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BH&Er = HJ*EF F (Hexabromoblphenyls HBBs) &

;;}% HpE o IS 0 MU AR AT B fRAT R G niq (Gas chromatograph
hlgh resolution mass spectrometer, GC/HRMS) # # 4p & +7 8 5 3% 7 3# &
% (Gas chromatograph tandem mass spectrometer, GC/MS/MS) » 17 » il
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ﬂw ~‘; “ri¢ * 2. GC/HRMS & GC/MS/MS # 4 & F 4p & 47/ % 3% &
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A - %a?ﬁ‘i~m??%%f’u FPHEf A AL VRER L
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(- ) A1 * 2 3y B ~ BH 2
LRk F ¥ F AR (Baseline)? 2 430 vk 1L (Signal t0 noise ratio, S/

N) » F1a BF 7 fRT A 8 A 4 LR RACR -
(Z) BAHRD L7 i HE S &W*zﬁ\,‘
PREE O NGy AL R o
ﬁwwﬂé“@@w”/Fﬂ”kaﬁﬁfﬁe’ﬂﬂﬁ$ﬁ%’
i L ILEA K ﬁﬁﬂ*” A BAERES(E o B ARSI T
RP B E TRt FRATADE RO RS EEETE

PEAFLERD ) 0 FIEARR o

(=) B3t @ F o F P L RRie R 0 U E F RETE
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() H&EF P FEAY24mL~ 16mL % 12mL & 8 @ 3§ % Wi
A & AT AR LR -

() (L) RUSL Pyrex HF & F % 5 > 1000 mL % 500 mL »
Fiv R4 24/40 0 2 H fs ifF % <f o

(=) 484 %541 o

(=) 2X¥B¥ ' Pyrex M b &5 TohEr v 44 24/40 5 + 23
Brry T HA50/50 0 p S 70mm c A H @i E < o o

() 2 E Pyrex & F &5 Bv fr o R4k 50/50 0 & H
ﬁgQ—‘]‘o

(1) #Bad 18m/m (PJE) x 12m/m (HE) » & H W F < o

(L) EY) 2B FTE e giHE -

=

(+-) ®Bo 55 Pyrex H et b 2 5 ‘i x R8P 5 o
(=) PRFRAFF -
(+ =) 3% &g (Dram vial) : 6 dram ~ 8 dram 2 H i i§ % = < o

(L2 ) @iy o
(1) 2T 7HHI001g-
(S2) FF R EE it ERER -
(=) FRESGE B8R - R F -
(= ~) %40 EARTE400°C -
(+ 4 ) 3¢’ ®B(Desiccator) °
(=) %#B’éﬁ"rfi LR E 5T AERA
LEXR T RARANS R ZFEITR LEE T LIPS
%ﬁ%% BT E 1R RS R AT 4
2 mE R AR E R L (%3)
(DISm (&£ B ) x025mm (P &) x0.10 um (%% ) Ritx-
1614 column ¢ 8" e B - o
2)30m (£ &) x025mm (p 42£) x0.10 um (%5 ) DB-
SHT # 1.8 F & 5 -
S EEe R A TEHKC FEREAGMRLE 2N
¥ = B € {245 & (Unit resolutioin) - £ 70 eV T + 4 F ;3 4
+ hfoiE & F & E Pl(Selected reaction monltorlng, SRM)#* ¢ o

o



:4')§ﬁ%§®&@ ?ﬂﬁﬁﬁ(MMM’m%ﬁé)
5000 72+ > £ R £5ppm B 35eV R+ RHFN (Electron-
impact ionization, ED) &+ Ik ‘ft‘l% # 133 % P (Selected ion
monitoring, SIM)#* sc °

7 A

(- ) I & "=(n-Hexane) : 7% & &5 b &g o

(= ) ¥ F(Toluene) : #&% & %\ b & & o

(=) = % ® 'z(Dichloromethane, DCM) : %% # & &\ & & & o

(2 ) i I ’%(n-Nonane) : #% & & & %5 o

(7 ) [ fr(Acetone) @ 7% £ & & & 5 o

(+ ) #if&(Sulfuric acid) © FE %\ | & 5 o

(= ) & -KFifi4 (Sodium sulfate, anhydrous) DRk A e 5 o
(~) # & 2 (Celite) : Supelco 2-0199 & F & & o

(1 ) = Mmi(Activated carbon) : CAPE Technologies, CCXC4-60 # = &

e

(=) # % (Silica gel) : Thermo Fisher > 100-200 mesh 2 & & & o i * %
1180 °C I > 4 # 30/’7\4" Btz TR EY A FIRS
F AR A AP z%'im* 2P IRFLHE o

(+- ) patt® % (Acid silica gel) : CAPE technologies, 15 mm acid silica
column & fr % 5 o

(+ =) § # (Nitrogen, No) © % & 99.99 % 11+
=) % # (Helium, He) : # & 99.9995 % 1/} o
(L2 ) & # (Argon, Ar) : & 99.9995% 14+ o
(+ 3 ) & %% (Perfluorokerosene, PFK) @ # % & &\ [ & 5 o
(L) FdEE372 (321)
1L 5805 0% (Internal standard solution, IS) @ /I I %z fie # p

/g\'lir'%‘\'__ ATIT 4 5/%3}27 HBBR-;'I‘” ._IF’W'.?',A/ o 7Y %
* Kﬁ#ﬁ ;E/ﬂ%/k)ipﬁ.pg? @tz W %’ng—g‘/pni’ °

2.% o4& 2 % ;% (Recovery standard solution, RS) © 12 it I ¥ fie ]
NFArdk Z o 24 R R 22 % - F L (Hexabrominated
dipl’ler’lyllether, HxBDE) }frﬂ/fi% 1 ER R R o R E R
TR ¢ BT LR -
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2 340k o A E E Bk 4~ (329) 10pLdrdk = 917 2w
Yo A% > 44 B~ 1ul © 2puL ;i » GCi& 7 4 4% » j#] = HBBs
P A

gkt &RFiviEe > VARFEZTREFAE
B TL S R E 0 25 A S5 (Splitless) > 9 280 °C

i“iﬁé{?’&ﬁ' 4 % % 1.0 mL/min °
¥ 48 & 1 140 °C (Smin) 12 40°C/min =g £ 200 °C (5 min)
» X611 10°C/min 28 325 °C (1.5 min) -
2.8 BAFH R TES > VAT EFRET AL
HEF M &5 (A -
it 1 70eV R FRESN
WIRER © K 320°C -
E RIS D SRM > E RIS $Hhod T 75 o
3R FTATHRFTES > PARFEFRR Y AR
%5 #85  PFK -
1347 A 5000 (10 % i &) °
B it 1 35eV R FREN
W3 RE A % 300°C -
ORISR SIM G > BRI dod 2 Ar] S E R AT AT )
Hdot ] -
4% pHBR] L T SRR % 4 EE R HBBs ¢

(D3 5 B ve AL & £15% M p » GC/HRMS 2 GC/
MS/MS &8 f R 4 = & 4~ o

QFRF 2 FTHEFEEPFRL "Cop RS2 FTEFR
3P EP

()T 2 27 A FRF 23 ZREF EE A RREFLZFT
PERALE 2f RN -

DFEZEAPHE "Co-p RS2 FRIFEF FFEprad
g B RIT 2 p R Sondp $0F F P I (Relative retention
time, RRT) > F 2@ FHERT F T L HFTHE D
0.005RRT p » RIv g2 H 37 -
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Aa=FRIFFFTREF OR300 Ffo o
Aij=% JERKBEREHEEZARY > FRP iz TR 25
fafe e
A=t FRY s ZRIET H2 0 fFfe o
Ars = w YT B TR 26 f e
Aa= BB FERRD - P RER 05 T RERT H2 6 fHo -
Ag=%jREBERI HEZ R > PRESG5 TR H
2% fife e
=& PERES IS TR HEHZ G e
Ci=# &° HBBs 3k B
Cr=t &7 HBBs ek & 3&4c o
= AT PR RS TR MR R e
Mo=%jJRERERIIEEZRZY - FRIP I REDTE >
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Mys=w et i3 » RBFE 0 pg e
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ATXM,,
R'= : x100%

A XM *XRRF
1

(=) B M7 P& *Y(Minimum detectable limit, M;,DL)
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M, DL=25—""1_
A XRRF,
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ARBE LT3R MuDL & = 42 - MiDL 25 » % MuDL % 0 % »
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REHRERAEE- X o
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(2) 29 AP e Swfod  Fpld gL v ik A7 50 %
3150 % #EEp o
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(=) ARy TEF o R F 2 mailgfl 2 2 — F 2R R840
F 4k 47,/ 8 B F ¥ k2 NIEA M805.01B » ¢ =% & 108
Z o

(2)103-104 # R 3 P EFFRBEFFLEBATE (F-8)
EPA-104-J103-02-105 > ® #3 & 104 & o

(= ) Scientific Opinion on Polybrominated Biphenyls (PBBs) in Food.
EFSA Journal 2010; 8(10):1789, 2010.

B l“' ’f@--ﬁ‘/pni ,};}i N Tég = fi\»ﬁ; B ¥ T i gﬁ.; B H 2

B SUER B A L -
%2 g XA LAER S SRR R AT

CERBEZ SRR 24 EFPNETITFTHRTRIE 0 ORAE 0°C T T

FE A B P F#%Eﬁfﬁfii%‘f¢¥ﬂi SRR IO R s

BB H A 15mm > b 2 %ﬁﬁiiﬁaﬁ’i@%za¢mg
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HBBs # iRl & I =4 - F & f 4

&Rl ¥ CASNo. FiRids Wi CAS & &4
HBBs
2.2'4.4'.6.6'-
et PBB-155  59261-08-4
2.2'4.4'5.6'-
e PBB-154  36402-15-0
224455
. PBB-153 59080-40-9
2’3,3"474"5_
233 PBB-156  7760709-1
3,3'.4,4'5,5'"
e PBB-169  60044-26-0
IS
13Cy,-
2’2|,4’4|’5’51_ Il)?:?l: (1)3?01249-
HBB
RS
13C12_
203445 PlBSIjIl:? 446254-95-1
HxBDE )
$UE £ 17TF



2 FirEaTEERR

= KoL & B (pg/uL)
PR &2 % (Internal standard solution)
13C12-2,2'4,4',5,5-HBB PBB-153L 100

w 4§z 7% % (Recovery standard solution)

B3C12-2,2',3,4,4',5'-HxBDE PBDE-154L 100

22 O ARRRERIFERZRES- T

v &3 LA K% 1 2 3 4 5 6 7
SR JE & (pg/pl)
2,2'4.4'6,6'-HBB PBB-155 2 50 100 200 400 800 2000
2,2'4,4'5,6'-HBB PBB-154 2 50 100 200 400 800 2000
2,2'4,4'5,5-HBB PBB-153 2 50 100 200 400 800 2000
2,3,3'.4,4',5-HBB PBB-156 2 50 100 200 400 800 2000
3,3',4,4'.5,5'-HBB PBB-169 2 50 100 200 400 800 2000

PR

13C1-2,2'4,4',5,5'-HBB PBB-153L 100 100 100 100 100 100 100

S

8C,-2,2'3,4,4' 5-HxBDE PBDE-154L 100 100 100 100 100 100 100

iz REARDAPHE BT S UL

A N

& B P K2 Acdete £ R FPF)RERE
RSD % %A 2R
2,2'4.4'6,6'-HBB PBB-155 20 30
2,2'4,4'5,6-HBB PBB-154 20 30
2,2'4,4'55-HBB PBB-153 20 30
2,3,3',4,4',5-HBB PBB-156 20 30
3,3'.4,4',5,5-HBB PBB-169 20 30
A
13C1-2,2',4,4',5,5'-HBB PBB-153L 35 50




# 1 HBBs #pl4 2 b =4 %% 52 T P+ $H(GC/MS/MS)
RT
- T SRS (m/z) A $ 3T (m/z) g i £ (eV)
(min)

PBB-155 13.94 627.5 467.7 35
PBB-155 13.94 629.5 469.7 35
PBB-154 15.11 627.5 467.7 35
PBB-154 15.11 629.5 469.7 35
PBB-153 16.27 627.5 467.7 35
PBB-153 16.27 629.5 469.7 35
PBB-156 18.04 627.5 467.7 35
PBB-156 18.04 629.5 469.7 35
PBB-169 18.82 627.5 467.7 35
PBB-169 18.82 629.5 469.7 35
IS
PBB-153L 16.27 639.6 479.7 35
PBB-153L 16.27 641.6 481.7 35
RS
PBDE-154L 17.88 655.6 495.7 15
PBDE-154L 17.88 657.6 497.7 15




e
|

HBBs Fipl 4 frik =4 & 52 5 Rl&+ $(GC/HRMS)

2,

ELER ERFE AL ERgS e i A
Fn-1; Br-6 625.5372 M+4 2C,H,”Br,*'Br HBB
627.5352 M+6 12C1,H4”’Br;*'Br; HBB
604.9633 lock 2C14F 2 PFK
Fn-2; Br-6 625.5372 M+4 12C\,H,”Br,*'Br HBB
627.5352 M+6 12C1,H,”’Br;*'Br; HBB
637.5775 M+4 BC,H,”Brs*'Br, 3C,HBB
639.5754 M+6 BC1,H,Brs*'Brs BC,HBB
653.5724 M+4 BC1,H4'"*0”Br, ¥'Br, 3C,HxBDE
655.5704 M+6 BC1,H4'°O”Br; *'Br; BC,HxBDE
716.9569 lock 2C7Fy; PFK
R+ g
'H = 1.007825 2C = 12.000000 3C = 13.003355 YF = 18.998403
0 = 15.994915 “Br = 78.918337 S1IBr = 80.916291

PFK : Perfluorokerosene

%~ GC/HRMS * HBBs &+ 3 & ' 2. &8 § ]
B A
LR S B3l it
T §g g
(M+4)/(M+6) 0.77 0.65 0.89
(M+6)/(M+8) 1.37 1.16 1.58
F4FE > X17TF



%~  GC/MS/MS ® HBBs #t+ 3 & ' 2. &8 § ]
55 ’FF'

A b FAE
wr BAE R
LR S - 19 1o
(m+8)>[M+6) o o 0.55 0.75
((M+6)-)(M+4)) : : '
4
([M+8) (M +4]) 0.41 0.56
((M+6)-)(M+4)) : : '
A4 M- FHE L AR S S (N=)
AP A
(M iy - 8 FrokR wcS PR Tow s
RSD
ng/mL % % %
&Rl
PBB-155 100 94571 1172 104.1 8.0
PBB-154 100 87.7% 1115 967 9.4
PBB-153 100 905 % 125.0 1023 13.1
PBB-156 100 78.8 % 95.8 88.8 8.1
PBB-169 100 587 % 66.4 62.6 6.2
AR
PBB-153L 100 49.6 % 75.8 62.9 14.8
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I
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|
ffﬂﬁ
B
bk

29 B N A 452 5 (N=5)

AP S i £
(M iy ‘«',jtﬁi}}é)i R EEnE 20
RSD
ng/mL % %
PR
PBB-153L 100 42.7 2 63.1 12.2

At E-FRIEFES (L) Bk RERL %R (N=10)

AP S i £
e LA Rl SR L o
RSD
ng/mL % %
A e
PBB-153L 100 43.6 1 88.7 29.4
AL H-FmzEFHRS (AH) FEZpREES 755 (N4
AP S i £
e LR ‘«',jtﬁi};é)i R EEnE 20
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PBB-153L 100 50.6 = 76.4 16.2




1: Voltage SIR 7 Channels El+
10 1 1429 2 625.5371
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1: Voltage SIR 7 Channels El+

1 1 1429 2 1551 627.5351
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2: Voltage SIR 7 Channels El+

3 1666 4 625.5371
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2: Voltage SIR 7 Channels El+
3 1666 s 627 5351
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1400 1450 ' 1500 @ 1550 = 1600 1650 1700 1750 = 1800 1850 @ 19.00 = 1950 = 2000  20.50

2: Voltage SIR 7 Channels El+

10 6 1666 637.5774
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14.00 14.50 15.00 15.50 16.00 16.50 17.00 17.50 18.00 18.50 19.00 19.50 20.00 20.50
2: Voltage SIR 7 Channels El+
10 6 1666 639.5754
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2: Voltage SIR 7 Channels El+
1 7 1828 653.5723
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2: Voltage SIR 7 Channels El+
10 7 1828 655.5703
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1 = PBB-155 2 = PBB-154 3 = PBB-1353 4 = PBB-156
5 = PBB-169 6 = PBB-153L 7 = PBDE-154L



