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Water quality—Determination of polybrominated diphenyl ethers

—Gas chromatography mass spectrometry
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KB HZRZABAMNE SHEEIE-FRIE

EE: IUTRERANARETERRIIAEEEENEY, HiRREH|RERBRIEF
HIT, BERRAEZRMEIFRE, BREMERFIRY.

1 EAEHE

ARFRERLE T W 7K 2 Y5 R R IR SR i - TS

ABREE TR K HRKS TR AK AR TGS K 8 Fh 2 R — 2Kk [ 2R A 5

MERE RN 1L, B8 RN 1 ml B, AHRAEDN E 1 = 2 IR AR IR 1 7 VA H
FRH PR A 0.5 ng/L~1.6 ng/L, ¥ 2R W1 7744 PR 0.02 pg/L, = 2 R AR 2Rk 1
7€ TR 2.0 ng/L~6.4 ng/L, IR W H)IE NRA 0.08 pg/L. WL A

2 HseMsImxH

AARAESIH TR SR A i ke N AN FL 5 SO, A R A E A
i

HI/T 91 3RS 7K M AR

HI/T 164 T /K85 Ml 45 AR R

3 FERE

M S A BUKHE T 2R Ok E, ZEBORZBOK. e, @b, 85, HAME
W, BRI . MRS CRE IS IA]. B R B BT B S L B E I, W ARIEE .

4 AR

BRAESS AU, 2B I FH A G B AR HE I 0 A A0, SEES FHACAA & B AR I 4
Ko
TEHEE (CHCL) : 5.
IEcdt (CsHi) = RIRDL.
HEE (CH;OH) : fRELZK.
g (HaSO4) : p (H2SO4) = 1.84 g/ml.
EER (HCD : p (HCD =1.19 g/ml.
BACHR IR AN (NaxS203) = fltgi4li.
Z R T ORBRR A AR IEVS W : p = 20.0 mg/L, %5 BDE-28. BDE-47. BDE-99. BDE-100+
BDE-153. BDE-154 11 BDE-183 (BDE-209 {4 200 mg/L). LLIECUGe NIE R, FbrdE
VIRECH], 4°C DA B B R4 . 0 r] EBW SE A UEPRHEVA WL, ORAT I (] 2 DR iR 7
IR AH DG UL B
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4.8 {FAL BRI p =2.00 mg/L, f145 3C-BDE-28.3C-BDE-47. 3C-BDE-99. 3C-BDE-100.
13C-BDE-153. '3C-BDE-154 1 3C-BDE-183 (!3C-BDE-209 %}y 20 mg/L). T4 iEbritE
WL WA E S

4.9 FBEFENARE TR p=50.0 mg/L, '3C-PCB-209, TiHEHIEFHERER, BiNEk.
4.10 ZRZKBHEAAMEERHW 1: p=2.00 mg/L (pppE-209 = 20 mg/L)

FEHL 1.00 ml £ 31 — 28 BRR S AR (4.7) & 10 ml AFEFEMF, HECkK (4.2)
SERTBIL, B . 4CLUNEHEE 3 AMH
411 ZWR T EBKE SR W I p =200 pg/L (pepE20s =2000 pg/L).

I3 A EL 100 pl 2R —ORBEE SARHEME W T (4.10) F1900 ul IECkE (42) %2 1.5ml
FEEFERRA, RS IR .

4.12 FHFEAREH: p=5.00 mg/L.

FEEL 1.00 ml HEFEN BRI (4.9) 2 10 ml B BT, HIECK (4.2) ERER
2, R, 4CLUNEHRAAE I NH
4.13  ToKBRBREN (NaxSOs) : Rz 4.

15 400°C FHIRE 4 h, AHIGHNE OERY, BT @8 ReaT.

4.14 FHERR: FHFITE 350C FRIKE 2 h, ZEIRF.
4.15 SHEMEWR: p (NaOH) =0.05 g/ml.

I 50 ¢ SN (RgidD BT sKd, FMREE1L.

4.16 HERE: 75 um~180 um &4 (80 H~200 H) JEHrIATEH: FRER

TR I BE (4.3) A& ke (4.0 i, RS, ERRIFFHEST,
JEEE/NT 10 mme 130°C T+ 16 h, ARJETRANTIEESA A 30 min, FAHEIEHM, R TT
JEde .

4.17 JEHrRERREE: 75 um~180 um A4 (80 H~200 H) .

TR I BE (4.3) A& ke (4.0 i, RS, ERRIFFHEST,
JEEE/NT 10 mme 130°C T+ 16 h, ARJETRANTIEEEA A 30 min, FAHEIEM, RO TT
JEde .

4.18  BIMERERZ .

FREL 98 g HEME (4.16), N 40 ml E AN (4.15), RAOBRHELRM AR, Fr
H B TEIR & 2% (wiw) IESEACEN, HIHBENEIR, R T TRt
4.19 BYERERRZ .

FREL 56 g HEME (4.16), NN 44 g TR (4.4), T BH JE R AR . Bl s R R e
T 44% IR, KRNI, (R T TR .

4.20 HERERAE: PR UUR 7 EREIE,  tnr Il SE T .

TEEMNFE (5.4) JREHE—/NAFLER (4.14), MA40ml ECK (4.2). RikEHE 1 g
TKBRIREN (4.13). 1 g FEI (4.16). 2 g EMTREIREE (4.17). 1 g BEIR (4.16). 3 g Btk
fiE (4.18). 1 g HEMiE (4.16). 8 g MRMERERL (4.19). 1 g BER (4.16) 1 g T/KBREREN (4.13).
I OB, AR TR SRR B R TOKRER AT, e H
4.21 “HTI-ECkRAER: 1+4.



EH R R (4. A4 R IE O ke (4.2) B,
4.22 EHERREWR: 1+1.
4.23 #FHA: =S, 4iF=99.999%.

5 {YEEANEE

5.1 KEEM: 1~4 L, FRVUG L% P4 e 25 b 40 1 BRI -

5.2 SAMHEE IR (GC-MS): HBYHE A Krh & K 0 i A it ie 1, ni iR ot
I, i BT .

5.3 il [EEMN 5% AR AT, 15m x 025 mm x 0.1 um, 3% A HAh R %5
Y I ENE Y

5.4 EHrFE: W& 8mm, K 200 mm I

5.5 IKFEHE: EHEKREE. K-D RS BB IR SR E .

5.6 WR: 2L, HBIUMKEIEE.

5.7 —MSLES E o FAER IR

6 M

6.1 HFmREMRE

%08 HI/T 91 A1 HI/T 164 FIAH M 2 BE4T K BE R EEFERAE . FRFEI (5.1) REERE
i, BRI 80 mg FACHRIREN (4.6) T 4°CLRAF, 14d WAL,

6.2 XK &
6.2.1 ZH

EREEL 1000 ml ZKAET 2 L 200K 2F, I 10.0 pl LN FRVETR (4.8), HESAALHN
W (4.15) BERRRIEW (4.22) AT pH EZ M. A 50 ml & HF 5t (4.1), FEEhAEHL
Smin GERKA), #E 5Smin, fFHMHSE, WEFZAIHH. 28 ERBEE—R. &IF
W, A ARURGE S KRR (4.13) K.

S F AT R AERUN T BRSNS, ORI BEEh. B, ARk B

LEORE ViR R 2

6.2.2 At

P 100 ml & H fe-1E OO iR GATT (4.21) MR ARERHE (4.20), FFEEMUEMR.
BERERRKR Y 2 1~2 ml J5 BB AT EREE (4200 F, H 120 ml —&Hhi-1E kiR
BRI (4.21) BEML, WEATBEBGEELN 2.5 mUmin - CKZ) 1 3/s), I AIMUSCEE e i .

e MUK LHE SRR I M 2Kk SR B A OB — IR T 1AL



6.2.3 K4E

FIMR4E25E (5.5) IRGEATUR (6.2.1) BUFLJE RIVERR (6.2.2), IRAEITFE R E
FINIECKE, W52 1 ml, IO 20.0 pul BEREPFRAE AT (4.12), 5.
S N RIRGEEANGE SN BEAT I, BITE 4°C FRGIRAE, 28 d NTE AT .

6.3 ZHIRFEHEIE
FH S8 K #2218 5 RE ) 8 (6.2) MR IRI 0 BB 3R AT S286 25 4% IR RE B 145

7 DHLR

7.1 MEEG
7.1.1 SHEeEsEEHE

HEFE RS 270°C, BkrelEE (120 kPa, 1 min) A4MFERE; HAH: 2.0 ml/min;
HEREARFR: 1.0 ul; AEARIEE: 60°C (f££F 1 min), LA 30°C/min 7+ 200°C (f££F 1 min),
LA 10°C/min JH& 260°C, FELL 20°C/min J+&E 320°C ({£$F 3 min).

7.1.2 RiEBEEH

BRI E . 230°C; PUMATFIRE: 150°C; f&fmskiffE. 270°C; B rikfesE: 70eV.
BRI e IRFER I . 2R T ORER A A E M I T e R AR B bR
K, L% B,

7.2 {UEEMHRERT
7.2.1 FRIERGIEE

PCHR A R AT A A0 =T e B A R G AT W . BRSO AT RT LRIZAT 12, RIEA
1.0 Wl 5 =R & (DFTPP, 50 pg/mD, XA RGi#t TR E . DFTPP f 8 S 7F
FERIFFA R 1 EER,
# 1 DFTPP XEBFREFEEMRE

Ji B /m/z E I hRifE Ji B /m/z E I rifE
51 FEUE 1) 10%~80% 199 198 W) 5%~9%
68 /NT 69 U 2% 275 FEUE 1] 10%~60%
70 /INTF 69 1] 2% 365 KT 198 IR 1%
127 FEIE Y 10%~80% 441 TELE BN T 442 1 24%
197 /NTF 198 I/ 2% 442 FeUg, BOKT 198 U1 50%
198 FElg, 5K T 442 161K 50% 443 442 V&) 15%~24%

7.2.2 SHEGERERE

FE AT AT HLAARZAT 12 hy, RONSAHEIE T Rl T2, A 1.0 ulp,p-DDT (5.0
ng /mb, AR e, %A (D FEILEmE.



(p.p'-DDE+p,p'-DDD) U [ £
(p,p'-DDE-+p,p'-DDD+p,p'-DDT ) Ui #1

T4 Y0 3 1) 5% i = x100% (D

AT R I BB 2R = 15%, R0 HERE AN EE A AT 40, RGR &G H 5 77 il kAT
e

7.3 ROEMZLREN
7.3.1 RS (CS) HIBCH!

5 AN 1.5 ml BR S AH GRS JERE /AN, A HIE Okt (4.2). 28 RKEHE A bR ifEfE
FAIVR T (4.10). 2R KBRRESRAEMS W I (4.1, FALNFRIBTR (4.8) FdERE N b il
F (4.12), #2238 2 Besl p TS R FE 1 b e 581

®2 ZR-ZEBIERTERNECH

Pk R 51 CS-1 CS-2 CS-3 CS-4 CS-5
Z IR IR AR E R A 0K B /ng/ml 2.00 10.0 50.0 200 500
BDE-209 /% /ng/ml 20.0 100 500 2000 5000
1E AR/l 960 920 945 870 720
2R T IRBRTR A bR AR T AR/l — — 25.0 100 250
2R IR A bR E S P I AR/l 10.0 50.0 — — —
AL A BRI AR AR/l 10.0 10.0 10.0 10.0 10.0
BERE AR AR/l 20.0 20.0 20.0 20.0 20.0

7.3.2 FrAERRZE

RIS H MR (7.0, BRIRE BRI R KT GC-MS € . PAbR#E R 51
IR E AR R BE -5 AR IR BE ELAE O B A e, DA AR08 IO ) €2 335 Vg e TR A5 P
Ve AR ECAB A b, ST 2K

7.4 RXEENE
RS REMZ L (7.3) MRS FAFAT I (6.2) HIIIE
7.5 Z=AKE

S EAENE (7.4) MERZERETE AW (6.3) FIE.

8 HRIHESHRTR

8.1 TEMIHT

AR AR AN LR fr 2590 5% ) DR B IRF (R B Py 5 4 B B JE 2 B b 1k o b L A
O B 55 v % B N () 220 0E 20 s DAY, LR P 80 7 ARDRE T 5 B MO A 0
JEE5 BRI ARAT (A BR AT b (KA 2 BE LU, FOAHRS i 22 i<20%. 2 IRARBEIE B TR e
WL 1



(100,000}
{rc TIC TIC TIC TIC TIC
2.00—f
1 7&
1 5&? 2
1 2&
1.0&5 4
0 75—
o.scé 3 g

N °

T T T T T T T T T T T T
6.0 70 80 90 100 1.0 120 13.0 140 150 16.0 17.0 18.0

1—'3C-BDE-28 #1 BDE-28; 2—!3C-BDE-47 1 BDE-47; 3—!3C-BDE-100 1 BDE-100; 4—'3C-BDE-99 f/I
BDE-99; 5—13C-PCB-209; 6—!3C-BDE-154 #11 BDE-154; 7—!3C-BDE-153 il BDE-153; 8—!3*C-BDE-183
F1 BDE-183; 9—"3C-BDE-209 #1 BDE-209.

E1 ZRIFKBHEEFREIEE

8.2 #RHE

MFES 2 R TORRR T E B TR TN, R B T . W 2R KR
PR FE B ACas TAE SR iZ R =M R B T &, PRSP 2R KRB i E R i A (2)
AT R

p=—"1—Lxf (2)

e p—FEdh T 2R KB R E, ng/Ls
pr——HIFRHE 215 2R AR A 22 IR 2R BE IR, ng/Ls
Vi—— XA, ml;
V——IKFEAAAR, ml;
Sf—RREAEEL

8.3 ZRERT

MIELE R =100 ng/L B, 3R REPIALA BT M85 5<10.0 ng/L B, Zds R 8
B Ja—AL (34 BDE-209 245 =>1.0 pg/L i, BERHE B A 28T 4455 <1.0 ng/L
i, BRI ANUS R AL .

9 HEEMERE

TN E XS 2 IR TR BRKRIE N 4.5 ng/L. 90 ng/L. 350 ng/L (BDE-209 ¥ 5 A 0.045



pg/Ly 0.90 pg/L 3.5 pg/L) HISEBRFE AT 1 6 IRE G MIE, SLU6 = PN AHX AR (i 22 5331
N 2.5%~31%. 3.2%~29% 4.4%~17%; S5 5 (8] A X Ar e O 22 70 0 N 9.4%~19%
2.8%~15%- 3.7%~11%; FE MR A: 0.4 ng/L~2.1 ng/L (BDE-209 4 0.03 ug/L)+ 11 ng/L~26
ng/L (BDE-209 A 0.38 ug/L)+ 75 ng/L~140 ng/L (BDE-209 }y 1.2 ug/L); IR N: 1.5
ng/L~2.6 ng/L(BDE-209 ¥ 0.04 pg/L)- 16 ng/L~38 ng/L (BDE-209 4 0.41 ug/L). 78 ng/L~160
ng/L (BDE-209 4 1.4 pg/L).

9.2 EMRE

NG F X L IR T RBRIRIE N 4.5 ng/L. 90 ng/L. 350 ng/L (BDE-209 ¥ 5 A 0.045
pg/Ly 0.90 pg/L 3.5 pg/L) WISEBRFE st #E AT 1 Ik 20 il €, IidsE 754 4.5 ng. 90 ng.
350 ng(BDE-209 Jlbx &4 0.045 pg<0.90 ug-3.5 pg), IiksECR 535N 69%~115%(BDE-209
N 11%~179%)~ 79%~125%~ 75%~125%; JNAs [FICR i 241 . 88% +24%~95% + 18%
(BDE-209 ¥ 145%+46%), 94%+12%~107%%18%, 96% +20%~113% =+ 18%.

o FEARERf B2 45 SR 2 LI =% C.

10 FREFRIEMREITE

10.1  ARHEFES (BL20 DMFERCN—HO M D H— AN S236 = 25 (s, B 2 A R4S
T H AR S IR B RN T A PR o 75 IR R B B R DR, B 2R S A A G A
JG A REEATRE S HT

10.2  FrifE 2RI HE ¢ R BN =0.997 . BRI 20 /NFF I — AN HE 28 m ) 55 9 FE 1R A
ALV, 8 M8 5 12 ST AR R B2 (R AH X 13 22 Y < 30% .

10.3 B (% 20 MFERLD RO HTPATHE, SPATARIE 25 SRAH X 22 B < 40%.
10.4  BRHLEE S NREAT A T 10% 010925 E bR TSR 58 o 2 IR ik BE<10 £ 7 V240 Y BR
i, =2 BRI BE I IIAR B CR NAE 60%~140%2 (8], IR — ZKEE N AE 60%~200%.2 [f];
IR FE> 10 A5 5 A H BRET, 22 3R 2R TR R AR [ US 36 B TE 60%~140% 2 [] o B i Hh 15
A I FR IR BN R RZAE 50%~180% 2 1] o

10.5  PYARTERE S HRFAE B9 7 (1 e 1 AR 5 A fE i 286 P D TR RS R 22 B TE 50%~200% LI, P
B AE A ot v 10 F B ) 5 0 A i o 2 o () £ B I ) i 25 76 20 s AP

11 EALE

S P A AR RN AR USSR AR RIS IR, A BRI, AT BB A
BEATALEE

12 FEEWM

12,1 HIE -BEAR K LUT I 2 IR 8BRS, Al AN 15 m~30 m. IE/E4 0.1 pm~0.25
um [JBANE GBIEHE; 40 E & BDE-209 192 ] —KEER, D2k HAK<15m E)E N 0.1

7



um [JBANE B, BFURTTIE A ELIREL NCI R,

12.2 BDE-209 570 fift, R IRREHERE GV . 7 ZR 0] S R G4 B R RERR 2,
TR R (B A ERE 355 10~30 em.

12.3 MM REE R, AT R e = i A 2.

12,4 PR ERBRATBEIONER R, R R R BC hrid WhrH & .



MR A

(KT M FEsRD
F3 A H PRAD E PR
F A1 AR BRFNE TR
e AL EZY N & e TiER R mg/L | I5E FBR/mg/L
1| 2,44-=1R Kk BDE-28 0.5 2.0
2 | 2,2°,4,4-VUIR — 2K BDE-47 0.8 3.2
30| 2,27,4.4,6- TR — Kk BDE-100 1.1 4.4
4 | 2,244 5- TR Kk BDE-99 1.3 5.2
512,244,567\ I BDE-154 1.4 5.6
6 | 2,2°,4,4,55- /N I BDE-153 1.6 6.4
7 1223445 6-HIR Ik BDE-183 1.6 6.4
8 | TR IR BDE-209 0.02 pg/L 0.08 pg/L




Mi% B

(R B3RO
FRi&SE &M
#zB.l HEYHNEEMEMEF

e & EEET EMEET 1 EEE T 2
1 BDE-28 407.8 405.8 409.8
2 13C-BDE-28 ({f{L#x) 417.9 419.9 446.2
3 BDE-47 485.7 483.7 487.8
4 3C-BDE-47 (G#4L#s) 497.8 499.8 495.8
5 BDE-100 563.7 565.7 403.9
6 13C-BDE-100 (LN FR) 577.8 575.8 415.9
7 BDE-99 563.7 565.7 403.9
8 3C-BDE-99 (i#4k H5) 577.8 575.8 415.9
9 BDE-154 643.6 645.6 483.8
10 | 3C-BDE-154 ({#4LH5) 665.7 495.8 657.6
11 | BDE-153 643.6 645.6 483.8
12 | BC-BDE-153 ({#{Lt5) 665.7 495.8 657.6
13 | BDE-183 721.6 561.7 563.7
14 | 3C-BDE-183 ({#{Lt5) 733.6 573.8 735.6
15 | BDE-209 799.3 801.3 959.1
16 | 3C-BDE-209 (#4LM#r) 811.3 813.3 973.1
17 | BC-PCB-209 (HEFEPMFR) 509.8 511.8 507.8

10




Mig C

(FERHEMR)

FAREE EFMERE

+zC1 BEBEELEE

| Mg | bRk R 200 SEIGE NARXS | SEISEEAENT | EREME | FHIN
5 i J¥ ng/L s PR Z2/% | ARMERZE/% | BR/mg/L | FR/mg/L
45 K 3.4~4.0 13 0.4 1.5

' K 14~19 10 1.8 2.1

1 | BDE-28 90 HETETE K 43~8.2 8.3 13 23
Tk kK 6.0~8.2 9.6 17 28

350 TR K 5.3~16 4.8 88 93

45 = HIK 3.1~6.5 14 0.5 1.5

' K 14~20 14 1.8 22

2 | BDE-47 90 HETETE K 3.5~6.7 6.6 12 20
TR IK 43-99 7.1 19 25

350 TR K 5.6~17 6.2 90 100

45 K 3.9~31 19 1.8 2.6

' Hi 22 K 14~25 11 2.1 23

3 | BDE-100 90 HETETE K 3.8~6.3 5.1 12 16
TR IK 5.2~7.7 5.1 16 19

350 Tk KK 4.4~12 3.8 75 78

45 T HK 2.7~7.3 18 0.6 2.1

' H1 22K 12~20 14 1.8 23

4 | BDE-99 90 HETETE K 3.2~11 6.3 14 20
TR IK 5.5~13 6.9 18 23

350 Tk KK 5.0~13 3.7 80 81

45 T HK 2.5~6.7 15 0.5 1.8

' H1 22K 11~15 9.4 1.5 1.8

5 | BDE-154 9 AETETE K 3.8~5.8 9.2 12 25
TR K 6.0~20 9.5 26 34

350 Tk KK 5.4~16 7.1 90 110

45 K 3.4~9.2 17 0.5 1.9

' H1 22K 13~17 12 1.8 22

6 | BDE-153 90 AEVETG K 3.2~5.4 9.4 12 26
Tk kK 6.0~20 8.5 26 33

350 Tk KK 5.0~17 11 140 160

45 K 3.2~16 17 0.9 2.0

' K 14~17 16 1.9 2.6

7 | BDE-183 9 AETETE K 3.6~5.1 15 11 38
Tk kK 5.3~8.1 12 17 33

350 Tk KK 5.7~15 3.9 84 85

0.045 K 5.1~25 14 0.03 0.04

K 4.1~26 16 0.03 0.04

8 | BDE-209 | oo GRCIEYIN 8.4~29 2.8 0.38 0.38
' Tk kK 5.1~28 8.2 0.38 0.41

3.5 TR K 4.9~17 7.8 1.2 1.4

7E: BDE-209 IR A PR BRI DU R ) B ypg/L o

11




+=C.2 EMELRE
T | WIRAAHRR | IERIRE mg/L | FEASERY | ks [SCRIE FE /% | ks RIS 5 B 244 /%
45 K 73~99 92420
EIETE 7K 79~99 95+16
1 BDE-28 90
Tk JEK 79~105 97419
350 TAkJEK 95~107 102+9.8
45 iR 7K 69~98 88+24
HEIETE 7K 86~104 97413
2 BDE-4
7 20 Tk JEK 87~105 99+ 14
350 TAkJEK 87~102 98+ 12
45 HiZR 7K 74~101 93420
HETETE K 87~100 95+9.6
3 | BDE-100 20 Tk K 91~103 98410
350 Tk EK 93~103 99+7.6
45 HiE K 72~106 93426
HETETE K 86~101 94+12
4 BDE-99 90
Tk kK 85~104 96+13
350 TAkJEK 96~106 101+7.4
45 HiE K 80~104 95+18
EIETE 7K 89~114 98+18
5 | BDE-154
20 Tk JEK 91~119 102+19
350 TAkJEK 92~112 100+ 14
4.5 HiZR 7K 72~101 92+22
HETETE K 90~117 100+19
BDE-1
6 >3 20 Tk EK 97~121 104+18
350 Tk EK 75~103 96+20
45 HiZR 7K 72~115 94+30
HETETE K 84~125 97+28
7 | BDE-183 90
Tk kK 86~118 98+24
350 Tk EK 90~101 97+7.6
0.045 HE K 111~179 145+46
EIETE 7K 96~103 100+5.6
8 | BDE-209 .
0.90 Tk kK 92~120 107+18
3.5 TAkJEK 98~125 113+18

12
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	适用范围
	规范性引用文件
	方法原理
	试剂和材料
	二氯甲烷（CH2Cl2）：农残级。
	正己烷（C6H14）：农残级。
	甲醇（CH3OH）：农残级。
	硫酸（H2SO4）：ρ（H2SO4）= 1.84 g/ml。
	盐酸（HCl）：ρ（HCl）= 1.19 g/ml。
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