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B

Agilent 7000 ¥ U—X kU J)LUIEER GC/MS ZRAWT. B KPDOSIRAEHRR{LKERE
RUREITIZIVI—FIVEDHT DAYV Y RZERFELF Ulc, BEFHBIEIIT.
BROTELEAY Y RT, REWLZERET OIS LOED DRETREH ZiH LTV
9,

FU&HIC

FRMESKE T L — LT —I3E% (2000/60/EC) [1] (&, AEERIBEANFEHH S NDHEKAER
MEDRINFHIRIE E DRI BT KFAZHE T DIehDHDTY . CDIERHZM
BT HEEYMEICERT DFEEIET (PSDD) Tl BEMEICRT DIRIFELE (EQS) HESD
SNTVET, EQS &, (EHERYBDREZRET 2HDT. EU KEFELFCTHE
SNBIEEPERRE—HULTVE T, PSDD DFREZ T T TeHICIE. FEKBCH N
T, TS UMEDORE. RE. EHERECIBET 2 EROSNET,

C DERREITHIGT BT, HE Water Industry Research (UKWIR) &, HEIRIEF DR
DB & BEMEDREZEEBSLUHIEHT b DEERETOI S L (CIP) ZRE
LFEULUR. COTOTSAICIE. RUMETK, MEHEK. RIERHEY. SRODHTICEK
3RO, WIEA T 3 VOFHIEREDNEDATNTVET,

Agilent Technologies



CIP DERIF. ZIRFEIREIEKTR (PAH) PRURRIIEY =
JVI—5)U (PBDE) FEDEH AT ITU—DEFEYEICENNT
WEXT.ZD7TYUT—2 3> /—hClE.IN5 2 ISADESE
MEBDOBHICDWT. Agilent 7890 ¥ U—X GC X5 L& 7000
~UTIVMER GC/MS A7 LZRW e, CIP DEHZiGTeT
RTHEHICRDERED XY v REBTULE T, E—DXAVy
RT 14 BRI NTODTRRIEEYICHILTEF I 1 @OHH
FIEDOHZRAWNTED. ng/L XU ng/L DLWFNDRETHRE
HIFR/NRICIETAETT . XV FRHTRRIEFT T 3.0 ng/L
K C. CIP OAMmBEEIE (AQC) EHFZRELTEDET,

RERFE

HELIEE

MEEEE {185t

~NFHY HPLC ' LU— K. Rathburn Chemicals Ltd. UK
TIEZTBR 35 % AGAR

ZEFEEER{EKER (PAH) QMX Thaxted. UK

RUBRIEY T
TI—5JU (PBDE)

Accustandard. Kinesis. UK

&K 1. GC HKU MS aaswtt

GC SRR+
i 751 1:30 mx 0.25 mm. 0.25 ym HP-55 %
TIZIJUXAFILOFY Y (p/n 19091J-233)
EAE 25 pL
AAE—R MMI, BIERY b E—R.
HASRAE—XFEE 4 mm S1F
AENEE 60 °C
R NERE 100 mL/min for 0.09 minutes
FT—TVRE 60°CT2%
25 °C/min C 60~300 °C.
8.4 RS
. ANUD L, RE 30 cm/s.
FrUTNA JY2&Y hTO—E—R
NSURT7—S54VigE 300°C
DATHEE 20 9
MS it
T ) = ElE—R. JILFIIVUT7 O3
RS A=Y E=5UVY (MRM)
JUYavHRX BR. VA 70—, 1.5mL/min
- . ANUD LA, AR 70—,
IIYFAA 2.25 mL/min
MS BE A Z#Zi& 300 °C. PUEEHE 230 °C

13C PIBBAZE (ISTD)

Sigma Aldrich, UK

FrUTL—Y a3 VARERROERICHIC O TR, Fothxt
FIEEYZERICHELTTISAACAN, AFYUTERL
TRERBRZEERULE Ulc. ZD%. CORBRENFYVTH
MU, FrUTL—Y a3 VBERERMBRZERLE UL
FrUIL—Y 3 VBERICIF. EARIESKU BCZMELEERA
BIRERGYEZTEINTNET,

EFRtERE

CDAY Y RlE, BEXRY NE—RDOYILFE—REAO
(MMI) EHS AT —)UFEIE 4 mm S F7%Z%55 UTe Agilent 7890A
GC TRAF U LTz, GC % Agilent 7000B ~U Z)LIMEHER GC/MS
[OEFFEUE Ul #38RMIER 1 ITRULTVEY,

YYD, e, FR
500 mL SRR MUICH Y TIVERER U E Uiz,

B2 7L 100 mL ZEREX L. 250 mL RO YU a—F v v TR LIS
AMNFE LTz, 36 % PVEZT KBRS0 uL ZENY MTKDINZ.
EBHKTY >V TIL7ER 200 mL [CHIRUF Uic. ABBIRERRE
WMUTEDE ANFT 10 mL ZINA T Ulc, €D, Baae—
B (12 BFRLLE) R MLVO—5—(CEE. TR EaHEEIC
MHEUE LT,

EXy MzRWT, EEHDEHANFTVENDS b mL ZHRIMUE
Ufco CNZZFRTUR Nimf L C 250yl &L 2mL A — oV T
SINATIVICE LT GC/MS/MS THMLE Ui, SBECRE
I5E YUTIHMEYOREEDMRIENE Uic. YV TV
HYIFHIENS 28 HUAICAHTLE Uic.



SIRINSA—H
DITRY B KOABFEED 7000 ~U ZFJVEEE GC/MS 7
INOA—=5%FK 2 EIITRLTVET,

BREER

03 bI57 +—5kt

DXV RTIE. DBEDA TR TH2IeENVY (b)) IIVAS VT
VERVY (k) ZIVA ST UERRE. 8 FEFED PAH & 6 FEFED
PBDE % 20 KRB CTHITEET (M 1). WILFFIUT IV 3
YEZHYU S (MRM) MS B EEFEDENE. FHOEL
BRERY7 JTO—FHERLET.

&K 2. MS/MS BHfI\SA—%

UFrvay Juh—y JOFo bk ERIXRI

EERE

RASHEICTRIN U2 9 X TD PAH & PBDE DIREBIRClE. BN
TEARRIMRER (>.999) BEESNE UTco DT EIE TXTDIHHT
FKIELEY CERGEEENTREIFC EZRALTNET . R
BOFVIT7ATAFTYDU—ARERERZER 2 HRU 3 [C
TUTWWET,

R 3. ABMREDT/I S X—5
UFvvary Juh—y JOsy @RIRI

4=f) SL4L (D) 1FY A4FY  F—(V) taym FL4L (D) A4FY  MFY F—(V)
ot 128 127 20 FoHL 8 66 136 108 25
Tz ' 128 102 22 FURSEUA0 81 188 160 3
I 101 178 176 3 INASYFUd0 11.28 212 210 30
202 201 30 420 260 22
Sz PBDE 28-C13 1179
IWASVTY 1.3 202 200 50 018 258 20
498 338 28
408 248 22 PBDE 47-C13 12.9
PBDE 28 18 406 26 20 496 336 32
406 167 25 578 118 28
PBDE 100-C13 13.9
486 326 28 416 308 35
PBDE 47 12.9
184 324 32 416 308 35
PBDE 99-C13 143
566 106 28 578 418 28
PBDE 100 139 ot 0 35 — —
NIV K INVESY gy 264 260 42
PBDE 99 143 66 406 28 7o
: 101 267 % N2 (A) EL-d12 150 264 260 Iy,
N _— 496 388 38
RV (b) ZIVASY 144 252 250 4 PBDE 154-C13 15.4
Fv 252 248 40 496 336 33
. 196 336 33
RYY (K) TWASY 14, 252 250 42 PBDE 153-C13 162
TV 252 248 40 496 388 38
252 250 2 {25/ (123¢d)
e 17.05 288 284 42
RV (@) ELY 150 7
(@ 252 248 40 EL>-di2
644 484 20 ;:2// (Ghi) NULZ- 156 288 284 42
PBDE 154 154 484 375 40
184 324 35
644 184 20
PBDE 153 162 484 324 35
184 375 40
YT/ (128cd) 475 276 274 38

ELy

XY (Ghi)y XU L 18.6 276 274 42



x10°

B4 FosLy
367 9 PUrSEY 8
344 3. JWASVFY 4
32 4 PBDE28
31 5 PBDE47 2 8.9
25| 6 PBDE100
, 7. PBDE9S
B 8 AL TILASYFY 14
247 9 RUJNTIASYTFY 13 ‘
L2290 RYVEELY
S 20 11. PBDE 154
8,50 12 PBDE153 5
el 13 AYFI(123cdELY
P 4 RYYghRULY
141
1.2: 6
’I —
1 71 10
0.8
0.6 |
04 1 12 L
0.2 + l
51 1

1 T T T T T T T T T T T T T T T T 7 T T T T T T
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RDAH B (53)
1LHREOF+UITU—Y a VREDHEA 24 o0V IS A

FI5LY
x10° +MRM 128.0 -> 127.0 24 FTIHLY -4 LRV A URIUER. 4 TRA V8 4 R /MEF.0 QC
| “RT = 6.426 53 1y = 0424375 + 8.987272
0.9 5 221y=0. X2 + 8. X
08l Ty 201 R = 0.99996281
' 1.81 Type: Quadratic, Origin: Force, Weight: None
g; X161
0.6 Q1.4
Q05 i
R4 2o
0.3 206
0.21 0.4
0.11 09
0f— — 0
6.15 6.2 6.25 6.3 6.35 6.4 6.45 6.5 6.5 6.6 6.65 6.7 6.75 6.8 6.85 6.9 6.95 0 0.02 0.04 0.06 0.08 0.1 0.12 0.14 0.16 018 0.2 0.22 0.24 0.26
EXDAFBERS (93) BE (o/L)
7INStEY
x10° 4+ MRM 178.0 -> 176.0 FUNSEY -4 UNID A UNIVEER. 4 RA Vb 4 1A NMEFL 0 QC
] 451
5.0l “RT = 0.668 % 40| = 1017257 + 16.763251x
45 FUNSEY U1 R? = 0.99999988
4.0 357 Type: Quadratic, Origin: Force, Weight: None
. < 10]
L35 X3
N3.0{ k257
A X201
R2.57 hys
2,01 %159
1.25] <10l
1.0 0.5
0.5 N
946 950 954 958 9.62 966 970 974 978 9.82 9.86 9.90 9.94 0 0.02 0.04 0.06 0.08 0.10 0.12 0.14 0.16 0.18 0.20 0.22 0.24 0.26
ERDAFBSRS (53 BE (o/L)

M 2. hS LD SRNISTEHT D 1 DDEEMDRERNEI AV T 7 A T7AF Y FU—AREREHR (155<)



TWVFASIFY

x10% 4+ MRM 202.0 -> 201.0 TIASVTY - 4 NV 4 UN)VEER. 4 KA 4 A >/MERL 0 QC
6.0 “RT = 10.797 9 81y = 2.546910x2 + 31.099704x
55 IWASVFY 71 R? = 0.99999508
Eg g Type: Quadratic, Origin: Force, Weight: None
: X
L 40 D 5
N35 ¥
030 NI
R25 2 3
2.0 &
15 2
1.0 1
o.g ol
10.7210.7410.76 10.78 10.80 10.82 10.84 10.86 10.88 10.90 10.92 10.94 10.96 10.98 0 0.2 0.04 0.06 0.08 0.10 0.12 0.14 0.16 0.18 0.20 0.22 0.24 0.26
BDAHBSR (9) RE (ng/L)
PBDE 28
x10° + MRM 408.0 -> 248.0 PBDE 28 - 4 LX)U 4 UAN)UIER. 4 1R /I 4 7R+ MEFL 0 QC
18 “RT = 6.426 93 24|y =0.001336x" +0.237476x
16 PBDE 28 | R?=0.99978710
14 2.0 Type: Quadratic, Origin: Force, Weight: None
: X
212 D16
210 &
nn K12
R0.8 ﬁ :
0.6 1 0.8
33 0.41
2 o
11.3211.3411.3611.3811.4011.4211.44 11.46 11.48 11,50 11.52 11,54 11.56 11.58 o 1 2 3 4 5 6 7 8 9 10
EOAHBSR (43) REE (ng/L)
PBDE 47
x109 MRM 486.0 -> 326.0 281 PBDE 47 - 4 UXN)b. 4 UNJUER. 4 R4 2 4 iR MEFL 0 QC
0.9 “RT = 6.426 % y =8.199128E“x + 0.252347x
08 PBDE 47 247 Re = 0.99985429
0'7 ~ 2.0 Type: Quadratic, Origin: Force, Weight: None
206 216
: ¥
R0 NF
Ro4 2
03 w08
0.2 0.4
0.1
0 0
1232 1234 1236 1238 1240 1242 1244 1246 o 1 2 3 4 5 6 71 & 9 10
EOAHESR (99) BEE (ng/L)
PBDE 100
x104 + MRM 404.0 -> 297.0 324 PBDE 100 - 4 LNJL. 4 LN)VAER. 4 1R >/, 4 7R+ >/MEF. 0 QC
4.0 *RT = 13.276 & 284V = 0.001894x% + 0.278189x
' PBDE 100 "~ | R2=10.99992198
3.5] 24 Type: Quadratic, Origin: Force, Weight: None
3.0] R 20
Lo £
N25 = 164
D R
R 2 1.21
15 B
’ #0.8
1.01 :
0.5 047
0 07
1316 1320 1324 1328 1332 1336 1340 1344 o 1 2 3 4 5 6 7 8 9 10
ENOARBER (59) BB (ng/L)

2. AS LD SRAICAHT D T DDIEEMDRRNIEIF VT 7 A7 A4 hU—ARERER (H<)



PBDE 99

x10° _ PBDE 99 - 4 L)L, 4 UNIVEER. 4 1R /. 4 1R MEFL 0 QC

3|+ MRM 404.0 -> 297.0 “RT = 13559 %) 32
2] PBDE 99 28| ¥ = 0.003001%’ +0.270008x
: | R2 = 0.99994127
3.0 24 Type: Quadratic, Origin: Force, Weight: None
2.6 X 2.0
I )
,\2-2’ = 1.6
D X
‘R]S’ A 1 2,
1.4 B
2028
1.04 04
0.61 :
02] 0
1343 1345 1347 1349 1351 1353 1355 1357 1359 13.61 o 1 2 3 4 5 6 7 8 9 10

DA (93)

W= (ng/L)

2. AS LD SERANTEHT D 7T DDIEEMORERNEITV T 7 A7 A 42 FU—ARERER

NIV bL)ZWEASIFTY
" + MRM 252.0 -> 250.0

*RT = 13.671 53
Vb IIWNASITY

b(b)ZIASYT - 4 LRIV A UANIVER. 4 KA 4 1R MEFRL 0 OC

y = 14.691244x? + 14.950175x
R?=0.99998179
Type: Quadratic, Origin: Force, Weight: None

1365 1370 13.75 13.80 13.85 13.90

DA (5)

RNII(K)ITWFSITY
+MRM 252.0 -> 250.0

“RT =13.703 4
NIKIIVFSITY

13.95

14.00

14.05

14.10

0 0.1 0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.10 0.1 0.12 0.13
W=E (pg/L)

b(k)ZIVA ST - 4 LNV 4 UXR)UER. 4 IRA /4 iR MERL 0 QC

y =6.511830x* + 18.210996x + 0.003301
R? = 0.99994034
| Type: Quadratic, Origin: Force, Weight: None

1385 13.90
DA (9)

1365 1370 13.75 13.80

~VVJ(a)ELY
+MRM 252.0 -> 250.0

*RT =14.215 %
~V(a)EL>

13.95

14.00

14.05

1410

S

AL RRY

0 0.1 0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.10 0.11 0.12 0.13
WRE (ng/L)

bla)EL - 4 LI 4 LAJUAER. 4 A Vi 4 7o /MBI 0 OC

1y =19.110174x* + 15.209338x + 2.254809E*
R? = 0.99999965
1 Type: Quadratic, Origin: Force, Weight: None

~
o

e
=)

&
o
.

w
o
T

14.06
EOAHESE (%)

1410 1414 1418 1422 14.26 1430 1434 1438 14.42 14.44

0 0.005 0.010 0.015 0.020 0.025 0.030 0.035 0.040 0.045 0.050
RE (ng/L)

QLAS LD SRIICTERT D T DDEEMDRERNEIZT VT 7 A7 A7 SU—ARERER



PBDE 154

x10° 0 PBDE-154 - 4 L)L, 4 LAJVAER. 4 7K /I 4 1R+ VMR 0 QC
*RT = 14577 % |y = 0.001533x2 + 0.269264x
51 PBDE 154 54| R = 099986121
A r< " | Type: Quadratic, Origin: Force, Weight: None
L o/} 1.84
N 34 ES
i 5 1.2
R 9] 7
s
11 0.6
01 ol
1452 1456 1460 1464 1468 1472 1476 1480 14.84 14.88 0 1 2 3 4 5 6 7 & 9 10
HDAHBER (9) RE (ug/L)
PBDE 153
2123 + MRM 484.0 -> 375.0 3.0 PBDE-153 - 4 L)L & LAUIER. 4 iRA /. 4 7R /MEFL 0 OC
] “RT = 15.171 9.8y =0.003190x2 + 0.264487x
3.04 PBDE 153 & R? = 0.99992960
24 Type: Quadratic, Origin: Force, Weight: None
2.44 X2.0]
L 2
gl 1.6
ol X
R 21.21
1.24 =
0.8
061 041
01 0
15.00 15.05 15.10 15.15 15.20 15.25 15.30 15.35 15.40 15.45 15.50 15.55 o 1 2 3 4 5 6 7 8 9 10
EOAHESE (%) B (ug/L)
S5/ (123cd)ELY
x10% + MRM 276.0 -> 274.0 i(123cd)EL> - 4 AU UARJUEERR. 4 7RA /. 4 7R /NMSEFEL 0 OC
4.0 451y = 9.578095x + 34.731592x +0.004451
*RT = 16.625 %) - : :
3.61 4‘/7“/(1230?)!:"[/) 4.04 R? = 0.99999027
3.24 3.54 Type: Quadratic, Origin: Force, Weight: None
_L2.8* |:<3_0,
D244 5 2.54
D201 2204
1,61 %1.57
1.2 101
0.8 051
o.g— ol
16.4516.5016.5516.6016.6516.7016.7516.8016.8516.9016.9517.0017.0517.10 0 0.1 0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.10 0.11 0.12 0.13
EOAHESR (53) B (ug/L)
NV (ghiyNUL Y
*10% + MRM 276.0 -> 274.0 blghi)XUL/ - 4 L)L 8 LA JUER. 8 KA VI 4 A VMEF. 0 QC
4.0/ “RT=17.320 % 501 = 12.660597x + 37.608506x +0.003699
3.6 A (ghiy UL 4.51 gz = 0.99999605
3.24 4.04 Type: Quadratic, Origin: Force, Weight: None
2.8 r\<3.5—
2,07 01
] 22,01
16 R
1.2 7 1.5
' 1.04
0.8
04 0-(5]:
0,

17.0017.0517.1017.1517.2017.2517.3017.3517.4017.4517.50 17.55 17.60 17.65
DA BSR (53)

0 0.1 0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.10 0.11 0.12 0.13
BE (ng/L)

3. ASLHSREICAEHT D 1 DDILEMDRRNEIF U T 7 AP AF 2D ~L—ARERER



& 4. CIP DR EEIE (AQC) BRFHE
BEFrUITL—YaY

la=t7] mpE +30 +20 -20 -3¢ LOD
FIOILY 0.05 pg/L 0.0550 0.0533 0.0467 0.0451 0.001 pg/L
FIRStEY 0.05 pg/L 0.0644 0.0596 0.0404 0.0356 0.002 ug/L
IWASITFY 0.05 ug/L 0.0590 0.0560 0.0440 0.0410 0.002 ug/L
PBDE 28 2 ng/L 24318 2.2887 1.7163 1.5732 0.057 ng/L
PBDE 47 2 ng/L 2.8056 25811 1.6831 1.4586 0.185 ng/L
PBDE 100 2 ng/L 2.4544 2.3166 1.7654 1.6276 0.112 ng/L
PBDE 99 2ng/L 2.5365 2.3865 1.7865 1.6365 0.074 ng/L
RV IIWASVFTY 0.025 pg/L 0.0323 0.0299 0.0201 0.0177 0.003 pg/L
ROV ZIWASZ TV 0.025 pg/L 0.0316 0.0294 0.0206 0.0184 0.002 pg/L
V@)L 0.010 pg/L 0.0114 0.0109 0.0091 0.0087 0.001 pg/L
PBDE 154 2 ng/L 2.7789 2.5521 1.6449 1.4181 0.121 ng/L
PBDE 153 2ng/L 2.8585 2.6103 1.6175 1.3693 0.152 ng/L
A7 /(123cd)EL Y 0.025 pg/L 0.0289 0.0276 0.0224 0.0211 0.001 pg/L
RoY(ghiyiXU LY 0.025 pg/L 0.0276 0.0267 0.0233 0.0224 0.001 pg/L
LOD = {2 TR, CDOPIDIREREEFL

R TIRS LU HRSEIE SEik

x4 (2. BEEWDHH (AQC) FRFHMEZF EHTVET ., ZDFI
TORHTRFEEIFREREIE. XYL TILASVTUD 3.0
ng/L H'S PBDE 28 D 0.06 ng/L D&M T Lz,

7000 MU Z)LMERE GC/MS Y AT LICKD. BE 3.0ng/LET
DHEKA PAH KU PBDE [CHMTED. BIRMEREDS LR
HXYw RORIRENE Ule, 1R EAERIBONAE IS E—DH
HXVw RICKD, REEZEBE OIS LOR/NREEHE £
B3 EDAEETT .

1. Pollutants in Urban Waste Water and Sewage Sludge,
http://ec.europa.eu/environment/waste/sludge/pdf/
sludge_pollutants_xsum.pdf
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KEICEHDT—FIF, KKNFBERTT. 7ILY MERE
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