D821
O R - S

DB 21/T XXXX—XXXX

-
}
i

IKBR WER K & 4RV E
%5—? ﬁ@lﬁ %15/

Water quality - Determination of bisphenol compounds
- High performance liquid chromatography
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KB WEARUEMIRINE SIRERIEE

5 IWTAEANREE. O WBMXNLEY. REETASENY, SCIHRIERT g % 13257 Ak
R, HRECHIIENABREAZT, BENNERAEZRMBTIFFRE, BERAFRE. i
BBk

1 EAEHE

ARSCAFRIGE T I 7K XUy A A P ) v RO i vk

ASCAHEH THR K. H R KRS AT K A DAL R KA. BB WHAP. XEZ. Y H 3
WA Ry PO XU 2 Ak A P IR 2

MEFEAAFUN250 ml, BRFE 2 B ARFUN1.0 ml, HEREAARUN20 wiit, 77k T R 80.03 pg/L~ 0.06
ng/L, W5E TR N0.12 pg/L ~ 0.24 pg/L. ¥ WL FEA.

2 HeMsImxH

ARSI AT T AISCHE I 3. PR H AR5 SO, A0E B BRI RRASE T A S0
JURARVEH I S SO, HEHhiA CEFETA MBS &M T AR

HI 91.1 57K I MHAR G

HJ 91.2 3R /KPAEG o7 & s 4R G

HJ 164 H R KI5 I U F2 AR FE

HJ 168 FR5E WM 53 B J7 V2 bt i) g B 5 )

HJ 493 7KJ5 il B ORAF AN SRR R 2

3 HERE

IR A SRR YL 26 AF T, RBARAR U £ Al BEBL. IR Ja (8 HLRAT SOl 25 1
e RO E i SN E , AR OR B I TR E R, AR E L

4 AR
BRAE AU, Wi B4 P A5 & B b i) 0 B2l utGn . SE3e I ZAON Bi 5% AN & B AL 541
R SEa6 R TS I B B A L R B RIS AR L EROK P e AR Akt BARIT, BAERE AT

RER B T XU KA &Y o Dyt e By VIS G, SEIG I R R ANV T SR i, B 75 T
SR B AR BRI BIREAT 2 R

4.1 FRACERREN (NaxS:05-5H,0): it 4.
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4.2 HER (HCD : p (HCD =1.19 g/ml, 4t
4.3 FERIEW: ¢ (HCD =50%
100 ml £618 (4.2) , 12N ZE] 100 ml L5 HKH, T2

4.4 HWE (CH:OH) : fifhaf,
4.5 HEEHER: ¢ (CH;0H) =30%.

53 AEEE 30ml HEE (4.4) F1 70 ml SEEG K, TRAT.
6 4 (CHCN) : i,
7 H4iK: HIEE>182MQ-cm (25°C) , REHIRKEY .
8 HEME (CHCL) : KRFEZK.
9 AEd (CH;COCH3) : A5k,
10 XU A: 4l 9>99.9%.
11 W B: 4if55>99.23%.
12 W P: 4HREN>97.4%.
13 XMy Z: 21 9>99.6%.
14 U AP: 4% A>99.9%.,
15 PURFEXEY A: 405 °9>99.9%.
16 R RFRAEN & p =1000 pg/ml.

3 HIFREL 0.0100 g XUy A (4.10) WY B (4.11) « W P (4.12) Wy Z (4.13) « X AP
(4.14) MDY A (4.15) BT 50 ml Fegskpmd, InbEHEE (4.4) B, %2 10ml 5&
b, FHEE (4.4) FBERRL, TR . BISMFREL ST 4°CUURAR. FH . BOLRAE, RAEN
RE, WA SE T E A UEAMER TR, AR HEEBOE TR

4.17 W EbrAE A p =100 pg/ml.

WERAFZEL 1.00 ml Y ZBFRdER &0 (4.16) T 10 ml BEIMRT, HFE (4.4) EAXTBIRL, e
RIEVRT 4 CLLR, A &, 8 A, REHN6 MH.

4.18 W RbraE R : p =10 pg/ml.

WERAFZEL 1.00 ml WEYEbrdEFEE (4.17) T 10 ml &MY, HPE (4.4) EXTBIRL, e
ERWT 4 CULT, ¥l FE. BOBRE, RN 6 M.

4.19 AHHPERE. FLAEN 045 um , A ETE 400 C RIS B4 FR 44 2 ho
4.20 EFLiduEss. HHLAR, BN 045 um, ZHEE (4.4) TEVERT, %A His.
4.21 B 4iE=99.99%.

S e

5 YEFMRE

5.1 KFEMH: 250ml, PR B, BCBORIE. MR AT FseIe K. AR (4.9) fRIKIEYE.
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5.2 GBI HAeke g .
5.3 ikt BURPKIAE 5 pm, HEK 25 em, W4T 4.6 mm (1) Cis SO G RE,  SHABSE RO
5.4 IWRAFHE: FRACEEHALTEREA 2 1R AE R E
5.5 [MAERCEE: BNTaBEMAER, wER AL,

5.6 [EAHARE: 500 mg/6 ml, FPIMECE BIEM T, JEDY Cis BUK MM — IG5 R Y, s
At 25 205 A A B

5.7 BEGEHEE: Sml.

5.8 fMEIES A 50 pl. 100 pl. 250 pl. 1000 pl.

5.9 ®fE: 50ml. 100 ml. 250 ml.

5.10 BEFELEM: 50 ml. 250 ml.

511 ZHEM: 10ml,

5.12 fyEsE . AREIERMESE, WiEE 271#iL-50 kPa.

5.13  FEAGEA AR AR AMET 40kHz, HAKEMEIIRE, MIERES 780 832 A AL,
5.14  —RSRue = W AR A% 4

6

6.1 HMEIRESHKE

M HI 91,1, HI91.2. HJ 164 MIAHRHUE BEATHE e RENORAE . FRAEI (5.1) REFEM, W
FEMHEAHRA, 7250 mlFE S MABAB RS (4.1) BT, N50%HRER (4.3) T
i pH N 1~2. FESRIFEHE 250 ml SKEE (5.1) FFnsa 2 s, T 4 CLURAR. #OLRE, 7d N
FERATHT o

REICVRE B N B/ R ISR 25 IR, K250 mlSZE6 FH ZAOBNRE ot b a5 5, 357 21 R RE
Yy, 5RAERE S EI T 5 A B, 2 5 FERE iz B s2ig =

6.2 IXFERIHIE
6.2.1 1338

AR R 250 ml FEGVAAEIEIR (4.19) 9K, JEME T250 mIBEEEEM (5100 o, &FHT
AR I IEJE A SRR 10 ml BEE H, IAEERE (4.4) EIRBEESIRET HET,
AR 10 min, CREE S SERORZE S ugds (4.200 i )m Wk B4

G AR PN IR T AR, BT, R 250 ml R EEAT [E AR AT

6.2.2 [EIHHZEEER

D AR
RS mIFF R (4.4) F15 mBEB ALK TEALBAHZE R (5.60 , (EIGALIERE,  NEo PR [ A 2 B
FRSFORE R THT A i HE VU
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2) bFE

B e RES (6.2.1) 5 L3 ml/min~5 ml/min #3705 30 o [ A AU o
3) Wk

R, 10 mIFFEVER (4.5) WRPEREFERERE (5.6) , EEREHZRGE B mm, )5 H
B (4.21) WR[EAH B BURE:
4) Pt

PA2 ml/min~4 ml/minf93%E, 2052 mIFEE (4.4) M5 ml =& H ke (4.8) Y, WEERKE
WA .

S HAMEARSEE 3, SR TR, BAEH T AT .

6.2.3 R4E

BHRER (6.2.1) FIYERR (6.2.2) &9F)5, FHIRAFEEE (5.4) W45500.5~1 ml, JIA3 mIHEE (4.4),
FIRAE R ml, HIERTEER ARG, HRE (44) E821.0ml, HESLSIES (4200 djE
JE A

FE: BHoaRN, REBEFIRT, R EBRE 23,

6.3 ZTHIRERH &
6.3.1 LHWETH

FH S0 KA BE TS IR R H 4% (6.2) MIRIMHRIEDIR, il 4 S06 = 25 1k b
6.3.2 £REFZTH

ERFEARES 6.1, HRSRNHEIE (6.2) MRERRIESE, &2 S i,

7 LR

7.1 RIESEZH

WA G (4.6) 70%, WahB: SEHGHK30%; #iE: 30 C; SEFEARFR: 20 uL; 6K
WA WORPEAL227 nm, KHPEK313 nm; B IRE 7 LR 1.

*1 BERRERF

i 8 Cmin) HE (mL/min) MENFHA (%) MBNAHB (%)
0.0 1.0 70 30
2.0 1.0 70 30
3.0 0.7 70 30
10.0 0.7 70 30
e AR ASERARF IS, AT AE 10min & LE K 2~3min 17 567 i

7.2 FEHIZRIES

FEHL— & B KA (4.18) , HFEE (4.4) BLMRE, Hil 205N R PR iE &R
b, B FREWRE S 5 H50.0 pg/L. 100 pg/L. 250 pg/L 500 pg/L. 1000 pg/L (NS HWRE) ,
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EREESHFRME (7.0, BRRE SRR, UL b SR R ehs, DU (2K
Wer) PNARKR, BESL AR AR AR i 2k
7.3 HEHNE

Rl U ralhe (6.2) , IR S TAE M2 R RNE K (7.2) BHATIE . HulheiR AR
P R EVE LN, LI AR A

7.4 z=AKE

S EAERIE (7.3) MHERDE, #T2EWE (6.3) BIE.

8 HRIHESHRTR

8.1 EMIH

MG RS h B AR S SR HER S H ARG S 0 O B I 1] 24T 58 12 o 0 B 7T DA i RO i
SR AR — 2B A
FEAE S EFZN (7.0 T, HisarbrdE @< LK.

250.004

Z200.004

150.004
o=
o

100.004

.00

0.004

T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 5.00 10.00
g o]

1—XUEy A; 22— B; 33—y AP; 4—Xy Z; 5—PY Ry A; 6—XUE) P.
&1 WERUEYIRERIER ( =500 pg/L)
8.2 ZRITE

BERL R BRIk, AR (1) AT
=21 (1)
b R B AR SR, po/L
\— EBRAE B 26 52 B3 1 H AR &K, pg/L;
— PR E AR, m;
— AR, ml;
— AR (55
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E: HRERR A AR LR RTE R, RO AT R R

8.3 HRER
W 5g 25 B /INE S S I B S TR IR — 2, B2 PR3 A R T .

9 HEME

9.1 1FE

K

3 GRERIG Ay IR IR FE f AT 6 IR E M E , bR 233 N S5 FH7K0.050 pg Hb R 7K0.200 pg
Tk % 7K0.750 pg.

SEIG 5 N AR FRAE IR 25 20 N 1.7%~9.0%, 0.30%~8.7%, 0.20%~5.5%
SEUG = (A A XS PR UE R ZE 0 BN 2.3%~16%, 8.8%~16%, 1.5%~9.6%.
HEEMERTEE 25 N: 0.01 pg~0.01 ug, 0.02 ug ~0.03 pg, 0.04 pg ~0.07 pg.
TP PRS2 58: 0.01 pg ~0.02 pg, 0.05 pg ~0.08 pg, 0.07 ug ~0.2 pg.
K% LS5 RS WISk BH KB 1.

9.2 IFME
3 GRERIG Ay IR AR FE AT 6 E I, AR 33 N SIS FH 7K 0.050 pg. Hb R 7K0.200 pg.
122 7K0.500 pg. A=iEi57K0.500 pg Ml ALK 7K0.750 pg.

S FH K INAR ISR TG B R . 71.3%~109%,  HIR B UAC 2 5 2841 995.0%+19.3%
R ACIFR BISCR LR N : 70.2%~105%,  JHAR (B 55 24BN 89.7%+21.6%
MR AMBR BISCRVE R N 72.5%~111%, AR ECR B & N92.6%+22.1%.
AT TS K IR S R TG . 61.2%~107%,  HIHR B UAL 2 5 2841 N8 5.6%+25.5%
TV K AINAR ESCRTEFE g 73.4%~101%,  H0AR RIS 56 5 2848 9 85.4%+15.1%
TEf L 25 S 2 DL KB ERB. 2.

10 REFRIEMREITE

10.1 ZHIRE

FE20/MF A BAE I (<20 FE D) 2 A/ JIE 14 SR A0 3 28 A RE S AT TS R P 28 R i, IUE 5 2R
LN T T3 R

10.2 #nERhZ

BEAURE S L BRAE I 2, Aol i ZoHE 5 R E>0.999, 15 N ERIF IR, 2 bR i 26
P HT20FE S B R (<20 D) RZIIRE 1A Bt il 2 oo B0k B o, R0 5 5 R o e ot 2 12%
SRR P RN TR 22 ML AEL20% LA, 75 T 7 B 7 2 o 14 P 2

10.3  PATHEME

FR20MFERL B IR (S20MRERL) BB T PATRE, AT HE BIAR X i 22 B AEL20% LA
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10.4  E4KFR

520 MR R BRI (<20VBER) REMO NP IIER R, AL AR [ R 17 60% ~ 120% 2.
il

11 EMLE

SRR T 7 A R RV 3 M i R v R LA N2 RIS, B PR, IR RIAR IR, RIEZRAE
A G A AT AR P

12 EFEEM

FERE AR . ATACEE R Hrid R vp NS 5 B AR S 0 4 LR AEAT
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M & A
(S MEMR)

73 AR PR ZE T PR

KRG AL, HBEARRID9250 ml, SRR E BAAID91.0 ml, FEFEARFN20 wlitf, A7
I A AR YIRS B BRI E T PREE R RAL.

R A AR BRANNE TR

s WA R T TRIFR CAS No. PR (pg/L) | W5E IR (pg/L)
1 WA BPA 80-05-7 0.04 0.16
2 B BPB 77-40-7 0.04 0.16
3 M AP BPAP 1571-75-1 0.05 0.20
4 WHZ BPZ 843-55-0 0.06 0.24
5 UYL A TMBPA 5613-46-7 0.03 0.12
6 P BPP 2167-51-3 0.05 0.20
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M % B
(EREMR)
FERETRE
K B R Ry, e AN RIR P AR S RS B RER S, AR RS RN ERB., ik
IERREESE RLEKB.2.

*B.1 HEELEX

WEDLRR | BT ks TR %@Eﬁﬂmffﬁiﬁmﬁiﬁﬁw<%>ﬁ%ﬁw<%>
(ug) (ug) PR ZE (YoOlrERZE (%)

g K 0.050 0.050 3.2~6.4 8.6 0.01 0.01
WA K 0.200 0.191 0.3~6.0 14 0.02 0.08
K 0.750 0.688 0.2~4.6 7.9 0.06 0.16
g K 0.050 0.051 3.7~6.3 4.7 0.01 0.01
B R K 0.200 0.180 0.4~8.7 15 0.03 0.08
K 0.750 0.698 0.3~5.0 9.6 0.06 0.20
S5 K 0.050 0.050 4.4~73 23 0.01 0.01
Y AP K 0.200 0.183 1.9~6.4 14 0.03 0.07
JEK 0.750 0.676 0.8~3.0 8.2 0.04 0.16
S5 K 0.050 0.045 4.5~9.0 4.0 0.01 0.01
WHZ K 0.200 0.188 2.2~6.0 8.8 0.03 0.05
K 0.750 0.713 1.1~5.1 6.7 0.06 0.14
g K 0.050 0.047 4.1~4.9 14 0.01 0.02
VYR EN A | HUR K 0.200 0.170 2.7~1.9 12 0.03 0.06
K 0.750 0.699 1.6~5.5 1.5 0.07 0.07
g K 0.050 0.043 1.7~7.7 16 0.01 0.02
S P R K 0.200 0.170 5.2~8.1 16 0.03 0.08
K 0.750 0.643 2.7~5.0 6.8 0.07 0.13
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B TR R IibRE (ug) Eq&i;m T (%) Ss (%) T2 - (%)
SEES K 0.050 91.7~109 100 8.7 100+17.4

K 0.200 79.0~105 92.6 13.0 92.6+26.0

My A K 0.500 87.4~107 97.7 9.8 97.7£19.6
AuE K 0.500 86.5~98.7 93.3 6.2 93.3+12.4

Tolk gk 0.750 83.3~100 88.9 9.7 88.9+19.4

g K 0.050 97.0~107 102 438 102+9.6

K 0.200 74.5~101 89.8 13.7 89.8+27.4

B Hh K 0.500 96.7~105 99.7 4.6 99.7+9.2
AT K 0.500 78.1~104 92.6 13.2 92.6+26.4

Tolk gk 0.750 79.8~101 89.8 10.6 89.8+21.2

S5 K 0.050 98.0~102 99.6 2.1 99.6+4.2

R K 0.200 78.8~103 91.4 12.3 91.4+24.6

XU AP K 0.500 84.4~101 93.4 8.3 93.4+16.6
AuE K 0.500 81.5~99.2 89.0 9.2 89.0+18.4

Tolk gk 0.750 79.9~95.7 88.7 8.1 88.7+16.2

SEES 7K 0.050 87.3~94.7 90.9 3.7 90.9+7.4

K 0.200 84.7~101 94.1 8.3 94.1£16.6

WHZ Hh K 0.500 94.0~111 100 9.8 100+19.6
A iETE K 0.500 84.5~107 90.9 13.7 90.9+27.4

Tk K 0.750 77.7~87.9 83.3 52 83.3£10.4

S K 0.050 81.0~107 93.9 13.0 93.9+26.0

HR K 0.200 73.2~91.0 84..9 10.1 84..9+20.2

VY FR R A K 0.500 89.3~94.3 91.5 26 91.5+5.2
A EIEIK 0.500 78.4~87.8 81.9 52 81.9£10.4

Tolk gk 0.750 81.9~82.8 82.4 0.4 82.4+0.8

S5 K 0.050 71.3~94.7 83.6 11.7 83.6+23.4

R K 0.200 70.2~97.9 85.2 14.0 85.2+28.0

P K 0.500 72.6~75.6 73.6 1.8 73.6£3.6
A iETE K 0.500 61.2~72.1 65.6 5.7 65.6£11.4

Tk gk 0.750 73.4~86.6 79.3 6.7 79.3+13.4
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	4.1　硫代硫酸钠（Na2S2O3·5H2O)：优级纯。
	4.2　盐酸（HCl）：ρ（HCl）=1.19 g/ml，优级纯。
	4.3　盐酸溶液：φ（HCl）=50%
	4.4　甲醇（CH3OH）：色谱纯。
	4.5　甲醇溶液：φ（CH3OH）=30%。
	4.6　乙腈（CH3CN）：色谱纯。
	4.7　超纯水：电阻率>18.2 MΩ·cm（25 ℃），不含目标化合物。
	4.8　二氯甲烷（CH2Cl2）：农残级。
	4.9　丙酮（CH3COCH3）：农残级。
	4.10　双酚A：纯度为≥99.9%。
	4.11　双酚B：纯度为≥99.23%。
	4.12　双酚P：纯度为≥97.4%。
	4.13　双酚Z：纯度为≥99.6%。
	4.14　双酚AP：纯度为≥99.9%。
	4.15　四甲基双酚A：纯度为≥99.9%。
	4.16　双酚类标准贮备液：ρ =1000 μg/ml。
	4.17　双酚类标准中间液：ρ =100 μg/ml。
	4.18　双酚类标准使用液：ρ =10 μg/ml。
	4.19　石英滤膜：孔径为0.45 μm ，使用前在400 ℃的马弗炉中烘烤2 h。
	4.20　针头过滤器：有机系，孔径为0.45 μm，经甲醇（4.4）清洗晾干，确保没有目标物。
	4.21　氮气：纯度≥99.99%。

	5　仪器和设备
	5.1　采样瓶：250 ml，棕色细口玻璃瓶，配玻璃塞。使用前可用实验用水、丙酮（4.9）依次清洗。
	5.2　高效液相色谱仪：具荧光检测器。
	5.3　色谱柱：填料粒径5 μm，柱长25 cm，内径4.6 mm的C18反相色谱柱，或其他等效色谱柱。
	5.4　浓缩装置：氮吹仪或其他性能相当的浓缩装置。
	5.5　固相萃取装置：自动或手动固相萃取仪，可连固相萃取柱。
	5.6　固相萃取柱：500 mg/6 ml，聚丙烯或者玻璃材质，填料为C18或苯乙烯和二乙烯苯共聚物，或其他
	5.7　玻璃注射器：5 ml。
	5.8　微量注射器：50 μl、100 μl、250 μl、1000 μl。
	5.9　量筒：50 ml、100 ml、250 ml。
	5.10　玻璃烧杯：50 ml、250 ml。
	5.11　容量瓶：10 ml。
	5.12　过滤装置：配有砂芯滤器和真空泵，抽滤压力勿超过-50 kPa。
	5.13　样品超声波提取仪：超声频率不低于40kHz，具备水温监控功能，保证样品充分接受超声萃取。
	5.14　一般实验室常用仪器和设备。

	6　样品
	6.1　样品的采集与保存
	6.2　试样的制备
	6.2.1过滤
	6.2.2 固相萃取
	6.2.3 浓缩

	6.3　空白试样的制备
	6.3.1　实验室空白
	6.3.2　全程序空白


	7　分析步骤
	7.1　色谱参考条件
	7.2　标准曲线的建立
	7.3　试样的测定
	7.4　空白试验

	8　结果计算与表示
	8.1　定性分析
	8.2　结果计算
	8.3　结果表示

	9　准确度
	9.1　精密度
	9.2　正确度

	10　质量保证和质量控制
	10.1　空白试验
	10.2　标准曲线
	10.3　平行样测定
	10.4　基体加标

	11　废物处置
	12　注意事项
	附录A（规范性附录）方法的检出限和测定下限
	附录B（资料性附录）方法的准确度

