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Determination Methodology of 17 Polycyclic Aromatic Hydrocarbons
in Pharmaceutical Rubber Stoppers

ZHANG Luo-hong, HUANG Wan-sha, ZHANG Xin, JIANG Yan

(Sichuan Institute for Food and Drug Control, Chengdu 610000, China)

ABSTRACT: This paper developed determination methodology of gas chromatography-tandem mass spectrometry for 17
polycyclic aromatic hydrocarbons of pharmaceutical rubber stoppers to evaluate the safety of residual polycyclic aromatic
hydrocarbons. A mixture of acetone-hexane (V mm : V zeix=1 : 1) was used as the extraction solvent, the target substances
of rubber stopper were extracted by microwave, and D8-naphthalene, D10-pyrene and D12-benzo[a]pyrene were used as
internal standards for quantification analysis. Good linearity was observed within the range of 2-200 ng/mL, the correla-
tion coefficient R was 0.9984-0.9999, and the limit of detection was in the range of 0.35-1.25 ng/g in this methodology.
Besides, the recovery ranged from 92.24% to 118.47% (RSD: 0.86%-13.23%). The above method was used to extract
17 batches of rubber stoppers from 8 manufacturers on the market, and different polycyclic aromatic hydrocarbons were
extracted from them. The detected amount of carcinogenic PAHs was in the range of 0.0004 to 0.1278 pg/g, ben-
zo[a]pyrene from 3 batches of the rubber stoppers were in the range of 0.0013-0.0042 pg/g and the detected amount of
unclear carcinogenic PAHs was 0.0004-0.2980 pg/g. This method is accurate, sensitive, simple and suitable for the quan-
titative determination of the residual high-risk carcinogenic polycyclic aromatic hydrocarbons (above five rings) in rubber

stoppers.
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), Hgk B 223855k (PAHs) ', H
] 7= e PO SRR (A ) SR i AR 2R i Ak~ o
REY, CEBMZMEEmPFEZHT R, Sk
N AN SCHRARGE , DRI R AL b R B 1 2L
RERELFHFIPEE 2RI EE Y,
[ F AP )R (EPA ), EE &Y 55K EICE
( ATSDR ). [E PR e S (TARC ) #1A5E L
I [a] B NIREREY 6 Fh 23035 18 Ry 85 3¢ e 1) 35088
PP S R PR BB 22 3155 Ja A AN ] ¥ 351 H A T 2 B
WA, FEIE S 25 A il YA AT BRI RS A ZY
fir, TEFREDH 2500 &b, (Ab2F 2 5 i Ak 28
AR R E RS T (17)) B T 25855k
FONEEREX R, L2 R, BT R %R
AT T CY Wyl A
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K FRWAEEUEEZ 0588, SOh S 1 kT D
i A ) Jis S Hp 8% B ) v RS B0 1 2 05 08 ( 3R LA
FEHIR), FRER 17 MEZRERAS T EPA
EfIAAY 16 R JeoGiER) PAHSs, thE 3 T (fb22y
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HBLR R IN Z 5588

1 LIf

1.1 #RFLES

FEARE: HIE, ral, R L 2E AT PR
NFE IECkE. SRR, ZRROER. NI, Gk,
Fisher Chemical; 16 FIE-S Z IR FFEF B ( WFE 1),
s SR B R AR AR A R R [e]iE (LR
1), Aldrich A #]; D8-Z% (L3 1), 02Si A +l; D10-
B (WER 1), 02Si AF]; DI2-%KFf[a]tE (W 1),
LGC Labor GmbH A 7] .

FEALA . M A - B B A ( TSQ
QUANTUMXLS ), [ Thermo 23] fik Y
( MARS6 classic ), £E CEM A #d); H T K
(XS205DU ), Hgreifi-+eF 24088 ( 1) A RA A
AL (HS20500D ), Kl e AN A BR A Al .

1.2 Ak
121 GC-MS L 2&&#

1) SAHERESA: . DB-EUPAH E4145 5 M A
FE (20 mx0.180 mmx0.14 pm) , S K@ AR S,

F1 MBRHENARYRER
Tab.1 Information on reference substances and
internal standard substances

e &2 PR CAS 5 afifiz
1 % 91-20-3 0.999
2 JE A 208-96-8 0.964
3 )i:A 83-32-9 0.99
4 Vil 86-73-7 0.99
5 E[d 85-01-80 0.989
6 B 120-12-7 0.992
7 P 206-44-0 0.995
8 T 129-00-0 0.975
9 I [a] 56-55-3 0.99
10 i 218-01-9 0.988
11 I [b]E 205-99-2 0.999
12 I [K] ¢ 207-08-9 0.994
13 I [e]tE 192-97-2 0.98
14 I [a]tE 50-32-8 0.998
15 BiFF[1,2,3-cd]tE 193-39-5 0.99
16 I [a,h] 53-70-3 0.994
17 I [g,h,i]dE 191-24-2 0.996
I D8-%E 1146-65-2 0.998
i} D10-1¢ 1718-52-1 0.991
I D12- 43 [a]tE 63466-71-7  0.9748

WE A 1.0 mL/min, #EAE TR 280 °C; 27 FHE
%A, 1E 50 °CTF{£4% 2 min, LA 20 °C/ min JHEZE
180 °C, F£FF 4 min, F-LA 15 °C/min THE & 280 °C,
145 4 min, LA 5 °C/min THE ZE 315 °C, {#4F 2 min;
BRSO 1 ul; SRR SO o T bk o A

2) g mrEEEFIE (ED) , E1E
LR 280 °C; L2 B Ry 280 °C; WA £
R AR, (SRM ) 3 SRM T/ Hr S 402 2.
1.2.2 WS

1) PFRES I HI . UG D12-K T3 [a] e (4
10mg) , WEKE, BT 10mL HF&HF, Ed
Les i, HMBEZEZ, 25, WS DI12-78Jf[a]td
W40 KRR 1 DS-Z8 . D10-£8 bR XS FE A
I DI12-FFF [al 445 100 uL, B TAA/EIE
CUBERY 100 mL 285, e O ki i 514 e 2 41
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Tab.2 Retention time, qualitative ions, quantitative ions and the collision energy (CE) of PAHs and
internal standard substances

s BET O FET O MHEREE (AR EE/min AR BB T FHEF  AifEAER PR A )/min
136 108(E = 13 N 228 202 20
D8-Z% 6.37 I o] B 19.14
136 134 13 228 226(FE &) 30
128  102(EH) 20 228 202 20
B 128 126 20 6.39 i 19.29
228 226(5E 1) 30
128 127 25
152 126 20 i 252 226 20
Ve 8.51 I [b]E B 21.85
152 150(Z & 30 252 2500 1) 30
153 126 40 252 226 20
b 153 151 40 8.69 I [K] ¢ 21.94
252 250(E 1) 30
153 152(F ) 20
166 115 40
252 226 20
166 139 30 X
il 9.50 I [a]tE 23.34
166 163 20
252 250(:E &) 30
166  165(E & 20
178 152(E) 20 . 252 226 34
g 12.73 I et 23.14
178 176 25 252 250(;E &) 34
178 15202 ) 20 DI12-% 5 264 260(7E ) 39
J3 12.85 o 23.24
178 176 20 [o]re 264 236 39
202 150 40 276 224 50
DT 202 152 30 16.19 FiIE 276 248 50 27.49
- ’ [1,2,3-cd]i¥ ’
202 200(E & 20 276 274(5E 1) 50
202 150 40 278 250 50
4 202 152 30 16.79 *z'gf 27.58
[a,h] & 278 276(GE &) 40
202 200(ER) 20
212 210 34 276 224 50
D10-i¥ 16.75 ZM,T; 276 248 50 28.68
212 208(E ) 34 [g,h,i]dk
276 274(FE 1) 50

BE, $25), WS EIREE LN 1 pg/mL A [EAL R N R
WA ARG 2 B E AL Z AR & 2 mL, BT
BA /0B IEC B 10 mL 280, i iE & beis ot
R ZIE, 75, RS A28 200 ng/mL (¥
[ R NFRIEW, 16 4 °CUKEE rhBEGIR-AT

2) X RS A8 o BORIE[e]tEili i (29 20
mg) , WERE, BT 10 mL AT, MiECkE
W, JEMmBERZE, A, RERIf el & ;
K& 16 PP 2 I5 X BRI . AIF (]t &%
W45 100 uL, ‘B FRA /D EIFECERN 100 mL 28|
L, OINIECBER M, FMBEEZIE, $5), WS HE

WRELI N 2 pg/mL () 17 FhZ2 3855 1806 B IE 4895
10 mL 5800 7 A, 3 0kE 2 A BT i vk B 29
200 ng/mL 4[R5 2 PIARIE W 1 mL, P53 000065 2 m A
17 FhZ 2855 F X B 725 10, 20, 50, 100, 200,
500, 1000 pL, fNIEC eIt mBERZIE, #25),
RIS Bl 2, 4, 10, 20, 40, 100, 200 ng/mL
XS BB SRR, TE 4 °COKAR R C IR o

3) LS A A . PO 2 I ZE (R
BER) 292 g, KEEFRE, BTMBOHRE T, %
A 9 mL IE O B¢ B TR &3 (IRELEE A
1:1), 1 mL FEEREZ A 200 ng/mL {9 [R47 R N s
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R, #E 100 °C T LI A HL 30 min, WHIEZER, H
Pers U Sk ug, BOEW FIEZEE S, S 10 mL
IECRE/TER (V ogear @ Ves=1 1 1) ¥R, 7 2 IRTEE
W, BIFVERIR T LR ieZE, 7E 35 °C g
B 1 mL, $E 10 mL wifih, FDEE O ik
BEZEIN 3 U, Bkt = L, ik e E %)
B, i ug, RIS ZERRBOR . [RVA A -

2 HR5IHE
2.1 RENEFEMMmL
2.1.1 FEEURFIFAEREESXIERE

PAHs [13FBE-7K 43 Be R B = , RBVE T 28R
PR P A PLEE R, WE e . PR A S b
S50, AT OR PG AR B, 5 ] — e SE 43 B AE BY
PR SR B T BRI R (A 46 S
ECkE. WK, ZFRAHER . P/ —FE W (V ww
Vo oams=1 1), IECE/ AT (V par iV —gus=
1:1), WEIAECHE (Vo wm oV ozer=1 1 1), DIEA

) b B A PSR L 1E O e R R ) BRI, 25 SR L3R 3—4,
gEHRIE AR RIOA R R IEC 5. NER/ES
Bt (Vomm o Vowes=1 1 1), FIRGEX I IEB S AT
R R, DU e e FE 4 BRORAOR W vy T B R 2E 5 SN
Pt PRI R S OHOR Bt , INER/E 8 (Vv -
Voieer=1:1) XFHURL FHZIHRTFE (. KIT[a]
EEAE ) BN BT S AR B IR Z8 5 OO R B dr
AR ) FESRBGA R By HB] (Ve 0V oo
Vowx=31312), SRBGRPZEERSEEGEA R, H
JEXT DU IR D b 20 05 9 ) B BUCR AT S G o i/ G 4o
(V wm oV opar=1 1 1); AHIEBIERE S 54358 H 58
B PNER/IE CBE (Vomm @ Voees=1 1) 173 RN E
PRI, AR 5. BRI, 2 FEREUS R AR
SE R PR FE NS 5 28 T Rl — I AN RE X e 28 h %
F N R A B 2 05 kB e R HUICR | HoR T [a)
EEAFEZ A HR LA B 2 3 05 ke B e U Bk (R
IF[altb A H oiF 2 #E R (PDE) {Uh 0.27 pg/d),

T6 HA B U T ) 2 31 05 12 -Z5 1) PDE h 50 pg/d( #%28
A ) 35 L BB SE B (PQRI) TEHI RS
PR EBE (QT fH) b 50 pg/d KiED), X

x 3 AERBAFIX B ZES PAHs RERAIEL &

Tab.3 Effect of different extraction solvents on the extraction rate of PAHs ng/g
SN EC ke SRS LR LT
'ft%% SRR ey =g B iR =gl Hij fE& Sz B R
SEH i SERE By e 4 By SEHE i
P 118.83 101.87 20.46 19.51 106.90 92.96 18.01 17.21
I 31.73 28.72 34.41 31.12 29.01 26.64 32.41 32.35
PR 18.71 22.69 25.64 24.85 26.56 25.92 20.47 27.68
B 116.36 180.33 187.17 187.57 187.69 192.28 134.00 219.52
A3 [g,h,i]dk 19.91 27.56 28.59 28.53 26.02 25.51 23.93 45.74
D10- 2 [l #/% 81.55 60.08 71.07 61.35 69.83 61.41 83.70 70.62
TE: HERA P EIINA 40 ng/mL D10-2E AR VR N 85 b
x4 AREEBFNEESR PAHs IREGR LR
Tab.4 Effect of different mixed solvents on the extraction rate of PAHs ng/g
Vigm - V—mws=1 11 Viees « V—awe=1 11 Vosm - Ver=1 11 Vs « Vieag « V=3 1312
aEY
SEHE DR SEHE B SR B e
7% 26.39 22.08 19.81 22.85 29.65 28.91 54.49
EH 39.36 46.48 33.39 44.34 45.63 39.64 22.46
TR 25.12 29.62 26.63 33.65 36.57 31.35 16.82
B 165.3 191 184.25 212.47 264.9 244.09 128.61
A [g,h,i]dk 31.72 42.99 33.52 41.79 45.84 46.05 18.93
D10-EE K /%  73.21 80.02 71.70 81.13 84.84 79.06 70.05

e AR A 40 ng/mL D10-TE BRI RAE M 52 45 5
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Tab.5 Results of three times repeated extraction of PAHs by extraction solvent ng/g
S Vo o Voeas=1 "1
fead A Bk By S0 BT
1w 118.83 101.87 29.65 28.91
% %2R 111.08 82.72 6.32 5.90
%3 79.34 85.57 9.20 5.18
%1 31.73 28.72 45.63 39.64
IE %2 2.86 2.37 2.15 1.60
53 7.51 4.21 4.03 5.40
51 18.71 22.69 36.57 31.35
P %52k 1.66 1.86 1.58 1.04
%3 3.55 1.91 1.67 1.70
LSRR 116.36 180.33 264.90 244.09
5 %2 25.44 32.59 28.74 19.09
3 30.29 14.74 13.84 12.54
51 19.91 27.56 45.84 46.05
K [g,h,i]dE 52w 4.14 6.98 6.73 6.03
53 4.47 6.14 7.27 6.69

R T i AU BURE PE 2 5 R ( AT E[a] B AR
KAV L ZH IR ) A R AP HR B TR/
ECHE (Vom D Vo=l 0 1) MERERBUAR, X525
Je JE B IEAT AR, BE A S B o 5 A O A A
FEPRR IS BUEE 25 (KR ULE) B
i, BRI TG W B0 T 2 RS R 0 AT G T
iR .
21.2 REUGEFIMERAIERE
FEFIARRPRIE I (0.2, 0.08 g/mL) IREM 542
I 90 U T0 [)— g ZEREA T IO AR B, 2SR UL 1. 4R
SR TC W 22 5, SO BRAE T S5 R IO 7 i Rh A
0.2 g/mL,

300

0.2 g/mL

4 0.08 g/mL
= 200+
on
&0
g
i
< 100 [

0 e ,
KE B AFFghilE

B TR BRI A B B0 B B 4

Fig.1 Extraction efficiency of different extraction volume

2.1.3 EEAXAIEE

W BRI AR kR E ( AFPS GS 2014:01 PAKN) th
ZI TR IO 2 (WHRTE 60 CTF A #HL 1 h)
5 IR A B b AT g, A5 R LER 6. 4
WL, WIRMME AR T W R s 2, HTE
60 °C I i 75 A BN B HUAS #4510 9% B MR 2R B o X
Tk P & PR RV SR BURE &, SRR ZS SR B Ik A
2,

®6 AREBHAANRENER

Tab.6 Results of different extraction methods ng/g
[Ce&E LEEE 1
(losx7]
SR B EEE B
% 106.90 9296 79.95  78.07
B[S 29.01 26.64 2249  20.67
P35 26.56 2592 2599 2476
e 187.69 192.28 150.66 125.55
It [g,h,i]EE 26.02  25.51 24.01 2537
DI10-EE[mI%/%  69.83  61.41  61.78  50.49

T A I 40 ng/mL D10-18 BRI AE S it
gty
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2.1.4 1REUATEIRYIEHE

K 10 mL WEI/IECKE (Vowm @V ges=1:1)
YE RIS, XA —FEd R AR R =K, 200 T
15, 30, 45, 60 min #EATHUE A, 50 WE 2, 45
R, REE A 15, 30, 45, 60 min B, HiZ
WSRO 225, K THRIEE R 30 min B HAE
B e M- (RSD 2l 3.41% ~ 11.82%, n=6, D-10
EE IR R 80.62% ) , MUBESE 30 min 1 R FEHUAT [H]

300

v———\/

200 -
—— %

—=— 3

—— E

100 | —~— B

—— I [gh il

S/(ngg?)

r——

T * é'lzz
10 20 30 40 50 60

fi5f ] /min

B2 ARG O ] 3 s 2R

Fig.2 Extraction efficiency of different extraction time

2.2 BiEHHIERE

%] DB-5MS A1, DB-EUPAH £ 414 S
RS T AT, 17 F 23052 7E DB-EUPAH B4
BEAMEIEA_EAY 5 B ECR LT DB-SMS i, FR 512
Xif [7) 2 S5 F AR TR - [ 0] 9 AR I [k 96 B, HLIGTE 4%
i, WL 35 % TR 2L i i ZEHR U, DB-EUPAH
BYNE A EE A E A T 20, B2t
YRR S8 5 AR S AR AN I

2.3 RiABIEMRIEEEHLL

KRS bk R A T B R 17 Fh 2455
KR HT REUE . AT R A SRM It , nf
o 1 e RV, R T A R R Ml 2 v A L)
FISEIR , U/ DA S A BRI AR e T P o B A
PO =N e R/ £ D0 5 NN A N S = S (SR i
T, PR SIS, SChEE T B IR
(250~ 300 °C ) M50, 455 A AR ICHA i 2250,
LA E R B FIRMTS Y N, B 280 °CE N BT
I
2.4 ZR{E3E B ARG i BR

M 7 A, MEERYRERE R 2 ~200
ng/mL ( BIFE S & R & 528 0.01 ~ 1 pg/g) B,

AVELR B, MEERECH 0.9984 ~0.9999, HL ik
TRA KT IR S A, RGBS, BB 3 i s 251

100 1
90
80T 9
70 34

60 I

50+ 10
40 ¢ ) 7 8 11 [T
30+

I 17
i} [ 4
ot M J “ [
6 8 10 12 14 16 18 20 22 24 26 28
] /min

125 2080 308 445 5.9F 6.7 7.6 8.k
9. I [a] B 10 11 RIF[bIDEH 128 FF K]
1323 [e]tE 142 [a)E 158 91(1,2,3,¢,d]EE

16. 28 [a,h] B 1789 [gh,i]dE 1.D8-%
I.D10-1¥ MLDI12-ZEH-[a]tE

X ERE/%

K3 17 il 20 ng/mL 238557580 3 B A RR AY 685 1
Fig.3 Total ion chromatogram of 17 kinds of PAHS and 3
kinds of internal standard substance in 20 ng/mL

AT, A HAEME L, DUEME L SAN=3 i Xt
AT Bt s R B R A AR R I B, {5 M ke S/N =10 i)
X IO7 B B VT e B A S e B, T v A I B Ry
0.35~1.25 ng/g, HIEERRN 1.15~4.15 ng/g, 45
RILE 7,

25 BERE

BB R R FE 290 20 ng/mL TR A % BE SR
iz BRI 5 D iR 4 RE 6 Uk, R4S ) R A i
T AR5 P9 b 0 o 06 T AL L fEL A RSD, &5 3R L% 8.
RSD H 0.99% ~ 3.44%, n=6, ML EEkERS 251
Rt

2.6 [Og=E

BUK B A I FERE T (RBTRE ) 29 2 g, FEEME,
TR A X S E &, M) 1.2.2 TP J7 vk il 45 Il
WO, ) BN A BT MR BE 439 10,20, 30 ng/mL
MFERAS 3 Oy, BREIRITRIE, 17 FhE2 355 )R 0
WCREE L 8, RN 92.24% ~ 118.47%, [HIIL
% RSD 4 0.86% ~ 13.23% (n=9) .

27 REHFMUESR

KH B FENT S B 8 ANFE RAE W 17
B ZE VAT Y, FrigsH 10 &, AL
T HERRIEAR, WE 9, 455FW, 17 HKIEHY
o AN ] 22 P15 ke, PR A 3R v 1 it AR U A
e B S G KB AIf[ghildE. TER.
Bl 7 b s h BUE 2 MR, o 3 gt g
HR 2RI [a] B8, 1 3 2E BRI [a] BE 0 4 H e R4
AHEA(E N 0.33 pg/d, #Bid H: PDE {H( 0.27 ng/d ) ;
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10 HEIZE P B AR EURE 2952, B HEK PDE . 17 LD ML 7R BRI 1Y
BATITRER 0.03 ~15.44 pg/d, ¥R T 50 pg/d 19 T KRIEN 3.39 pg.

R7 LMEE. @MAFE. HXERH. RAURFMESR

Tab.7 Linear ranges, linear equations, correlation coefficients, limits of detection and limits of quantification

&Y PR a5y i FHOC R B MG/ (ngmL ™) R /(ng-g ) ERF/(ngg )
% y=0.7050x+0.1662 0.9993 2.01 ~200.70 0.63 2.09
i) y=0.6592x+0.0908 0.9998 1.95~195.30 0.61 2.04
JieA y=0.5777x—0.1267 0.9997 2.02 ~201.90 0.76 2.53
Vil y=0.4559x—0.1333 0.9996 1.99 ~ 199.09 0.54 1.78
E[3 y=1.1242x-0.1540 0.9996 1.99 ~ 199.50 0.94 3.12
J y=1.4455x-0.1712 0.9994 1.99 ~ 199.09 1.25 4.15
P y=2.0685x—0.1323 0.9998 1.99 ~199.10 0.47 1.56
(4 y=2.0056x-0.0976 0.9999 1.97 ~ 196.80 0.53 1.76
I [a]E y=0.9594x—0.1390 0.9994 1.98 ~ 299.70 0.37 1.24
J y=1.3520x-0.1581 0.9996 1.96 ~ 302.70 0.74 2.45
I [b]7E y=2.3824x—0.1612 0.9993 2.00 ~ 302.55 0.47 1.56
E SN y=2.2871x-0.1607 0.9992 1.96 ~ 298.65 0.46 1.54
HIF[e]tE y=0.4750x—0.0980 0.9994 1.47 ~ 147.39 1.25 4.15
KH-[a]tE y=2.7310x—0.1550 0.9990 1.99 ~ 199.30 0.35 1.15
Bidf[1,2,3—cd]iE  y=5.2705x—0.1867 0.9984 2.00 ~ 199.84 0.84 2.78
ORI [a,h] y=4.7890x—0.1568 0.9985 1.97 ~197.11 0.62 2.06
HIf [gh,i]HE y=4.0979x-0.2211 0.9984 1.90 ~ 189.53 0.71 2.37
x8 RBEEMEE
Tab.8 Precision and recovery
EWHFR KB RSD,n=6)/% ﬁ;ﬁil)/ #Tgﬁf% (EZELﬁq) ﬂptﬁ B psD(m=oy%
12.08 9.99
ES 1.70 2.52 23.6 19.98 99.67 5.18
31.86 29.97
10.75 9.64
JE 0.99 0 22.05 19.28 108.60 7.03
28.9 28.92
10.34 9.9
& 1.24 0 22.77 19.8 106.14 7.65
29.4 29.7
11.95 9.9
% 1.19 0 23.65 19.8 115.44 6.97
31.54 29.7
18.18 9.89
E[ 1.28 6.14 30.24 19.78 118.47 4.86
39.31 29.67
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o %%E(ROSD, n=6)/ ﬁ&’a‘% fitiiﬁ?&’atl%/ ﬁuﬁ% S 1T i B3R RSD(N=9)/%
% (ng'mL ") (ng'mL ") (ng'mL ) %
10.25 9.92
B 1.21 0 19.79 19.84 100.96 2.07
29.7 29.76
15.76 9.95
D 1.65 4.85 27.23 19.9 108.89 3.68
36.06 29.85
51.83 9.75
B 2.60 40.26 59.66 19.5 103.42 13.23
67.21 29.25
10.73 9.9
H I [a] 1.63 0 22.66 19.8 106.88 7.89
29.05 29.7
10.39 9.88
J# 1.53 0 21.57 19.76 104.19 5.31
29.12 29.64
10.98 9.99
I [b]9E 2.54 0 21.73 19.98 105.85 5.71
29.64 29.97
10.12 9.94
I [K]9E 3.01 0 19.79 19.88 99.30 2.70
28.78 29.82
7.26 735
#If el 1.63 0 11.95 14.7 92.24 10.32
21.31 22.05
10.84 9.98
#If[a]E 3.44 0 20.85 19.96 103.96 4.75
29.58 29.94
9.7 9.9
—E‘ﬁﬁ[lﬁf’“d] 2.97 0 19.53 19.8 97.86 0.86
28.8 29.7
10.04 9.94
2RI [a,h] 3.44 0 21.89 19.88 102.68 6.57
28.91 29.82
18.49 9.96
K [g,h,ildE 2.89 6.53 28.94 19.92 114.11 4.76
39.29 29.88
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Tab.9 Residue of PAHs of rubber stoppers
, " 5 R U 5/ NR R H % hE -
es fean Rps SRR RMERE ﬂéﬁ)ﬁi?? PDE(uee”)
S 17 0.0643 0.0037 1.08 50
JE A 9 0.0251 0.0006 1.96 50
& 15 0.0459 0.0016 3.58 50
Ui 14 0.0412 0.0016 1.05 50
IR TES E[ 14 0.298 0.0037 7.6 50
HWE R »
7 i 7 0.02 0.0012 0.51 50
YA 14 0.0292 0.002 1.96 50
S 15 0.2301 0.0024 15.44 50
H I [g,h,i)HE 11 0.0685 0.0011 5.34 50
I [e]tE 1 0.0004 0.0004 0.03 50
ARIf[a] B 6 0.0059 0.0006 0.15 10.55
J& 5 0.1278 0.0006 3.26 9.1
HIF[b]9¢ 3 0.0007 0.0006 0.05 28.47
ﬁ;}:ﬁﬂ HIF[k]2E B 1 0.0004 0.0004 0.03 79.1
#If[a]tE 3 0.0042 0.0013 0.33 0.27
B I[1,2,3-cd]i 4 0.0113 0.0011 0.88 61.2
T I [a,h]E 3 0.0431 0.0006 1.1 8.5
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iff b G 00 4 Js 5 w5 B ) v DR B0 1 22 30 5 & (T
W) W& PEREIGHTINA [F47 2 bR i DS-
%%, DI10-t£ . DI2-#Jf[altE, W@ AN ZH I IE
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