439,00 136,74 489,77
I155-Bo2 DEHP 558,87 123,04 632,77
I155-Fo6 DEHP 460,50 179,25 200,61
1155-C03 DEHP 507,33 - - 1 laboratory only
[1S5-E05 DEHP 1 765,87 - - 1 laboratory only
I155-FO& DNOP 480,93 71.37 176,65
[155-C03 DNOP 504,00 - - 1 laboratory only
155-E05 DNOP 1842,00 - - 1 laboratory only
155-A01 DINP 2 827,71 2 204,15 368231
I155-Bo2 DINP 1 450,80 3 653,16 4 B70,59 no turther evaluation
1155-C03 DINP 500,00 - - 1 laboratory only
155-E05 DINP 16 259,67 - - 1 laboratory only
155-A01 DIDP 23 414,59 17 DBE,B7 19 239,57
I1S55-Bo2 DIDP 6 658,00 1 603,58 4 387,52
155-C03 DIDP 507,00 - - 1 laboratory only
[1S5-E05 DIDP 15 591,33 - - 1 laboratory only

LM EE UL
10. 2 Py/TD-GC-MS:#
10.2. 1 w22

Efri 2z @ Ay (IISH)Z ki jrdi s sx VAT

% & 4 DIBP, DBP, BBP, DEHP, DNOP, DINP?FDIDPIW”J? BXRERRL A
1000 mg / kght » 1245 5 N A2 532 (7 f# £ 5] 2> Bildodeie & * Py /
TD-GC-MSF=GC-MSiz i2 {7 fi# & »»4= "= “’ﬂ*]“” & TERT AN R ik
25 L4 en “BLT o g’ & “Ap” 4 0L” o “F & GC-MS
F Rl e 2k A7 INC Yo

S RIEF DM E T O ( RAWFIE” ) FWH e f A o

Eo kSRR o
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/5% e Bk T CINC A7 AR B - R %% o CINC
B RN chi f LS 3 S R L AR A B BLY (i
B ) e
A9/5Tehs 2% T sbfh 2 1 “INC” & 7T o9 Tehn 4 fEg e % o “BL7
KGN UHLARL YR RIS L0 (W) -
27— 1S5 e & 2]
Sample ID| Phthalate Mean value Expected Expected Number ot laboratories submitting
) value screening screening judgement results
mg/kg ) results
ma/kg ma'kg
(85 INE-60 £ 500 500 to 1500 | > 1500
155-A01 DIBP Below detection limit 0 BL @ 5 0 0
155-A01 DEP Below detection limit ] BL 5 ] ]
155-A01 BBPF Below detection limit 0 BL 5 0 0
I1S5-A01 DEHP 640,47 602 INC b 1 4 0
155-A01 DNOP | Below detection limit 0 BL 5 0 0
155-A01 DINP 2 438,41 2 438 oLe® 0 0 5
I155-A01 DIDP 32 742,76 32 743 oL 0 0 5
[155-C03 DIBP 387,35 500 BL 5 0 0
[155-C03 DBP 414,76 500 BL 5 0 0
[155-C03 EBP 482,24 500 BL 4 1 0
[155-C03 DEHP 464,18 500 BL 4 1 0
[155-C03 DNOP 498,71 500 BL 4 1 0
155-C03 DINP 481,18 500 BL 5 0 0
[155-C03 DIDP 485,78 500 BL 5 1 0
I155-E05 DIBP Below detection limit 0 BL B 0 ]
I155-E05 DBP 2 401,82 3 000 oL 0 0 5
I1S5-E05 BBP 2 727,88 3000 oL 0 0 5
I1S5-E05 DEHP 2 738,88 3000 oL 0 0 5
I1S5-E05 DNOP 2 840,82 3000 oL 0 0 5
I155-E05 DINP 29 607,47 30 000 oL 0 0 5
I1S5-E05 DIDP 29 802,06 30 000 oL 0 0 5
R TR T AN
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ek § o FEGZ PR 2 AGUREER S S AT FP (40T 26977 ) 0 =
PR R AT HE L TR EORPR S R L St L 5 A2 L IR

~

FIER > Z e d EpmL 2z 3 715 (1ISH) &bk crfmT™ %id
i S F A e

28— 1IS5¢ & Hirf M4+

Sample Phthalate Mean value Repeatability Reproducibility
r R
magikg mag/k] mafkg
1155-A01 DIBP Below detection Not applicable Not applicable
I1S5-A01 DEP elow detection Not applicable Not applicable
1155-A01 BEP elow detection Not applicable Not applicable
I155-AD1 DEHP 640,47 238,34 647,00
1155-A01 DNOP Below detection Not applicable Not applicable
I155-AD1 DINP 2 438,41 1 154,28 1187.78
I155-A01 DIDP 3274276 11 758,82 11 884,42
1S5-C03 DIBP 187,35 80,65 114,71
I155-C03 DBP 414,76 95,68 118,94
155-C03 BEP 482,24 162,42 161,19
155-C03 DEHP 464,18 86,51 123,14
155-C03 DNOF 498,71 66,41 212,60
155-C03 DINP 48118 71,05 140,04
155-C03 DIDP 485,78 192,29 242,31
1S5-E05 DIBP Below detection Not applicable Not applicable
I155-E05 DEP 2 401,82 TGz, 72 098,79
I1S5-E05 BEP 2 727,88 789,05 1218.70
I155-E05 DEHP 2 738,88 770,08 1 423,34
I155-E05 DNOP 2 840,82 456,66 914,56
I155-E05 DINP 29 607,47 7 371,04 15 752,70
IS5-£05 DIDP 20 802,06 488332 7 385,87
l‘ 2 -
11 4§ & Feifedpd]
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11. 2 GC-MS:*
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% AT o ISR gt B KT Tk T 50962 F 7 150% 0 P4 % LR by
FIEFIR > RERTA Aok (S RN FEF 0 AT FEBR S o o
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(BSA, BSTFA) 12 if-3%12 #2044 F ehff it

LA MY 9 i e AR A b B RGP E R A R R

@ * Bl 990 P o NIRRT A FRA e B - A s,

11.2.2 #41°2(LOD) & = 72 #ir] *TL(MDL) f= =& *2(LOQ)

27 (LOD) & = 2 $*8 (MDL) A= § Fo i FotpPgz s 23 » &5 =%
e .u%rﬂ';»ﬁé«'zbm © LOD#&MDLE ¥ 838 g4 7 45 &8 e b

HEA G )2 FE R aridagn (¢ E55) ke,

gt s TP 3 A6 T A, AR R L 9% TR LODEMDLA3 1 5
SRR E Y B LD MILE T T EE S a R Lk - A

TIF] 3,

Epeafeh e it 2 4 (JUPAC) 2 : 264 T 7%+ 43, a3 ki

(EPA)R* B By 3, HF3 57 T s gendcd ol kT ot b

FrEt (99%E R T,0604 T TN F]F1=3,36)c * 7+ LOD& MDL

ee A7 8 R34 H e e

a) # & a7 z DIBP, DBP, BBP, DEHP, DNOP, DINP, DIDP e+ & 7% &+
i FELAThE T S S N g g PR ES o

b) $500mg e FEGDRES »BEET - fRAPEPEEY o £ ESHI
6=xrst oo

c) MEPREHFET ZNFRLEP o

d) BEEY A0 EPAF S A 0,25 ml (100 pg/ml) 2 FiT b M4
AR R ey e 5100 wg/ml)aiE g ik (8.5.1.2) °

e) #* AR (19458.2.1.3 £ 8.2.1.4 2 FH P ) & [ fH£LFEZ FE P o
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EBAos 1AL R o

g) ERANE - U Refp et B F I enMDL o) T & 50 mg/kg o drk E i -
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1 - X hFE B 45 o
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11. 3 Py/TD-GC-MS:2

11.3.1

RATR

& T AR AL 50 ngAvE S P fE A AS/NV R4 (S/N > 30) o % S/N

L

Jx =30

fa A 4 R E 4 (100 mg/kg) 1T+ RATRLAF - 1590,5 mghm 7 2 & 4
%:lkﬁvé%%&@i’ﬂﬁjﬁr‘%ﬂ" (FL 1)
AR 2 FRFPITRESS XRBRLE

a)

b)
11.3.2 %

iE
.EL_»

S

B pr g As B0 1 PVCA R0 mg/ml)f-0,5 pl +=/aR &3 7%
(100 pg/ml)iz » =54 ¢ -

EEET IR
ERRHEES
Wt Sz B2 ERT R o AR K AT o B

AYTE T BINRAMNFE D P BAESH AL £ R Aok N BRSPS
T

REPEEE cEFIRR (X T1%) EEATE ALY HEE

TIARE - P Eafigen® Fw A 230 mg/kget i o

AR 29 BREF&Ze HEHY T 20 AT

11.3.3 #£4*2(LOD) & = 72 10 *T(MDL) fv =_& *T(LOQ)

$ a0 (LOD) &&= i 4ip] '8 (MDL) 47 F o tei2 (7 gt iRlig 2 i 2 & > & ¥ &
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Wt dre 364 T AL, AT R A K 4 F5 LD MDLe3 X 5
BB ARIES E B2 FL0DAMDLE T T E RSt A R LR - [ S
TG Al B 0% 2 (JUPAC)Z W T 64 T (7R enTF]F 43, @
Figh (BPA)R*H2ERIE, HFFE7 T EESdd ok G KT
#r ATy BT (4o99%% R T, 64 T A FF £ =3,36) ¢ * T+ HLOD
£ MDL et A 45 8 ik 4 o
HER A Y ELEFH (100 mg/kg) (T4 3 2 ¥iP" A 4 - 05 90,5 mg/k &
A RMRPAE TR EFET HEN Y (FLL) -
AR AT b 2R RPN A ] § A2 A
a) &% B AHEII0 11 PVCE (0 mg/ml)fe0,5 ul F=ER

(100 pg/ml)iz » =54 ¢ -

TRTFRBR A EANT TS

F_*

b)
EAAE 9 ARG - 4 o) %7100 mg/kgine - E @ 2 DL -

dok E R - PAVE S T Ay R A DL 2 U] AE EARR oA 4
EfARE S 9 B B rU(L0Q) D S A Ap EMDLESRE o A ke T b2 iR
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Al

A2 A&

A3

3 A
CF 3
i F+ ‘r}% i (TAMS) IR R E 47 ¢ st % = 9 Fefi

Y2 ELN

IAMS= 2 * = 4100 mg / kg2 2 000 mg / kgi= FIp * T F 2 G30i cnf & 4 ¢
«D[BP > DBP » BBP > DEHP » DNOP > DINP4=DIDP i i% o

TAMS % 2o & d2fed Li % stBeerlist 4 F 2% > 3 5 3 322 L4 (DIP) Fik e DIP
S AL 4335070 R RS A S o BRI RS A S (M) &R RE Y 5L
b M+ L) » B FEHFFERFFERAITTE S L P o

et

S R AR B AE FE L et e ERLR 0 Gl

a) THF » &g * 7 41§ REHESEAET] > GCR& L 3

b) *%z7 (4172750 C>3%)

c) A fafahA T RES - #27 29100 mg/kgidv 3= 9 Bifia» ¥ - 73
%1 000 mg/kgedR ¥ = @ Fify o

d) 9 REF (2 EFZFA4F =9 fhfig)

AR O IES R L]

”
2

4T 1 B2 EAHT L

a) H#+30,000 01 g (0,01 mg)ehi 5% L

b) i § 4R AT

c) ¥uF (244 1

A AF (T gt

e) HE )

f) &+

g) ML EFAFEIIFILERERS FFFEIF R (TANS) hf %N - JANSK § 4
e L% stpanli™a g 7 fog ma o gt oh > JANS S B 22 4454 (DIP) # 4%
SBIFEET AR S 4e f 2 350°C oo G B Fldest 2 EerT o R RS A S (M)
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1) ®BFei

A4 P

A5 #25

A5l EAadraip
NEPFER ¢ £/ IR F el 545 -
EOE B I
RGP 2w o R IANSK § 0 M AR F T FEREART G Y

100 £ g/ g DEHPsrtma R &+ chib & o & fm/z 39T« st (S/N)+ = 10

Feheng b & F e

Y

e S T -

A.5.2 tE&H#1§

A.5.2.1 Eit
HEils F2F A0 Er (- PP F) NELIRFE -
EZEAHPE ¥ -H? o R EFF0N( 2R D) AR
iz (79 448 F 2 7 Blfig T o % SIM % - o PR iR 7 T 4
FoUEROESEES S TR
PEIRRE A
a) #H#fr£0.5mgx 1. Omge AT B & HOSE R s R F P o 4T R4
AT Z g oxdex > A *v4£0,001 g (0,0l mg) a4r = T o
b) MHFFETDIP? B HE~ R
VRRE S
c) #E100mg CHFFATI0. Img) © FER A BN 7 Bl i > § T gaizir @ o
fer8ml THF » #3359 o R RHBEHI0NLE 57 » B4 2 THFE 3
PR o TR R AR ORI o RN R R THRfFR L = 1
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A5.2.2 5
R AR E PR o RARE FIA - 20 0k 4 R E P

H AR R (fE]) AR REF AT o TG hoT S

a) PVCiair : @ * 7% & %50 mg/mlehs i hipie (4oTHF) i3 f2PVCE 2 #
b) FFERERR el e % f]§ %A1 100,g/ nlehE § DIBP DBP BBP
DEHP - DNOP » DINP4=DIDPertm/tiim & i35 (Rrtit]) o
A5 REAK
VA REA AR Rk L AGCMS k2 g ks B RANE - U iR
H 5 EQCe#ip* (LOD) & & o
& i ek For Gl4e T (RA D)

2 A 1— TAMSH] &

oot |220°C
For 50 °C —» (128 “C/min) 170 °C —» (64 °C/min) 300 °C (3
polymer | min hold)
DIP temperature I _ 30°C —» (128 °C/min) 130 °C —» (32 °C/min) — 180 °C
reagent | (g4 °C/min) 300 °C (1 min hold)

lonization method lon attachment (Li*)

Pressure 50 Pa with dry air

Mass range: m/z 200 to 600

Scan condition Cycle time: 3 s/scan

Monitored ion (m/z)

DIBP 285

DBP 285

BBP 319

SIM condition

DEHP 397
DNOP 397

DINP 425

DIDP 452

Dwell time 200 ms

Measurement time 6 min
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A.b. 4 it
AE PR TR LigE e
A.b.5 g
2 A R A F R (1000 mg / kg) 7% [AMSsefc a4 - % 40,5 mgh *
Mo BB R AR RS PR e TAMSE ¢ o
AfE S TR T ARG RS
a) 110 p1 (50 mg/ml)=PVCARfed ©1(100 wg/ml)enpmfiR &3 %L »

Earcat 7 3

FUEE FARE 2 0 fifqenz F o %t 2 £ (ng) A lfaE B o
#r o5V(ADDEZ2FHE S FE

y=ax (A.1)

A6 ARF = ? efinie R eyt B
Frrigr 2t (A2 R RS SRS Y E b R
‘1Y (1)
Cinal =J":’:|_|K|_| (A.2)
va) o \m)
Hv
Gina % 7 Ho5-¢ & FARE = 9 Befinenie & 0 B =mg/kg
y Ao HE? & ARE Z 9 RLA M G AR
a & fad ekl %

m %7 57 £ (ng)
AT 8 R Efrid]

AT.1 B

ig R T o A RRPE S A B BOE{ed AR 7 A ¢ BRI
F e bradp X R g oo

AT.2 RAETR
i 350 ngd%F - 7k fig eS/Nek &N B AR (S/N > 30) o
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AT EL (100 mg/kg) (T4 LATR K EH o 1% 40,5 mg*r Bhd 5 % &
AR L P gAY o
AP TR AT AR AR
a) ##10 p1 (50 mg/ml)ePPVCA R frd 1(100 pg/ml)ehimi@if & 7% kit
» EEir
b) &FETFE

AT.3 wiF

#ir1 20,5 mgerKRISS CRM 113-03-0062¢ H i & g it sfL o
#A.2 - KRISS CRM 113-03-006¢ #7z 4%% = ¥ ffigchimii &

(unit: mg/kg)

Compound name CAS No. Cert. Val. @ b K¢
DMP, dimethyl 131-11-3 955 46 2,18
phthalate
DEP, diethy! phthalate 84-66-2 942 43 2,16
DBF. dibuty!l phthalate 84-74-2 972 37 2,78
BEP. benzyl butyl 85-68-7 962 36 2,18
phthalate
DEHP, bis(2-ehtylhexyl) 117-81-7 989 25 2,36
phthalate
DNOP. di-n-octyl 117-84-0 967 18 2,12
phthalate
2 Certified value.

b Expanded uncertainty at approximately 95 % of confidence.
¢ Coverage factor.

¥ D e

Arm , Mcal  Ccal  q0q (A.3)

= oy £
Acal Mpm Crm

H ¢

R %57 4%F = 7 fafigenw ja s o H =%

Aw % 77 CRM? A% = 9 B iy e 6 47

At % RGEY S ANE S U R B AR

M 5w CRM= 5 £ » H i+ mg

Mcal # 7 it chg £ » 2 i 1 mg(0,5 mg)

CRM# -7 CRMA=/& & @ AR = ¥ Bhfigenw & > & = @ mg/kg

Carde e REP ¥ ARF = 9 Bafigere & 0 H = ' mg/kg (1000 mg/kg)

GE 0 LR E PRI S L S Rt CRIBESAE 7 A 4510 B w e o & ARy -
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U R A T F R ab0% 3 15096218 o Aok CRMFE-S-¢ T @ AR % = ¢ fafigchw T 7 B

USRIl
AT 4

AT.5

P PR RB R o B ERTE 2 RORE S o
Zou PR
FAAEE X2 PSRN AR A A AT oYY

HSid 3R aF - o mimM AL £ o ok NERAFF L T
LHRERAMESEE - AR RAES (ILW) 5 AT EY 50 B
TIARF = 9 Fafigen® KT D4 & 7 30 mg/kgeniE o

AP 29 REFPHPNZ o HEFHRF T30 £EA17 0

©

£ 30 (LOD) 2 = % #p]*T(MDL) e 2 *2(L0Q)

T (LOD) 2 = 2 #r* (MDL) 77 3 R i (7 R 2 o =
EERA 'lj‘a’fi”ﬁ T4 T i oLOD2MDLE F H.id i~ i< 3?1‘3— B4
‘”fé"(ar; A2 EFEER R (f453) ket

A AN A LR o - lPAR Pt s ] *LODE“MDL&?BEN%.
PE S P R % 0D MDLE = T F et ih L k- [ & i T
Efmseh o v F 444 (IUPAC) 22X T 264 T (75 n%F]+ 4 3, @ I%
(EPA) RAEZEREYE, HFFET T EHEOEE o) TR TR
FERT it (W9WE G AT, 61 T FEE T+t =3,36) o * T HLOD
MDLer#4 A 47 78 5 ik 4 510

#Fou i 7 a R A 47 (100 mg/kg) #2RILOD 2 MDL « #% %0, 5 mg*» &) et 4 & %
AR e R T HEFY o

AP L TG o7 B4 § I R

a) &% g A sBIFI0 1 1(50 mg/ml) PVC% 40,5 «1 (100 wg/ml)
SRR &R R~ A ¢

b) R ETFEB T
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B.1

B.2

B.3

"3 B
SEED
%R An d ¥ H N (LC-MSERIREE 7 bt = 9 ffy

32

BLC-MSRI#EE ¥ k% g B S A TR 22 AT pd ¥4 3
% %430 > %8 A 45DIBP, DBP, BBP, DEHP, DNOP, DINP{=DIDP e

d = DIBP{eDBPe & 3% 5 2§ 4p e ch i # %] > 2130 e i~ & 7 7 it % DIBP4-DBP
AH 2 - o

LCMS= 2 i¢ * = % # A~ 4550 mg / kg2 2 000 mg / kg = ¢ <+BBP » DEHP » DNOP » DINP
feDIDP o gt #h o ¥ i i R A 454 R A5 L F %R o DIBP{rDBPR £ ¢ - f# 7

W RS AT VR AR e e o
B R R

S E R AR Y BIAL FF AL e B
a) % (Braptpd %)

b) wivkm (B8 F)

c) et (§#B&LFH)

d) s (Fir2dF)

e) TR (SRS F)

f) ®&ad @ LB.5.4.

L

AR e ar 8

a) PEFHAEF000 1 gehs s T

b) R F 4 e E T R

c) 1 ml, 5ml, 10 ml, 100 mle% & 5% 5
d) Z2FPE

—30 mlémg < FB-®

—250 ml =R K FY

—NS 29/32F%) 5% ;

—NS 29/32f 4 R E

—AF (RAHHS 0 57)

e) ¥ ¢ (#2%->30ml-p 222 mm> 380 mm)
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£) EEH (7 EREY)
g) AgF /ﬁ»/‘%‘/’be’g

h) 4cft
i) EL

J) AR
k) %A 3x

1) 0,45 um¥Fz & ¢ FidinE

m) MEASENp A RE

n EIupELE

0) © 5\\31?

D) 1,5mlehismsg e 2 # 4 Fow & o % (PIFE) 4 Blemlin o S 4LA 49 4 ik dr #
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Q JARLE (HBSRLEARLIEFER)
r) LiafEasE
S> Fed 7R B g kit 4n ¢ 5 (HPLC) 4 &
HEE G BIEN R P DR
B.4 B4

AT FORE (bHe TR AT ) o R AelEC 62321-2¢ St 0 de R TR E

% AT R T o

FEXPa @ * 500 umfF+ e o BALER* R F LITIE ot E L

AL A2 (7 3 0 T B o

B.5 #&A

B.5.1 ~&45ehi i+ ilp

N BRS¢ 128 A2 1 AR AR bR o bz & F 5 RlR
MRS G BAT SRR R TSR o
% = % i 4% % & P ®BBP > DEHP > DNOP » DINP4eDIDP » 4% & 3% %)@ ehi% g pt 3 5
Ly ¢ Foe ek 4y en® 4 4p & f o F1i2 704 4% - iz #BBP - DEHP » DNOP -
DINPAeDIDPR% 7 & 7 iR £ i o xf#7F 432 fFAn A B & * Ei=mg / 17 7
B REFTE o Ak &Y BRI 2P 7% fo/ & DBPodp e T Bt |8

e o plde R * GC-MSA 47 (4 sp s |{o 2 & chItip > % o
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B.5.2.1 Eif
HE4§ FE2F AP Er (- PP F) »#FLIRFE -
B.5.2.2 #5§ i
Al g AT RS R
= f¢AR¥ - 9 Bifiq(DIBP, DBP, BBP, DEHP, DNOP, DINP4=DIDP):% /%
etz d 41 000 pxg/ml2ACN:THF (2:1, v/v)iR &4 -
B.5.2.3 2R EFBEdigik
O FFEAERE(B.3.d) 0 T0mlehl & =i 32 ) i KB o
i LI
B.5.2.4 %A FP
EAE R, ESE il -k
a) #5000 £ 10 mgPef B | * = R AXPN B FRIEE Y o0
% p 24301 mge
b) R ¥ AELSHEHHIIERE S o 4 AR EHS R
A 10mlE e YRk o
c) *HBH R EF P AEERFAe-
d) /E§ ~H120mlE e d%* T winE B o 30 E BRG] B 0 F
ﬂ%i8¢6ﬁ°%ﬁm$%wﬁ£“Eﬁﬁ“ﬁWﬁzo
e) B pwing WRERTNBrLZEEBESEFTEF LTI X
R DT R T
£) # % 7 s E e iR 250 ml
g) R 22 nl HPLC /4 PTFEA & 4fehp 032 $4E55g
d oo
B.5.2.5 PR PEREESFZIBF AR

THF ™ 3 2R & # 5 (e.g. PVO)T @ * 407 FBr it 4z i
a) $£300 mg + 10 mgiesE = 40 nlhgtagag? o e x f R AT

b)

0,1 mg.
210 ml THF#%

B R o

©) R HLEEL SRR T AT AR E Y ST CmI0R S

604 & » B FIFEATE o VLR HIEH I FLE SR o
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l“‘b

d) HEaEe s BERAL T 3RS s E
FikAEmh) PemE B K o

e) ek a%20ml ACN:RjF e B [ #g ¢ vz s o

f) FFPEPRATRETHEINSLA (B EFHPRE A ATT)

g) #*0.45umFe e REEPMUESLRRES o

h) 353 #4122 ml HPLCH:5-/PTFE & % 4t p ALY o

o FIEE

=k

LE 5

B.5.3 WNEA

B.5.3.1 git
T m &Rk k ks F 2 LC-MS & st sxip] < DIBP DBP -
BBP » DEHP » DNOP - DINP{=DIDP » & ;& & QC{eMDL& & o & if e Zxor
B4e T

B.5.3.2 ix=4p
% 10mmol/1 ¢ fakefee %3 i£% jnabip o & * THF/ACN:® & 73 %
IR S S BRI £ S o et ﬁ—{é.rﬁ'»%s—w 0

B.5.3.3 HE4p
C184x » 150mmx2. 1mm, 5 umz Fr & 45 o

B.5.3.4 i A &
L g A o Bl4eT oim AR 4 1444 > oniE % 0. 4ml / minZ 0. 5ml
/mine 2B 17 cndedZz i 2=/ N RE > =/ =% :m/ z 100fem /
z 500 o
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#B.1 - LC-MSehein] A i
HPLC
Stop time 14 min
Post run time 3 min
Injection volume 5l
Solvent programme Solvent gradient
Solvent A2 10 mmol/l ammonium acetate
Solvent B Acetonitrile
Time (min) Solvent A? (%) Solvent B (%) Coluren flow.
0 30 70 0.4
0.5 30 70 0.4
Timetable z 1 99 0.4
9 1 99 0.4
10 1 99 0.5
13 1 99 0.5
14 30 70 0.5
MS
Polarity Positive API-ES
Fragment 160
Voltage of capillary 4 000
Dry gas temp. 340 °C
Nebulizer pressure 60 psig
Dry gas flow 7 000 mifmin
Substances Target ions (miz)
DEP & DIBP 279
BEP 313
Monitoring mass ion (m/iz) DEHP 391
DNOP imn
DINP 419
DIDP 447
4 Dissolve 0,771 g ammonium acetate into 900 ml of deionized water in a 1 000 ml beaker, add 10 ml of ACN
and fill up to the mark with deionized water. Filter the buffer solution with suction filtration setup and transfer
it to a 1 000 ml screw bottle.

a 1000ml4dr # o 4o~ 900mI 4 &+ K » i3 20, TTlge Fake > 4e » 10ml ACNH * 4 § 3 k4
BIRA @ PIREE QIRER BRI T HH T~ 41000 mlnid
B.5.4 gt
WA R T RE S LR ]
L
B.5.5.1 t7iti

FEAB 25 e R e B AR S 9 Ry A ik §

=<

-

5:};:‘ o

B.5.5
3R

s r't“f’i}a_ :
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DEP2, BEP, DEHP, DNOF, DINP, DIDP

No. Concentration (pg/ml)

1 0,25

2 0,50

3 1.0

4 2,5

5 5.0

a If DBP is detected in LC-MS analysis, a confirmation by GC-MS should be performed to identify the isomers
DEP and DIEP. And the results are quantified by GC-MS calibration curve, which contains DEP and DIBP.

4% wLC-MSA4 45 ¢ 2R FIDBP » p]i2i2 i3 GC-MSeeksA rism 8] & 4514 DBP{eDIBP » i@ i 2
7 DBP{eDIBPGC-MSte /& & 3 T & % % -

A RGEd BehB g &gt eia i £ (RSD) ol 7 2% T 15%

#r 2N(B 1) E S w

y=ax+b (B.1)
H e
y R R D0 R o 6 A
X AT g ARE - 9 EAreng st B (pg/ml)
a & REd B ensl &

b # 7t Ed Syfhend jE
B.6 AR¥ = P pifqie R gty

R A BRI 5 19 eGC-MSiE - &K e

T YRR P O

y=ax+b (8.2)
H ¢
y S A AE ST i 0 5 A7
a % RoEd Behgl 3

< 7T fq%%a‘ ’ ﬁfiug/ml (FPjd & fARY - 9 Befperin i)
)

o X
e 4
S|
—)\—
\ﬂ\

I
\
A
N
N
>
~
=
Ly
Ny
)\

r—ax? +hx+c B.3)
J



IEC 62321-8:2017 -48 -

y AorE R B RACE Z P R e TS

afebRxd Ry & Fohd B

X 2mKg % dimpug/ml (FPRd FPAF 29 BEdeR)
C &7 RUEE Byfhing jE

PR S it B 5 8 5 60-NSAp I o

B. 7

B W Eford]

B.7.1

B.7.2

B.7.3

i R ) RN E ‘ﬁ‘:%_iﬁ‘ Efefp 4] A 3% R e 35 RPFR A 5 fodk
febmidp X el g R o
e
B.7.2.1 #iiiew e
L P RE R few e o AR TR BORR
1) #%j = «DBP » BBP » DEHP » DNOP » DINPfr’DIDP%ﬁf}'ELif]t be PIEEEEBORY o
2) KRR = FEE e T K
3) B maEkd L aw i eF e a90 %—110 %
B.7.2.2 F iAo o 45

3

R ERTROEP WA e 9 B R R B D F i A,
RFPORB RGO I IREAC) T, LR ERR S E

Bt
-

PMERZ - 2o hEATIROE o

e REAIEAT T R RS P AVE S T ek AR o 1
FAER o B2 F B AIAT B v o 4 T0%-130% (2

), 90%-110% (=& ) .

=
|4
s\_\g

-

R
ek

#4072 (LOD) & * i #2202 (MDL) fr % *2(LOQ)
A (LOD) 22 2 #21* T (MDL) 77 f fe i {7 gt iplig 2w 2 & 0 B =03 &
EY %mﬂjﬁvﬁ £ X0 LODAMDLA ¥ B idad i 7 RS S R A

FOZFE ez had il (¢ H58) ke
PO AE, T AR, AR R < A% AT LD MDLA3 2 5.
FERE S 2 ¢ B hLODAMDLE = F SR b e R 2 R - [ £ g ehT]

Epesfeh e it Z 42 ([UPAC) 21 26/ & [FH& D%+ %3, @ik

o (EPA) #* 23 Rv @, BFF 27T FHENEEfE G rE?



IEC 62321-8:2017

- 49 -

HFT f Bt (4r99% R R T, 64 T (7R F] 3 £=3,36) o % < - ELOD MDL
e 45 BLg Hen o

a)
b)
c)
d)

e)

)

g)

h)

B.8 g2

2he 27 z DIBP, DBP, BBP, DEHP, DNOP, DINP, DIDP ** ke + i +
oy v it E5d PR g ghREY o

#7500 mgtl0 mg @ FEOREY > WEE T - S ATHE B2 o £ &
R, AIE R

BEPREERET RAEBRG P o

BEEP AorEPAE S 7R 0,25 ml (100 ©g/ml)

#* 425 (13 B.5. 2.4 & B.5. 2.0 2 FX P ) & [ HEE FE P o 45
A AR L

EFARE P g e F R A T0 %—130 %2 B oo ke w ol F g T R 1K
TRRE S AEELFT oo b TR FRART AN TP AL EHE ) FR

foi $742 R o

A fARE - P Bifgt B8 e MDL Ao T & T 50 mg/kg o 4ok i e — ¢ AR
FoOU Bt e MDL & T A E o A AR P REARiZ (P -
S E e A 5 o

FRANFE 9 Eefig T 2 ULOQE A4 A MDL 73 & o 2 7 MDL i~
A Epir > TE VLY EFT 42 Tt £ 52 T ARTE FURR -
hode 2 EAT R OLODEMDL > RIF 0 B FPAR A P R AR i B d T
s 1F]d4§ Mo LW AK B DR AR ENNE /\in-rr'i‘gétlﬁ ERE R X
WHEFHEXI RN 3P FRNBAP TS cdok 7P @& 3 v
fo/ o F A 9 o Pt e T LOD& MDL#-& -

29 Afeade o i@ * [EC 62321-1:2013, 4.8 CiR#E4E 2 )



IEC 62321-8:2017 - 50 -

G
(i3 )

FANA T E]T B

C.1 GC-MSiz
#*8.3.1°¢ ek 42 (FGC-MSA 47 ®4c™ 4 5% (L#C.1-C.2>C3)

DEHP

DIBP EBP

40 000 000 DBP DROP

Abundance

35 000 000
30 000 000
25000 000
20 000 000
15 000 000

10 000 000
DINP

5000 000 DIDP
L JMMM

4:00 5:00 6:00 7:00 8:00 9:00 10:00 11:00 12:00 13:00 14:00 15:00 16:00

Time
IEC

Figure C.1 - Total ion current chromatogram of each phthalate (10 pg/ml, 1 pl, splitless)
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Figure C.2 — Extracted ion chromatogram of DINP (10 pg/ml, 1 pl, splitless)

N

#)C.2—DINP# B~ 3 + 4 3% % (10pg/ml, lul, # A0k



IEC 62321-8:2017 -51 -

4 DIDP

300 000
280 000
260 000
240 000
220 000
200 000 {
180 000
160 000 |
140 000 {
120 000 {
100 000
80 000
60 000 { _
40 000 \
20 000 / \

™, . -

Abundance

4:00 5:00 6:00 T:00 8:00 9:00 10:00 17:00 12:00 13:00 14:00 15:00 16:00
Time
IEC

Figure C.3 - Extracted ion chromatogram of DIDP (10 pg/ml, 1 ul, splitless)
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Figure C.4 - Total ion current chromatogram of 100 pg/mil
of phthalate mixture by Py/TD-GC-MS
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Figure C.5 - Total ion current chromatogram of 5 pg/ml of phthalate mixture by LC-MS
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Figure C.7 - Total ion current chromatogram of each absolute amount (0,08 ug)
of phthalate mixture by 1AMS
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Figure C.8 - Total ion current chromatogram of approximately 0,3 mg of PVC which
contains 300 mg/kg of each phthalate mixture by IAMS (Absolute amount: 0,09 pg)
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Figure E.2 - Example of Py/TD-GC-MS instrument
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Extraction time Substance Average concentration® SD RSD Recovery ratio?
mg/kg % %
DIBP 4 057 49.04 1.21 81.14
DBP 4 067 5,59 0.14 81,34
2n BBP 4 087 20,57 0.50 81.74
DEHP 4 097 5,57 0.14 81,94
DIBP 4 450 46,35 1.04 89,00
DBP 4 377 21.26 0.49 87.54
o BEBP 4 417 29,70 0.67 88,34
DEHP 4 490 25,84 0.58 89.80
DIBP 4 941 20.60 0.42 98.82
DBP 4 937 27,52 0.56 98.74
o EEBP 4 954 16.47 0.33 99,06
DEHP 4 934 21,75 0.44 98.66
DIBP 4 946 5.54 0.11 98,92
DBP 4942 16.80 0.34 98.84
o BBP 4 959 7.33 0,15 99,16
DEHP 4 949 9,65 0.18 98,98
DIBP 4 960 2,00 0,04 99,20
DBP 4937 15,72 0.32 98.74
on EBP 4 960 10,86 0,22 99,20
DEHP 4944 11.39 0.23 98.86
DIEP 4 967 4,74 0.10 99,34
DBP 4 947 5,23 0.11 98,94
12 h
EBP 4 958 8.75 0.18 99,14
DEHP 4 963 8,06 0,16 99,26
° Sample used: EPDM (ethylene propylene diene monomer) rubber with each phthalate of 5 000 mg/kg.
P n =3 (from sampling to GC-MS analysis).

a & fEg 545 000 mg/kg® M 4%F - 7 Eig rEPDM (= Ao AT ) How

bn=3 (ABHF|GC-MS ~ +7).
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(a} Soxhlet extraction using (b} Solvent extraction using (c) Soxhlet extraction with
diethyl ether for 6 h. acetone:n-hexane (3:7) with n-hexane for & h.

shaking at 40 °C, overnight.
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L2 5Bt > ATHF? 3 faenik g §30 @ pdjd { o & % 42 7 & A THF® 73 f2304~ & »
¥ %2 THFePVCH 7 ¢ A% ¥ = ¥ fhfigehw Je R 2% 97,4963 104. 59 » # u > i@ % & 583
Boipl & e e 4 97,69 2 103. 4% ¢ 4o & H 149777 o x4 2 73 7 THF e % > 5 & X 5B~
e e S F R R g F Pt > ek H 297 o Flpt A ATHF P 2 7 1) phedg #

~

\

4g@ 5 A4 f 2 a T THF ez @ A% % = 9 Bpq 9 DI R ehw fo 5 o
ALl - 7R BES @y QF R ATHFY 3R 2 REF A imigdiEsdls 5

R R I I BE R S Y

Sample preparation Substance | Average concentration® sSD RSD Recovery
ratio®
mag/kg % %
DEP 1005 12,5 1.24 103.4
Soxnlet BED 959 2,25 0,24 99.7
extraction
) DEHP 965 34 0,35 97,6
using n-hexane for 6 h
DONOP 956 2,758 0,29 98.9
DEP 1011 4,56 0,45 104,0
Dissolution In THF using
sonication for 30 min BBP 949 3.78 0.40 98,7
and precipitation of polymeric DEHP 063 3,24 0,34 97.4
materials by adding n-hexane
DNOP 952 3,04 0,32 98,5

2 Sample used: KRISS® CRM 113-03-006 (Table 8) with 0,1 % of individual phthalate in PVC.

b n =3 (from sampling to GC-MS analysis.)

& % ekt SKRISS®CRM113-03-006 (#8) »PVCH 5 4 0. 1%:ha 5|48 % = @ B o
b n=3 (4B~ $LF|GC-USA 17 )
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FH2 -4 2735 v L7 L ATHF? Bz REF A mizatEsdls 2257
R FB R § S 2 ) v R
Sample preparation Substance | Average concentration® sD RsD Recovery
ratio®
mag/kg % %
DIEP 23 580 718.7 3.05 94
Soxhlet DBP 23 986 736.2 3.07 96
extraction
using n-hexane for 6 h BEP 23 207 581.1 2,50 a3
DEHP 23 830 486.6 2,04 95
DIEP 21783 767.5 3.52 g7
Dissolution in THF USil'lg DEP 24 043 428.4 1.78 oG
sonication for 15 min i :
and precipitation with ACN BEP 21 395 1422.7 6.65 86
DEHP 20 702 1085,2 5,24 83
DIEP 22 097 2273 1.03 g8
Dissolution in THF using DBP 24 430 662,9 2,71 ag
sonication for 30 min
and precipitation with ACN BBP 23 953 13741 5.74 96
DEHP 21 034 1 255,6 5.97 84
DIBP 22 6849 1235.9 5,45 L |
Dissolution in THF using DEP 25 072 90,72 0,36 100
sonication for 45 min
and precipitation with ACN BBP 24 504 1324 2,99 98
DEHP 23 204 421.5 1.82 a3
DIEP 22 513 423.5 1.88 a0
Eﬁg{"'#éiﬂférr' HF using DBP 24 826 1248.1 5.03 a9
and precipitation with ACN BBP 24 048 486.5 2,02 96
DEHP 23 299 712.2 3.06 93
DIEP 22 810 572.3 2,51 o
Emgé‘#lﬁﬂféﬂr I"E')Fh”‘f"”g DBP 25 257 1337.4 5,30 101
and precipitation with ACN BEP 25 086 537.3 214 100
DEHP 23 206 564,0 2,43 93
DIEP 22 919 6049, 2 2,66 92
E;‘f:gél#;ﬂférrl gl_,qu using DBP 25 044 126,6 0,51 100
and precipitation with ACN BBP 24 686 1055.4 4.28 99
DEHP 233N 912.8 3.90 94
DIEP 22 646 942.9 4,16 91
Ecl;'slgalﬁltgjnﬂférrl ;Tf using DBP 24 915 1 4936 5,09 100
and precipitation with ACN BEP 25122 312.8 1,24 100
DEHP 23 324 467.9 2.01 a3

G

b

Sample used: RM with 2,5 % of individual phthalate in chloroprene rubber.

n =3 (from sampling to GC-MS analysis).
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Z 1. 1= % 7 GC-MSerp * $7875 ik 7| 4

Compound name CAS number Product No. Manufacturer
DBP-3.4,5,6-d,” 93952-11-5 34169 Fluka
DEHP-3,4,5,6-d, ® 93951-87-2 617180 Aldrich
Anthracene-d,, 1719-06-8 176591 Aldrich
Benzyl benzoate 120-51-4 B6630-250ML SIGMA-ALDRICH®
DIBP 84-69-5 43540-100 MG Fluka
DBP 84-74-2 48559 SIGMA-ALDRICH®
BBP 85-68-7 442503 SIGMA-ALDRICH®
DEHP 117-81-7 D201154-5ML SIGMA-ALDRICH®
DNOP 117-84-0 48560-U SIGMA-ALDRICH®
DINP 08515480 376663-1L SIGMA-ALDRICH®
28553-12-0
DIDP 26761-40-0 80135-10ML SIGMA-ALDRICH®
2 Only considered suitable for GC-MS analysis.

TR Y R e R LR g
A= ¥ pepateiais e 11T (/@ DBP, BBP, DEHP, DNOP, DINP{eDIDP:100 ug/ml) - 7
54+ 5 :34109-43, KANTO CHEMICAL CO., INC.

[. 2 Py/TD-GC-MS

&% 4 B L 4 04 TAMSTePy/TD-GC-MSi erfe g o 2 £ dok e B & 4
FOh @ FER LSRR g ke R o
A A AL
i * Py/TD-GC-MSA 4% chfriagr f L4 1.2
#1.2 -7 3 Py/TD-GCMSe 7 * 4wia 4 i 71 4



IEC 62321-8:2017 - 66 -

Product name Specification Manufacturer

NMIJ® CRM 8152-a Pellet of PVC resin containing DBP, BBP, National Metrology Institute of
DEHP, DEP (diethyl phthalate) and DCHP Japan

(dicyclohexyl phthalate). DMP (dimethyl
phthalates), DIDP, DNOP and DEHA (di-(2-
ethylhexyl adipate) are also contained with
the informational values.

KRISS® CRM 113-03-006 Pellet of PVC containing DBP, BBP, DEHP, Korean Research Institute for
and DNOP Standards and Science

CRM-PEOO1 Pellet of polyethylene containing DIDP, SPEX CertiPrep®, US
DINP, DEHP, BBP, DEP (Diethyl phthalate),
DMP (Dimethyl phthalate), DBP and DNOP

CRM-PVCBLK Poly(vinyl chroride) Purity 99% SPEX CertiPrep®, us

5225-31003-91 Sheet of polyethylene containing DIBP, Shimadzu Corp.
DBP, BEP, DEHP, DNOP, DINP, and DIDP
at 0 mg/kg, 100 mg/kg and 1000 mg/kg.

F[.1% 7 7Py / TD-GC-MSH+m B 4541 § e f o i sd 47342 T8 B > F H 7 i 415 {

o B oo FAVETIA R R L FTEHRE FHEEA

a) Sheet type punched twice using a b) Pellet type cut off using a cutter to obtain
micro-puncher approximately 0,5 mg
a * Hril4ratfrdrit 2 an s big * & 7 = 2] 290, dmg R

FL1 - ATk aesd] g
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E* 7 GC-MS v Py-GC-MSeps * £ ‘w41

ig * 7 GC-MSfrPy-GC-MSe+ w4 £ J. 1
#J. 1= * 7 GC-MSF-Py-GC-MSe * £ wg 415 4

Application Product name Specitication

(manufacturer)
GC-MS Py-GC-MS

5 % Diphenyl!/ 95 % dimethyl polysiloxane

O Rtx®-5MS (RESTEK, US) Length 30 m: inner diameter 0.25 mm; film thickness
0.25 pm.

5 % Diphenyl/ 95 % dimethyl polysiloxane
] - DE™.5ms [Agilent 1&W, o ipneny . ’ . el . .
o Us) Length 30 m; inner diameter 0,25 mm; film thickness

0,25 um.

5 % Diphenyl!/ 95 % dimethyl polysiloxane
UAT™.5 (Frontier Lab,

Japan) Length 30 m; inner diameter 0,25 mm; film thickness

0,25 um.

) 100 % Dimethyl polysiloxane
UATM.PEDE (Frontier Lab, ) ] ) )
Japan) Length 15 m; inner diameter 0,25 mm; film thickness

0,05 um.
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3L
(R 3 )
Ef~L#EF P AT %%5

n#L.1-L.4

#L.1 - Py/TD-GC-MSZv:+ #ziE
Technigue Sample | Parameter m L " Try K (R} R p | Outlier
, " , . , X labs §
mafkg mafkg mafkg mafkyg mgfkg mafkg remarks
below ot ot niot ot nist
NS5-A01 OIEP dexﬁ‘_‘;l‘lm" applicakls 18 applicakle | applicabls [ applicable | applicabls 6 0
&5-C03 DIBF 387,35 S00 17 28.8 80,85 40,97 114,71 B 1
below naot not naot naot nat
11S5-E05 Diep dEtI'iEI'_';Ll'D" applicabkls 18 applicakle | applicabls [ applicable | applicabls 6 0
b low
Is5-A01 DEF detection o 18 1.3 368 1.82 5,37 B Ju]
lirnt
N55-C03 (=1 414,76 00 17 34,2 95,68 4248 118,94 B 1
55-E05 DEF 2 401,82 3 000 17 272.4 TE2.72 356,71 aa8,. 70 B 1
bl
i ot not not naot naot
NS5-A01 BEP dEtl'i::_'“Ll'D" applicabkls 18 applicable | applicabls [ applicable | applicabls & o
&5-C03 BEF 4a8z.24 S00 17 58,0 16242 57.57 161,19 B 1
S5-E05 BEF 2 727.88 3 000 17 281.8 Ta9.05 435,25 1 218,70 | B 1
Py-GCiMS | NE5-A01 DEHF 40,47 E02 17 851 238,34 231,07 47,00 B 1
N55-C03 DEHF 464,18 00 17 30,9 86,51 43,08 123,14 B 2
55-E0% DEHF 2 738,88 3000 17 2750 TT0.08 508,33 142334 | B 1
bl naot
i naot not not not b N
NS5-A01 DMNOP dEtl'i::_'“Ll'D" applicabkls 18 applicakle | applicable | applicable applul:;.abh: & o
&5-C03 DMOF 498,71 S00 17 23,7 &6, 41 75,93 212,80 B 1
S5-E05 DMOF 2 B40.82 3 000 17 163.1 455,68 3ZE. 63 214,56 B 1
Hs5-a01 DIMF 2 438,41 2 438 17 412,2 1 154,28 424,21 1187.78 | B 1
N55-C03 DIMF 481,18 00 17 25,4 71,08 50,01 140,04 B 1
IS5-E05 DINFE en%g.ﬁ A0 00 17| 28325 TE4 | 562596 |15 752,70 | 6 1
NS5-A01 DIDE ]‘-1.?22]'5‘. 22743 17| 419986 |[11758,82 | 4 244,44 |11 884,43 | B 1
&5-C03 DIDF 485,78 S00 1& 68,7 192,29 86,54 242,31 B 0
IS5-E05 DIDF SD%QDE A0 000 17| 17440 4 BBZ.32 | 28R37.81 7 ZBE.ET | B 1
AR
m = PlFE R T E2E > A ng/kg
v =g & i.‘*:mg/kg
n=n5%:+8guplE2xid

b
s(r) =€ EMFam L

s(R) = £ 24wl i 4
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D = bt E kR &
#L.2 - GC-MSz:+ 335
Technique | Sample | Parameter m n 5(T) r (&) R P ?:I;L: F::_r
mgfkg mgfka mglkg mg/ka mglkg mglfkg remarks

N5 5-A01 DIBP 0,00 0 18] o0 0,00 0,00 0,00 & 0
N55-B02 DIEF 0,00 0 15| o0 0,00 0,00 0,00 5 0
1155-FOB DIBP 0,00 0 15| o0 0,00 0,00 0,00 5 0
1155-C03 DIBP 463,33 so0 | 3 1] 1 lab only
NS5-E08 DIBP 0,00 0 3 1] 1 lab only
N=5-A01 DEP 0,00 0 17| oo 0,00 0,00 0,00 & 1
N=5-B02 DEF 0,00 0 14| o0 0,00 0,00 0,00 5 1
1155-FO6 DEF 508,50 478 |13 | 44.8 | 12556 | o069 253,94 |5 z
1155-C03 DEP 470,00 so0 | 3 1] 1 lab only
I55-E05 DEP 1801,33 | 3000 |3 1] 1 lab only
NS5-A01 BEP 0,00 0 17| o0 0,00 0,00 0,00 & 1
N55-B02 BEP 0,00 0 14| o0 0,00 0,00 0,00 5 1
1155-FO6 EBF 473,50 475 |13 | 211 | so.08 54,49 160,58 |5 z
1155-C03 BEP 451,67 so0 | 3 1] 1 lab only
NS5-E05 BEP 1609,00 | 3000 |3 1| 1 lab only
NS5-A01 | DEHP 439,00 430 (18| 488 | 13674 | 17402 | 48077 |& 0
S5-B02 | DEHP 558,87 gso (15| #44.3 | 12304 | 22500 | Ba2.77 |5 0
I155-FOB | DEHP 460,50 503 |13 | s40 | 179,25 | 71,85 200,61 |5 z

GCoiMs | 1S5-c03 | DEHP 507,33 son | 3 1] 1 lab only
NS5-E05 | DEHP | 176567 | 3000 | 3 1| 1 lab only
N55-A01 | DNOP 0,00 0 17 0.0 0,00 0,00 0,00 & 1
55-B02 | DNGP 0,00 0 14| oo 0,00 0,00 0,00 5 1
I55-FO6 | DNGP 480,93 ggda |13 255 | 7127 53,00 176,65 |5 2
I56-C03 | DNOP 504,00 son | 3 1] 1 lab only
NS5-E0S | DNOP | 184200 [ 3000 | 3 1] 1 lab only
N=5-A01 DINP 2827,71 | z82s |14 7872 |2 z20415 (121811 368231 |5 4
155-B02 DINP 1 450,80 0 15 301,? 265316 1739,50 | 4870.59 |5 I__'Ef;'{;';‘;;
1155-FOB DINP 0,00 0 1] o0 0,00 0,00 0,00 4 5
1155-C03 DINP 500,00 500 1] 1 1ab only
NS5-E0S | DINP 25?;'3“ 0000 | 3 1] 1 1ab only
NS5-A01 DIDP s1sEe | 24326 |16 -:u-;E_.,e. 0513.?57 6 871,27 | 19 230,57 | & 2
I155-B02 DIDP EESS800 | 6709 (13| 5727 [1603.58 | 156607 | 4387.52 |5 2
1155-FOR DIDP 0,00 0 3| oo 0,00 0,00 0,00 1 12
1S5-C03 DIDP 507,00 so0 | 3 1| 1 lab only
NE5-E0S DIDP 5,_:.11533 000 | 3 1] 1 1ab anly

~

RhF g & T 2E

I @ > & =mg/kg

ALt B iRk A E

» & mg/kg
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Technique | Sample | Parameter " v n| s r s(R) R P ?;I;Eﬁf
ma/ka ma/ky maikg | ma'kg | magikg maikg remarllis
IS5-802 | DIBP/DBP | 0,00 o |6 00 | 000 | 000 000 |2
IS5-D04 | DIBP/DBP | 101233 | 972 |6| 830 | 23246 | 182,74 | 511,68 |2
IIS5-FO6 | DIBP/DBP | 52533 | 478 |6| 119 | 3335 | 74718 | 207,70 |2
1155-802 EEP 0,00 o |6 00 | 000 | 000 000 |2
155-D04 EEP 926,33 | 962 |G| 655 | 183.35 | 80,97 | 22672 |2
11S5-FOB EEP 468,00 | 475 |6| 205 | 5730 | 2315 | 6483 |2
IS5-802 | DEHP/DNOP | 777,67 G| 49.4 | 13823 | 394,74 | 110528 |2
_ 1S5-D04 | DEMP/DNOP | 182520 | 1956 |5| 41,4 | 116,03 | 208,89 | 584,88 |2| 1
WM T 1S5-Fo6 | DEHPIDNOP | 936,17 | 987 |6| 588 | 16451 | 60,59 | 160.60 |2
11S5-802 DINP 452,67 6| 366 | 10243 | 89,07 | 24939 |2
155-D04 DINP 0,00 o |6 00 | 000 | 000 000 |2
11S5-FOB DINP 0,00 o |6] oo | o000 | 000 000 |2
1155-802 DIDP | 2793,33 6| 2084 | 583.62 | 422,36 | 118260 |2
155-D04 DIDP 866,83 6| 1219 | 341.42 | 122,25 | 34231 |2 prgl?e'?j
IS5-FO6 | DIDP 464,83 6| 202 | 22470 | 91,51 | 236,22 |2 prgl?e'?j

n =

MF i E T oE 0 i itmg/kg

0l E 0 ' zmg/kg

B b B R AR

s(r) =€ E P m AL

I‘:

el

s(R) = #£ a1t im L
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#x

ok
Ik




IEC 62321-8:2017

-74 -

£1.4 - LO-MS#it 4cfs
Technique | Sample | Parameter m n 5r) r 3(R) R ?Uht”'?_f
abs |
mgfkg maka maka | mafkg mafkg mafkg remarks
1155- 1 lab
Al DIBF/EEF 0,00 0 3 anly
1155- 1 lab
03 DIBF/BEEF 815,00 1 000 3 only
1155- 1 lab
ED& DIBF/EEF 211300 A 000 3 anly
1155 1 lab
Al LEeF 0,00 0 3 anly
1155- 1 lab
o3 DBF 409,67 G0 3 anly
1155 1 lab
E0S per | 218300 | 2000 | 3 anly
1155- 1 lab
A DEHF 425,33 0 3 anly
1155- 1 lab
o3 DEHF 413,67 G0 3 anly
1155 1 lab
ED& DEHF 2 126,00 A 000 3 anly
LCMS
1155- 1 lab
Al DMOP 0,00 0 3 anly
1155- 1 lab
03 DMOP 377,67 &0 3 anly
1155- 1 lab
ED& DMOP 2 146,67 A 000 3 anly
1155 1 lab
Al DIMF 540,67 0 3 anly
1155- 1 lab
o3 DINF 378,33 G0 3 anly
1155 1 lab
EQE DIMF 25 522,67 | 30000 3 anly
1155- 1 lab
A DIDF 13 TR3.00 0 3 anly
1155 1 lab
o3 DIDF 394,00 S0 3 anly
1155 1 lab
ED& DIDF 25 BB5,33 | 30000 3 anly
R
m = PIFEEETISE o E=ng/kg
v = g iE & ixmg/kg
n=#5%:+5apE%%dE

5
s(r) =€ e =i imA

r==&t
S(R) TH. IJ} ’f"‘/
R =f M+

D 7\_51J—Bm_)§§'b

Wy A
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it 5 M
(F A g3

*3;_‘:,\?_‘;, A «%L’r )1lﬁ? ﬁ‘f‘

nEM
# M. 1 —GC-MS#- &4 470 B

No. Sample Purpose Remarks
1 Calibration standard1 Correlation coefficient of
- - the calibration curve,
P Calibration standard2
For calibration curve R = 0,995
3 Calibration standard3
: : (R2 = 0,990)
4 Calibration standard4
Acceptance value is less
5 QC(Quality control) Check the reproducibility than £20 % from stated
value
Analysed for minimum of
1 per every 20 samples.
. Acceptance value is less
B Blank sample Check any contamination and carry over than method detection
limit
(= MDL)
Analysed for minimum of
Blank spike/ 1 per every 20 samples.
7 ) . Check the recovery Acceptance value of
Matrix spike recovery is less than
=30 %
8 Sample 1
9 Sample 2
Determinate concentration of sample
10 to
11 Sample 20
Continuous calibration Acceptance value is less
12 e Check the reproducibility than £20 % from stated
verification (CCV)
value
M. 2 Py/TD-GC-MS
1 ¢ e7Py/TD-GC-MSA 45 7% & " & M. 2
# M. 2—Py/TD-GC-MSH-5- 4 45 1 B
No Sample Purpose Remarks
1 Blank sample Check contamination and carry over Refer 11.3.2
2 100 mg/kg reference Check the sensitivity Refer 11.3.1
material
3 1 000 mg/kg reference Calibration Refer 8.5.2
material
4 Real sample 1
Real sample 2
N Real sample N
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e
(T )
A2 )

& & #DIBP > DBP > BBP » DEHP » DNOP » DINP{-DIDP ;% & e% 4 eijk &% 2 % 1000 mg / kg
At o oo i * B Py / TD-GC-MSF-GCMS ™ i i2 7 fa ik e A2 F] W £ N. 1 o

Polymer sample

Screening step
y

| Py/TD-GC-MS |

Y

< 500 mg/kg >500 — <1 500 mg/kg =1 500 mg/kg

Passing Result Failing Result
(Below Limit) (Owver Limit)

Quantitative step

1

GC-MS Referee |_
(Inconclusive)

IEC

N L - i e LB A A AL
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