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EHAA&ATEm NERFRTTRPRE

1 EH

AL RSE T 4748 P AR+ 5 (HBCD) ¥ FR{E FiL3e 07 3k
ACHE A TRERELAWKYES FrEREE ZAERER FRRB SEPARF+ ZmriZ,

H A B S AT .

2 MEESIAXHE

FRAXHFTRAEES PO EES AmARA AR PR ER. HP . EHEHEASI A
4, 3 B 3% R B A S A A E RS A KBRFEEA(EETFAENERREAT
73 .

GB/T 4132 #3408 B #H X R\

GB/T 6682 A#73CiR s F/KA & AR F Ik

3 REWMENX

GB/T 4132 F 8 LA BT P AR E Fx SGE M T4 3C4F .
3.1
AR+ "% hexabromocyclododecanes; HBCD

43 F RN CiaHisBre , X 43 F BN 642, HEE R, MEBR 7479, FEAEREZBEFTN

#4854 i) BELAR A .
i B EE o« By =FESREE, WH 1.

.E:rma;,. ;

Hr iy

N & ¥
M1 =#HERI>RE#

3.2

HSMEREYE sample spiked recovery

1 7] 69 4 5 B 4 5 He oh— 43 A RE B B9 4 B0 R 44 YE 0 T 5 N 4 ) Bk 8 A ] Y 2 i 25 BR A T,
W — RN RBERNE— R ERRNER, AREFNAGEY RV REHNE 2.
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4 AEMH+-mARE

BRH R RAH B AR+ TRAFRAA KT 100 mg/kg (0.010 0%4).

5 RBAE

5.1 EASHE

5.1.1 BRFABAE VLS, A& SO K F ¥k Gk d, Bf KB #/F & GB/T 6682 i —ZKKHE .
5.1.2 &Pk,

5.1.3 W,

5.1.4 IECH.

5.1.5 HIBL,

5.1.6 HIE,

5.1.7 ZJi#.

5.1.8 WEH-EFOREBERA+D HAMEG.LOMECHGLOBSEFRLIRBSHS.

5.1.9 FM-ZREHEBO+1) .5 900 mL FEE(5.1,5)F 100 mL ZFFG. LD #EEHE 9 : 1B,
5.1.10 & W HE-ABRBEEO+D E-EHEGLDAAEGLDBFSAHRLEBES YA,
5.1.11 AEBRF|+ 45 (CAS B.3194-55-6) . i fF =98 %.

5.1.12 ARF+ 5iAn M S AR E 100.0 mg=+0.1 mg AR+ %8(5.1.11)F 50 mL £E#F 4,

MEEAEBGLDER,BA 250 mL EREP, HAMEG.1.DES B B RERP AR+ _HEE
PEEN 400 mg/L, AR 0 C~4 C, HEHH.

5.1.13
5.1.14

a B Y-ARFT bR AR AW . 100 mg/L T, HFEE 0 C~4 C,
W - TR PR AR B G BRI o B - AR T 5 in i bR 5 B W

(5.1.13) , Bd B AR a B v- NI+ 4 R BB 480 % 0.1 mg/L.0.5 mg/L.1 mg/L.2 mg/L.5 mg/L.
10 mg/L.25 mg/L.50 mg/L M ZFIRET/EBR,VHFEFEO0C~47TC,

5.1.15

SAEA M- AR TSR . FHAART T o ERERSERG.1.12) , BREEG.1L.3)ES

BB, EHREEEEAS %5 mg/L,10 mg/L.20 mg/L.30 mg/L.50 mg/L.100 mg/L ) & 5 71
TEBER . CHFEEO0T~4 C,

5.1.16
5.1.17
5.1.18
5.1.19
5.1.20
2.1.21
5.1.22
5.1.23
5.1.24
2.1.25
5.1.26
5.1.27
Z

A8 .100 mL.250 mL,

St kit B $8.0.22 pm, A HLAH.

HESA%:5 mL,

AEBLE:1I0mL, FHROE . IRMIEHER A,

HRE 30 mL,iAF O %E, XBRIER .

HRERER  AFEGLORARG. L) BAR 3 KL L, B THH.
YELE. (5. 1.6) R PIME (5.1.3) M AEH 3 WL b Bt FREH.

WO HPAEG.LOEAMG.LI)WMER 3 KU E. 4 TFREH.

B A A BUEE : C18(500 mg/6 mL) ,He 7] fiff A%k B¢ (500 mg/3 mL) ,{FL G A .
AR HEFE=99.999%,

AR HFE=99.999%.,

W3R < Bl BE=>99.999 %4
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52 {IF{H5EH

5.2.1 7 Wi fa - i (HPLC-MS) . i i 45 ¥ W 8 B A (EST 3D .
5.2.2 SHG1%-FEREAN(GC-MS)  BE&HE TEHBEEEED.,
52,3 XV.BE 0.1 mg.

5.2.4 RWEKEPIE 250 mL,

5.2.5 HEWiL,

5.2.6 WEMWEVEHL. BEBREAET 40 kHz, AR AET 400 W,
5.2.7 H.-LYL:FHFEA/MF 12 000 r/min,

5.2.8 T AR - B e 2% 3 P 96 2 A T AR 1

5.2.9 REFARARINL:100 mL,

52,10 BHHL: HEBFRA<] mm,

52,11 #%FLIBAE.0.22 pm, B HLA.

5.3 HFmbl&E

5.3.1 N MAE &R A R AF BLAL 4> BUBRRE , B A0 T 20 g, BBV /ARY 10 mm 3,185,

5.3.2 FERAMAENSFBEFENLG2I0BRERR<] mm, BAFETTRBHNSETHRE . £H.
53.3 JAEHHFSMEWAG.L2DREFE AEBENG.2I0ERZAR<] mm,BYEE F T4
NER TR, €H.

54 WikH&
5.4.1 BFEBE

5.4.1.1 FRER#& 5.3 fll&mAEdm 0.1 g~0.5 g, JFHZE 0.1 mg, BETREE LB G.LIDF,

54.1.2 MA S mLARG.L)R _—EHHEG.1.2), AMAENEERNG.2.6) P AR 15 min~
20 min, FEBS.LHL(5.2.7) 1,12 000 r/min B> 5 min, FIEREB TR LT (5.1.20) A5 7L I8 A
(5.2.11) f 38 J5 7 o S0AR 46,38 - 5 35 2 0 0 9

5.4.1.3 J0A 5 mL PIEI(5.1.3) s - HF 5 (5.1.2), B A HEH BN (5.2.6) P B2 15 min~
20 min, IA 30 mL Z.J#(5.1.7),12 000 r/min B> 5 min, B F HERBEERRMNG.2.DWE S 2
FLEE B (5.2, 1) LU AE 2 8 20 AH £ 9 - o i 2 0 T O

5.2 REEBIGE

5.4.2.1 FRBUES.3HIZMRER 1 g~5 g, BMZE 0.1 mg, MAFHEEEM(G.1.21) 5 ML (5.1.22)4
E.ETREREBRREG2.OF,MA 60 mL FZG.1.6) . AREMA 1B ~2 B¥ha (5.1.23) , ZERHTR
KREERG.2.40), MREWEDP 2 h, FHAEREHF KL 20 min~30 min, FERLH)E, &
100 mL ZFEHM P,
5.4.2.2 EAMZERAE(5.1.24)H 5 mL W13 G B 10 mL ZEBUH 1 #E, Rk, BE 0 » 15 U6 i 9
_________ LEE®ANG.2.5) ER T,
i 5.4.2.3 RIFAMG.L)EET 1 mL /R EBBAHGE-UEENEER, ARMEG. L3 ESE 1 mL
NS EH-Hit N AR, 2058 G118 e KT M (G.1.17) 3 =K 12 000 r/min B.0>
5 min, BT U8 ek %W, FF0.
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5.4.3 WiKEWZE

5.4.3.1 FHFEWIESIWERHEM L g~5 g, FlHE 0.1l mg, ABRKERFETRNAIHBHBEARET,
MA 20 mL~30 mL @B 5-AREK(6.1.10),70 'CF A HEMANG.2.808BIZR 2 h,

5.432 VBHZ2FRFE,.%#E2 100 mL AEEP,H 30 mL —F#HEHE-FIREER(5.1.1004 5 K~6 K
MWPERPUB LG THE AR, ER.

5.4.3.3 LIT &2 %% 5.4.2.2,5.4.2.3 #47.

5.4.4 HHEFAH AR E

A 7 PR R T AT B LR R R 2 A R AR PR, 0 SRR 0 5 R IR B L I AR L
ATAIBRAARBKEIEFEES. BRNMNERTFTRBNEL AECSERE, BSHEE 1 HE5R
W . -

F1 ARFEmMmEHABIRETE

o HBCD & ¥ 0 MR T,
mg/kg g
<_]1 000 0.0
BEREXZBEREN
1 000~2 500 0.2 0.4.1
HEEEZBEKER
>2 500 0.1
< 200 5
AOBRAR AR 200~500 2 5.4.2.5.4.3
T 19 (1 i 45 0 6 )
500 1
5.4.5 FITHE
Wi L) N AT SEAT R, EFAREA LT 2 472,
54.6 THREHK

BRAS AR S SN AR 2 3RS A B S R — B Z2aRRT HBCD NAKXT 10 mg/L, @l %
iR Jn WA AR R AR BN S AR I BE T R

5.5 %S E-REZEMAPLC-MS &) (k%)
5.5.1 B HEAE-RGIHESE

AR AR A R, S FE A BT 4, R BB A 8-SR S T AT L IS E LR A
a) faif#:.C18,100 A,2.1 mm X100 mm,1.7 pm, 53 & ;
b) WM A:K(EF 5 mmol NH,Ac),
Yizh# B: HEE-ZBE W9+ 1) (5.1.9) , BREE¥Elt 5
c) ¥WipE:0.5 mL/min;
d) Hif:40 C;
e) PEFEE.1 pL;
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D mEFARFEAESI);
g) EBEF:(m/z2)640.5;
h) EHEFHEE.2.5kV,

552 HEIFHM&KNEHR

B 5.5.1 B9 R BBAH 55 BUE 20 4R 4 » ST T R WO 518 - IO A AR E AR, 2 i TAE 4K
DA SE 5 B 1 0% 0 BRI o BE 4 T A o A Bl R, AR AR B R RO R PR R R BN AN/ T 0,990,

5.5.3 RHKENZE

5.5.3.1  Hg MRS b v LA i 4R il 6 2880 VR0 AH £ - O3 - b 2 1k Y0 8 8 5.4 1] £ % 1R 280 WA £ -
AW B, MRk E R . P B RS P e R E N 7E o A 2% i 28 v B N, A H A E L AF i 2R A
RWBE S, FIPRBE-Z R 90+ 1D GULORRE R T8 . W s 178 F1 22 Bl

55.3.2 WFEmB, AMirERE LiTHHENARF TSR,

5.5.4 HRVE

BEEMMAZAENEZX (DA EELTF o« By EMARF T ZRAFREANSE, RS R
B AH, AR (D RARAANRI+ B R (a By ZFD,
(L"] — l‘:-'{:) XV XK

m

xt_= ...(1)

X=X.+X:+X, e e e LI
ﬁq:.!
X, —RESTEARR T GRS REEN SR, BN AZTET R (mg/ke) ;
i —RBBHEARA T “HFASRHERNIE, B IERTESH (mg/L);
co — BHIARTARK T SR> RHEENSE, BN IZREH (mg/L);
V — AR, BA ST (mL);
K —R PR3
m ——FE SR, AR ().
BERNEERNEREHEEIART T NN EHE, AR EPEEE - TREAN
1 000 mg/kg {8 ZRERL.

5.5.5 ZFikEYE
A J7 ARG AR [ R 750 ~12004.
55.6 HTEERR
AT EXERERFARP+ ImN =FF 0 R AN BERIN 5 me/ke.
5.6 SHEBIE-FHEEGCMSH)
56.1 SHEE-RESFAULFHA

AR EFER S &0, SATEE-FE S5 Wi &84T 35 B LR % A,
a) ETHEEEH.DB-SMS,15 m(BHE£) X0.25 mm(B842) X0.1 pm(EE) , A0 Y&,
b) HFFETERE 230 C;
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c) HEBERBRF:#BRIEF 150 C,4%F 2 min; P4 15 C/min EEHE 280 C,f£FF 15 min;
d) B|KHK(5.1.26),H# : 1.0 mL/min;

e} HENBEE 280 C;

D WE A :EL

g) WEER.70eV;

h) EFPRAE:230 C;

i) PIRRAFIREE 150 C;

P OREBABG A EFFEFER TN SIMRR;

k) EHSEF(n/z):239,319,.561.563; EBEF(m/2):239;
D HEREFTR AT

m) HFE:1 pL;

n) P HER B E] 4 min,

5.6.2 HREITIFHEZNEHN

%M 5.6.1 IS HFWIARA, oW ETUHO -SRI AR TR, 26 Tk, DEER T &
T L P B Y A HE T Bl 2, B o T Al 2 O e A S R BN A/ T 0,990,

5.6.3.1 HEIIFET/AEMEHNBLEE NEHSAFIEHSHAMN-FEENAER IFEER.
A B ARAkS Y e B N AR R B 2R A SR TS N, A Y hR v TAE M R KW B R, A EC &%
BRAOA+DGLMBEEEEGNE. FNWEEHRENS 5.

5.6.3.2 MIFBEMBL, AL EHERARA T AT,

5.6.4 HERitM

A RERTARA T HETE

X = (¢ —ca) XV XK T T

m

A
X —HmPARD T —HEIE. A NERST I (meg/ke) ;
HBPARF+ ', AN B E A (meg/L);
ZHMEPARSPT AR, BN ANZE LT (mg/L);

V —EFER, BN HNZT (mL);

K — BRI

m — A AR, AN (R).

AR EERABEREHEEIARR T U EEH RABE DR E -, AR
1 000 mg/kg AR P ZREEAL

5.6.5 @k
7% J7 ¥ Job 4 R B 58 P AN IR I e G O AR At I [ BOR O 7506 ~1200%.,
5.6.6 EEMR

A T7 IR R R AN RIS+ e E B R DY 10 me/kg.
6

Ca2

Cmn
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5.6.7 WMEE
HEHREEFATIRBRN 2 KM LW E S R MXT 2EA NBSRICFHER 107,
5.7 MHME

Wi EZ LR AH LT A

a) FEERAPR FE S R UR R HE A
b) SRHAIMARME.

c) KSR

d) HRPMEIHFHEAR;

e) 4 HM.
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i =& A
(H| B
HPLC-MS % #l GC-MS ZFMEARA T+ RIFETEB R EE
Al ARHF+ZR@P.DEEIERREN HPLC-MS & E

ARF A+ —5i ) HPLC-MS 3§ 5 WL AL,

100 + 2;_23.
-l'. :
: £ +HBCD
{ i
4
%4
f-<HBCD
; 2. 17
| 2.02
E S T 1] o
0 - T oy, b ()

.50 1,80 156 500 256 5.00 .50 4,00

i . «HBCD H! i i [A] 2.02 min,f~-HBCD i & B ] 2.17 min,Y-HBCD H ¥ i ] 2.28 min,

B A1 ARF+IZE(eB.VEEIERBEN HPLC-MS i#

A2 ARRRT+THRRETERBRN GC-MS if H
AT+ 5 GC-MS JE LA A.2,
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........................................................................................................................................................................................

55 B BS T LA K &5 89 WS N0 A L LB 1E 126 13

A )

¥, 7.089 min.8.443 min Jy B T H ¥,10.027 min 3y HBCD %, 26 iE i R ML R HHH{IHE =1,
H A2 ARFR+SEFEIERELN GC-MS i E




