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Water quality-Determination of hexabromocyclododecane-High performance liquid
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KB NIRRT ZIRNE SIREEIE-=ZENRTRIEE

25 SR P ERREARMBNFTAEEUEY, W5 ECH AR e IR 32 N 7 8 XAE
REIT; HAERRIRERMEBPTIPAR R, BRI E S M R K74 .

1 EAEE

AARERIE T I8 7K 7S RER T e ) v ROHOR €3 - = DU RRAT 1V

AARHEE TR K R K AR a7 IR e B-7NIRI T b p- NIRRT R B E

MEREE AN 1L, ERMA 1.0ml, HEREATR 5.0 pl B, a- NIRRTk NIRRT bR p-NiR
W+ e 7 1A PR 1.6 ng/L~1.7 ng/L, 52 FRR 6.4 ng/L~6.8 ng/L, ¥ WLFI3% A

2 HseMsImxH

NS R PN S SO R 5] R T RS AR ST A AN AT D () S Ferb, v H R 51 H ST
A2 E 0T I (R RRCAS & T AR SO ANy H I S S, ool iR CRIFEFTA s o) & T4&
A

HI9L.1 5K M E AR

HI91.2 /K8 o7 i B AR R YE

HJ 164 M0 /KPR I H ARG

3 FERE

FERRME (pHAE<4) AT, Femh QB R & L, e OB €l - = 5 DO AT o 4 20 B
R o AR OR B I (B RVRFAE B 75 1, R SR MR E

4 FFIFRA R

BRAE A UL, AT i 548 F A G B bRtk 1) o i AR, S K ORI 2 AN & BRI &4 1)
alisK o
4.1 HEE (CHOH) : faifhal,
IECHE (CeHig) = iali,
TEHH (CHLL) - faifha,
HR (HCOOH) : fhiftali,
2% (CH3COONH4) : {4t
FR - — S R bR A AT
HEE (4.1 A& WL (4.3) 4% 14 FAER L TIRS .
SIS

e - o
o A W N

>
\‘
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FHHEE (4.1) FK$% 1:1 PR TIR A
4.8 ZFREIKIEM: c(CH;COONH4)=2 mmol/L.

FREL 0.154 g Z.10%% (4.5) , FIKVEMRE, €255 1000 ml, JBA7, W FHIUAL.
4.9 FNEMA ZREFRHE W p=100 pg/ml.

Al R ST A AR, & 3 PSR+ 2 %E (a-HBCD. B-HBCD. y-HBCD) , ¥#7NH
B, e S I i B B R AT
4.10 BCo-7NEI A Zhebr e & GRELVAFR) = p=10 png/ml.

A B SR A UEAREIE A, & 3 R BCi- /NI 4 (BCr-a-HBCD. *Cio-B-HBCD
3Ci1-yp-HBCD) , ¥&FINHZR, W&l it AR
411 o- NIRRT TR -dis FRAETC A GEFENAR) + p=50 pg/ml.

A EEM ST E G USRI, a-7NIRFA T Zhit-dis, WADRRZR, & IRS 1 U B OR A .
4.12 NIRRT ZhebstEE I p=1 pg/ml.

BUE RS s & (4.9 , HFEE (4.0 R, T-15°CULFAVR. &H. BhafR
15, IRAEA 6 M H .
4.13  BCip-7NII+ ke br i R GRELASR) : p=1 pg/ml.

BUE & BCo-/NRM T R & GRIUNAR) (4100 , HFEE (4. MR, T-15°CLLF
AR EEL BOGLRAE, RN 6 M.
4.14  a-7NIRM T Zht-dis bt GEREAAR) @ p=1 pg/ml.

BUE S-SR e -dis i EIC B CGERENFRD) (41D, HHEE (4.1 #ikk, T-15°CRAR
AR EEL BOGLRAE, RN 6 M.
4.15  [EFHZERCHE:: SRR O 2R N- S0 Btk i e i L 288, Bk 500 mg/6 ml, B AR S AE
HURE
4.16 JEMEL: A SR B ARR BTSSR, 0.45 um.
4.17  JEMEIL: SEAKMER VYA M TR E AR A BT 55 8008I, 0.22 pm.
4.18 H: A =99.99%.
4.19 &S: 4/ =99.999%.

5 {YEEAEE

5.1 RiE: FREOBEIHM, 2.5L.

5.2 FEAE: AREOBIIN.

5.3 BB 3 - = DU A FOA M B R (ESD R IRAIAREE FES AR 2
JSL I T TR -

5.4 (it 10em (FEK) X201 mm (H) X2.7um CRiAR) B Crs MUH BEA:, sIAbE e AT
(A

5.5 [EMAEREE: AT, HETHET.

5.6 Wik E: W ZARA BRI AR I BEAR 5 A o
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5.7 B BNEMR.

5.8 WiERG A FE A>T 1500 r/min.
5.9 EABIHEVENL: HFE =20 kHz,
5.10 B.LbL: FHdEA>T 6000 r/mins
5.1 — i = AR Mg .

6 M
6.1 HEEEMRE

FZHEHI 91.1. HI 91.2F1HT 16410 K e REFE AL, FRFER (5.1) REMM, RN
WERE (5.1) , T4 CULRA. &, BGHRA.

6.2 WHEAEHIE
6.2.1 #HmLE

FEmMKE R =R, iR, EEIL R, HIEED (4.16) diE. dEERIERAHFR (4.4
WY pH<4, AFHTREAMHZEE (6.2.2) o E¥EERIEBIIA 50 ml .08 (5.7 F, JIA 15ml ik
okt (4.2) IWiERY 1min, AR 10 min J5, 6000 r/min B0 5 min, K 25 R 20 28 R0,
BB 15 ml IECkE (4.2) #% BIRITEHIRI—, s BIEE It 2 el 2080/, 12 40 CKIg KAt
NIRRT T, A5 ml FEE (4.1) W, @AERY lmin, GIFRSIEERIER S, WA
20 pl BC-7NIRM -+ b bR M GRILAFR)  (4.13) , FRREAHAEEL (6.2.2) &

6.2.2 [EHZEER

B EAAERE (4.15) FEEEBMAREE (5.5 F, KKHAS5 ml Z&FH (43) « 5 ml FEg
(4.1 A5 ml S50 FAEATIE AL, & AT A A SR £R ] AR A8 BURE o R SEDRMAS B HHVRTHD - ZE DB RN
50 ml HEE (4.1 , FFLL 10 mlU/min (£ 3~4 /A Wi AR, s, s
KPP RERR 1~2 W, WRIR— B ER . 10 ml FEAW (4.7) W BEARERE:, ARG &
THEREEAAHAEDAESHESR (4.19) REIETF. HH 10 ml FEE- &P RIESHER (4.6) LL2 ml/mi
n (29 1WA BB e E A A IO, R BE R . BERR AW iE (5.6) T 40 Cikggzin+,
HHREE (4.1 EAE 1.0 ml, JIA 20 pl a-7NIRE Z-dis bRAEME IR CGHEFENFR ) (4.14) , TRAT,
ZYEMEI (4.17) 1TyE, BTN (5.2) 1, £, 30 d W5 T.

6.3 Z=HIRHEMTIZ

FASEB R B RES, RS RPERH (6.2) FFE AL B % 5286 = 2% (Il AE

7 DHTE

7.1 URFREENREH
711 REBESERMN

WM A: CTREIKIBETR (4.8) 5 s B: HEE (4.1) 5 HiR: 40 °C; SEAEAF: 5 ul;
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WiE: 0.3 ml/min; FEEEVEREE T WL 1.
=1 BEERER

B IE] (min) iE (ml/min) W A (%) WA B (%)
0 0.3 95 5
0.5 0.3 95 5
1 0.3 20 80
6 0.3 20 80
6.1 0.3 95 5
8 0.3 95 5

7.1.2 [RiESEEHE

BR: IR E IR (ESD , R W 2NN (MRMD o £ 5N W41
2% 2.

*2 BUEZ RN

B FETF ‘ B
b & 42 Fir HEFLHIE (V) | RffEREE (V) SE =R
(m/z) (m/z)
79%
o-7NIRIA T 640.6 50 50 BCp-a-7NIRIA
81
79%
B-INIRM A h 640.6 50 50 BCua-B-7NIRIA+ bt
81
79%
y-7SIRIR -+ Tk 640.6 50 50 BCra-p-7S IR+t
81
79%
BC-a-7NIRF+ k5 652.6 50 50 a-7S IR ht-dis
81
79%
BC-p-75NIRHA+ ke 652.6 50 50 o-7S IR k-
81
79%
BCip-7NIRM A ke 652.6 50 50 o-7NIRA A T hE-dis
81
79%
a-7SIRA T+ Zh-dis 657.7 50 50 —
81

E: CNERBET
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7.1.3 XEBBIE

F FRACER A FH Ui B P R3S AR R R, (A PR RE IR 5 DU e A
7.2 ®E
7.2.1 FRERFIMIECEH]

S AR EGE BN IRIA T i FR (4.12) , BEMRE, FHEE (4.1) BHIZED 5 ANKE S
bRt 251, HERMLA YR FE IR E KA 2.0 ng/ml, 5.0 ng/ml. 20.0 ng/ml. 50.0 ng/ml A1 100 ng/ml (it
NSHEWRE) o 4B 1.0 ml H) & 1A HE RS FRERER (5.2) w1, N 20 pl BCro-7S IR+ —kibs
MR GEIUAAR)  (4.13) F120 pl a-7SERA+ —5i-dis AR GEFERFR)  (4.14) , 1RZD,
R,

7.2.2 FRERFIBNE

IR XM (7., BARIKE B SRR T, ALY $EBUA PR S FE o

F RS R Ek LA 1.

200 A 4
6
180
W 100
i 50 5
il
0 : ; . : - : - : T + B
0 1 2 3 4 B & 7 8 9 min
1 a-7NIRI T 2k 2 B-7NIRFR A ks 3 P-7NIRFA T ks 4 BCu-a-7NH+ 2kt GEFRENTR)
5 BCu-g-7NIRI+ 2kt GEFENAR) 5 6 BCo-p-7N IR+ e GHFERFR) 5 7 a-7NIRM A ZkE-dis.

E 1 BfRta. REARLHEFERTNEBETFREIEE

(0 anuan=100 Wg/L, O mpmmmmens—20 Hg/L)
7.2.3 FHHEWEEFIHE

HFs &1 i BRI B2 7 I A 50 (1) 5
_ A Py (D

S,jj A

es,ij pslj

s RRFs—HARERIIHER j ol H AR EY ¢ OAHRS i R 75
As—HARERIINER j ki HARC AW @ 8 R BT R T AR
Aesi—FRER TN P j i HAR A i X NEFEH A b5 52 2 R W i A 5
PrdE RV j sl B EY) i X RS I AR BRI, ng/ml;
PRAERFINEE j R HARME AW ¢ TR, ng/ml.

Pesif
Psij
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HARL & i 1T BaAx w2 R 7458 A5 (20 5

n
> RRF,
2
j=1
RRF,, =~
n

X : RRF,, PrdE R 5 H B AR AW i BT IR RS e B (K] 5
RRF ;—Fr#E RYIER j RUH RG-S i (A e 37 PR 15
n——hriE R L.

LR A § 08 SHRIA R BT RIEE FHREA R (3) #5E
_ Aes,ii Pis,j
es,jj — X—
is, j pes,ij

e RRFes—HniE RIS j o H RS i Xk 252 AR B AR X Wi S DR 75
Aesi—FER TN PH j il HARE A i XN FE A b5 52 8 R e T A
Aisj—HRUERFIER j R RE AR E BT T AR

Pis, PRtk R BN o SRR N AR IR, ng/ml;
Pesij PR S HAMEED) i 6 FEE N AR R, ng/ml.
H AL AW i 5 S HEEL N BR 1T XA g 37 [ -2 B8 A =0 (4) TH 5
iRRFeS,I,j
RRF,,, = =
¥ .

. RRFes;—— HARALE D %ot REAREN P A 10 57 K o 0 7 7
RRFes — bR R 5085 7 5 H ARG A ¢ (AR o R R 7
FRiE 5 8
7.3 WEENE
IR SRR R AU (7.2.2) AAE AL EE AT 3RE (6.3) &
7.4 Z=ARE

RS IRFENE (7.3) MR FAFEEAT L0 = 2 A A (6.3.3) HIIIE .

n

8 ZERUIESHRR

8.1 EMIH

(2)

(3

4

AR AE DR B I 8] 5 2 7 2 B L e VE 0 Ar o AEAR RIS SIS 26 AR 1 18 rf AR Al 15400 OR B I TB) R b
Wb HAREL S YR B T ELHL, AHZE 0.2 min BA o #EAL % B AR S8 PR 1 RO 2 (Koam,)
5 R FR AL R A T PP O IS 0 R 1 B AR N 2 (K, BEAT ELES, TSI ZE LR 3 HUE K fe
VR ZE T LAY, AT S R AR B ARG o Kaam, AT Koo 7P 0I3E IR A (5) AIAZ (6) THE.
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AsamZ i
=——">=x100% (5)
saml,i
A KRR AR A § PR TIOMIRS R, %:
A, —— BT B AR S i e MR T R AR
A —— BT BRI S i e R R T R AR
A,
_ “std2,i XIOO% (6)

stdi
stdl,i
A K, — BRI H AL A | B TR R, %
A,y —— BRI ERRAL 290 § 5 B T IOV T
Ay —— BRI ERRAL 2 § 5 B T U T

*3 BENBTFFENSRARTRE

sam,i

Kstd,i Ksam,i%j{ﬁi@’fﬁ%
Kia,i>50% +20%
20% <K, <50% +25%
10%<K4,<20% +30%
Ka,<10% +50%

8.2 ZRIHE
8.2.1 WHFEINRRENITE

BUREH B AR & @ 3 RLAR B A RR IR B R L A 30 (7)) 5

Aes,i % pis

A' RRF es,i

18

e pes—— R HARL S i 0 N ERHCA BRI BT RKZ, ng/ml;

pes,i: (7)

Aes ——RFE HARMEEY) i X5 MR HR AR 2 B3 T HE AR ;
Ai——UFE R RE bR B T (R T AR 5

pisi——RHFE AL AR ) BT K EE, ng/ml;
RRFes; —— ARG § 6 SEAI P b7 (10T S5 AH 6 06 B2 ) o
RE R AR i o BRI AR IR AR A R (8) AL
My, = Pog; XV, (8

c

Rl mes——URE FARIL A1 § X RHRIUA BRI R, ng:
pes——RRE R ERRAL A i AP RLRIR W ARG BAE, ng/ml
Ve——FEEH AR ml.

8.2.2 IR BARLAMREIREMTH
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AR HARC S § X R bR K R A 5 (9) 5

Aci pevi
Po; = X——— 9
" A,. RRF,;

es,i

Kb po—— B AAREEY | EIRIEZ, ng/ml;
Ao—— R HARME S i € B BT TR ;

Aes ——RFE HFREEY) i X5 IR H AR 2 B3 T HIE AR ;
pes——AFEF HARL G i X R ER A FRA IR 5 B, ng/ml;
RRFs; BRI AE 7/ BRI RS SY P L T)NAPS o

8.2.3 t#HmHBHmULAMRERENITE

Fedth B L& @ BEIR IR AL (10) 5.

XV
pi:% (10)

K p—FERH HEMEEY) | PR EIRE, ng/L;
pei——RFEH HEMEEY) | (T EWREE, ng/ml;
Ve—dFf s B, ml;

V—HUREAAR, Lo

8.3 LHERFR

e ah R R 3 LA 8T, /INBURUR L) B 5 5 VA6 H PR — 2

9 HEEMIERE

9.1

i
B
K

6 F LI =43 AN 4.0 ng/L 20.0 ng/L 90.0 ng/L 125 FINARHEAT 6 IREE M E, LU0 = AR AR
eI 2253 N 3.8%~17%- 6.0%~20%. 6.3%~15%; SZ56 = [A]AH 5 bR 243 5N 13.8%~18.4%.
53%~11.7%- 5.4%~10.8%; BHEEMR% %A~ 1.2 ng/L~1.3 ng/L. 7.2 ng/L~8.4 ng/L. 17.3 ng/L~
20.7 ng/L; FFILMEFR 2> 514 1.8 ng/L~2.2ng/L. 8.4 ng/L~8.5ng/L. 20.1 ng/L~259 ng/L. 6 L4
E 5 X BRI A 20.0 ng/L ML /K. MR /KRR K INbsBE i 5B M 5E 6 Uk, SEIG: % P AR A e i
22 6.9%~14%- 5.3%~17%-~ 7.7%~ 18%; 58 2 [BAHXT AR 22 73931 9 14.1%~16.4%- 9.3%~
14.5%- 8.8%~12.0%; B & IR 2> %5 1.0 ng/L~1.1 ng/L- 3.9 ng/L~5.4 ng/L. 22.6 ng/L~30.5 ng/L;
FEILERR 70 58 1.6 ng/L~1.9 ng/L+ 6.7 ng/L~8.8 ng/L. 29.0 ng/L~35.7 ng/L.

SRS S WS B 1% B.1,

9.2 IEWE

6 KB4 HIXT 4.0 ng/L. 20.0 ng/L. 90.0 ng/L {17 FIAARAE il 2 20.0 ng/L [ F7K . HiZeK.

SR INFREE T 3EAT 6 REE M 5E , IiAs BIBCRVE 4358 64.6%~118%- 64.3%~123%- 67.1%~142%-

66.7%~128%- 73.5%~136%- 73.5%~123%; N1Fx B 5 248 73 3N 87.5%124.2%~94.4% £ 34.7%
10
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79.5%+ 18.6%~85.5%+9.0%- 78.7%%30.9%~80.8%+25.3%- 82.7%+25.7%~86.9%+31.5%- 80.0%
+12.4%~84.2%+14.1%+ 90.2%%37.0%~90.7% % 38.7% . J0As BT 4 518 71.7%~117%-
73.3%~123%+ 59.2%~142%- 53.3%~128%. 48.3%~136%. 49.2%~123%; ks [al R i & AH 53 7
N 88.5%413.3%~96.9%+33.3%. 95.3%+27.3%~99.3%+23.9%. 96.7%+53.2%~110%=+51.7%-
92.3%+52.1%~103%+51.7%+ 99.2%=+52.8%~106%+60.7%- 88.3%+24.6%~92.4%+41.3%.

B EG TS R 2 W% B 3 B.2,

10 FREFRIEMREITE
10.1 ZFHIRE

£ 20 MRS ERAEHEREE S 0T 20 A4S BAMIE 1 ANSRIG R A, Hl e g5 BNALT HERa R
10.2 B

A0 M 17 [ER] - PR R R 25 N <20%, 75 U S 2 4 B IRT, 3 39 00 5 v 2R 91) SH o B A o6 i 37 R o

£ 20 MRS ERAEEHEIREE S (DT 20 ) =AIIGE 1 AN il 28 b 1a) IR B S bR v v TR, N s 45 R
5% 5 B AR X R 22 N AE +20% AN, 75 TN B8 Al il £k .
10.3 EiTH

B 20 MRS EREERHERAE S DT 20 A4S BAE 1 ASPATEE, “PATRRN 2 45 5 0 AH X 22 N AE +
30%LAIN .
10.4  EARMNFR

B 20 MEESECEERE RS f (0T 20 A4S /00058 1 ANSEARIIAREE S, bR BRI AE 50%~150%
2 Ia],
10.5 $EEVAFREIILER

FEAFE TN A bR, FEEA A5 KR N 7E30%~150% [8]

1 EMLE

KRR R RN SR TR, Y RORAE, JFMUF RN IORR IR, RIEALE .

11
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F Al AR LR E TR
e Hizstb &4 FEILAAFR CAS No. R (ng/L) | W& TR (ng/L)
1 VAT 52 N b a-Hexabromocyclododecane 134237-50-6 1.6 6.4
2 B-7SIRIAA s B-Hexabromocyclododecane 134237-51-7 1.6 6.4
3 p-7NIRIA ke y-Hexabromocyclododecane 134237-52-8 1.7 6.8

12
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*B.1 BEELIR
IbRR WREYIME | LI AAXT | KRGS | EEMER e | FEUER R

AR P (ng/L) (ng/L) PRfEmZE (%) | PRiEIRZE (%) (ng/L) (ng/L)
4.0 3.8 6.4~14 18 1.2 2.2
T 20.0 15.9 6.0~20 12 7.2 8.4
w PN 90.0 67.7 63~14 11 17 26
—k H R Kk 4.0 33 7.7~14 14 1.0 1.6
2K I 20.0 17.8 5.6~13 1 3.9 6.7
AR 90.0 774 7.7~12 9.4 23 29
4.0 3.8 6.4~17 17 13 2.1
25 bR 20.0 16.8 13~17 11 7.4 8.5
BN - 90.0 67.6 8.1~15 8.2 21 24
ik R A IndR 4.0 3.5 6.9~14 16 1.1 1.9
AR 20.0 18.1 6.4~17 15 5.2 8.8
AT 90.0 79.3 10~14 12 26 36
4.0 35 3.8~17 14 1.3 1.8
T 20.0 17.1 16~20 53 8.4 8.4
P AR 90.0 65.3 8.4~12 5.4 19 20
— g R AR 4.0 33 9.2~14 14 1.1 1.6
2K 20.0 18.4 6.7~16 9.3 5.4 6.8
Ak 90.0 78.6 12~18 8.8 31 34

13
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Hbrfb &4 FE AR EE (ng/L) | IAREICRIERE (%) P (%) Sp (%) | PE2Sp (%)
4.0 65.0~118 94.4 17.3 94.4434.7
2% kR 20.0 64.3~92.1 79.5 9.3 79.54+18.6
90.0 70.3~101 80.8 12.3 80.8+24.5
a-7NIRFR+ ke
R K AR 4.0 66.7~103 83.2 13.1 83.2+26.1
3 Kk 20.0 73.5~88.1 80.0 6.2 80.0+12.4
B kR 90.0 73.5~121 90.7 19.0 90.7438.1
4.0 68.8~117 94.4 17.3 9444315
25 5k 20.0 69.4~96.7 79.5 9.3 83.8+18.5
90.0 71.4~104 80.8 12.3 80.8+25.3
B-7SIRIA Tk
0 AR 4.0 73.8~115 83.2 13.1 86.9+31.5
12 K A 20.0 75.8~94.0 80.0 6.2 80.8+15.0
P Kb 90.0 80.1~115 90.7 19.0 90.34+29.8
4.0 64.6~99.4 87.5 12.1 87.5+24.2
2% kR 20.0 78.2~91.4 85.5 45 85.5+9.0
90.0 67.1~109 78.7 15.5 78.74+30.9
P 7SR 2k
R K IR 4.0 69.6~103 82.7 12.8 82.7+£25.7
3 Kk 20.0 77.2~92.2 84.2 7.0 84.2+14.1
B kR 90.0 77.9~122 90.2 18.5 90.2437.0
20.0 733~117 96.9 16.7 96.94+33.3
25 5k 20.0 79.2~114 99.3 12.0 99.34+23.9
BCr-a-7NIRH+— 20.0 65.8~129 109.9 23.9 110+47.8
e R AR 20.0 69.2~128 103.5 25.9 103+£51.7
12 K A 20.0 65.8~131 102.7 24.5 103+48.9
Pk bR 20.0 64.4~118 92.4 20.6 9244413
20.0 71.7~104 90.4 11.6 90.4+23.2
- 2% kR 20.0 73.3~123 98.8 15.7 98.84+31.4
BC-B-7NIR/+
20.0 60.0~132 105.2 24.7 105+49.5
po
R K IR 20.0 55.8~119 98.1 24.0 98.14-48.0
3 Kk 20.0 48.3~136 105.8 30.3 106 +60.7

14
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Hbrfb &4 FE AR EE (ng/L) | IAREICRTERE (%) P (%) Sp (%) | PE2Sp (%)

B KA 20.0 49.2~123 922 26.4 9224528

20.0 80.9~98.8 88.5 6.6 88.5+13.3

2 IR 20.0 81.6~116 95.3 13.7 9534273

20.0 59.2~142 96.7 26.6 96.7453.2

BCrp-7SIRI b

R AR 20.0 53.3~119 923 26.0 9234521

3K AR 20.0 54.2~119 99.2 26.4 99.2452.8

K I 20.0 75.8~109 88.3 12.3 88.3+24.6
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