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L AU g KT NI H e Bl B 2R
ARSI TR U K b 2 MAT I AR 2555 8 G s fQeke s s O A e M 05 A e S 4
RN RN, AL IR AR DL 255 B B N I0T H S A R P B R A R

S EEEST (REEHER S

1 vOoC HS/P&T/GC/FID/ECD
2 svoC GC/FID/ECD

3 AHLBEAR 24 GC/FPD

4 APLEA L/ 2 IR GC/ECD

5 B HIRRIER GC/FID

2. [UARACE MPEREN A
2.1 AR TE R A I 25
* 7890A GCABERME T PIrfii—Y), QHGICEII > BIRE Sy, SROCIRIBT D RE AR REAL SN M, TR 5 5
K% I GCFIGC/MSPERESR T 2] —ANHr K-
o SRR AT AR BRI IE %, 7E4min ) 450 CREZI50°C, 548 1R 43 A I 18] SR, 0% 50 1
o S5 TR L AR (BPC) RIB T FLE A Js g 8 5 AR B A 1) B (RTL) FORSFE (0. 001psi) B T H
PrdE, A2 BEAR T890GCHAT /i AT AAT (1 ] Sk
o RIS ATt RE, AURFID. TCD. wECD. FPD. NPD. SCD. NCD&4%4%,
o ORI ACIF I BRAE AT, (RIAL T 7 R B R R GEER A, A% T BRI )y T B R4 5 J8 S 6 3 75 SR IR 8K
H.
2.2 WEFFEREE T
2.2.1 Agilent 7693A VA FZhBEFERE (ALS)
o BV T RERE SR AEGC LW RIE R 5y, IR 27K 80 150D2mL AEARL,  SVF I TR0 AT 484
o INFREEANFE BT EOR LA BN R IR B AR, R AN R S50 K
2.2.2 Agilent T69TATHZSHEFE B8
« 111 AMESR ARG S KA 00T, Hrp QR =AMt g, IEEAT AT R A e AT & S
o A E B SRR DU ) B TN S P e e S A R AR O ——JC TR AR A U I R
« WSCHFI0 mLy 20 mLEK22 mLA5 2 RIS AORE SR o
o [, EERTRE SRR SR, AT AT 1267 1 T69TATH A FERE 3 I LIk FE



2.2.3 W%
o LR EEREEIktETeledyne Tekmar 23wl 444, AT ELH N 244 28 7] I 3K
* Stratum PTC Ff5hiR4E 4%
* AquaTek 70 £ A ShEFE2S
* SOLATek 72 ZELFRE N H B HEFEAS
2.2.4 ArchonMHIHHi4E H B BEAT 4%
« ArchonMURF 11 6k 7RI - 48 73 T S AR e 24 1) AL B Ak i ok 7 2%
« 2T =S 104K 19100 °C (118 B i vk
o FEIFA P HI A BR AL BT N
« JKFE QB =L 1001
* i AL G Y B AS T KA

3. A RELEGB5749-2006 AENE X H K TAERREY it v H
H Al e 4 & A MU R 77k R O T BN A A R R A vk, i 05 5 R AR b
FIA MR T & 82, 00w O K IR & AT 52 21 5 2 (1 AL .




3.1 WRATHEE/ S BRI E TR A 7K 1608 5 M AR R 5 I
3.1.1 {% 88
LHAEGC T8ION AN IEAL, AT u ECDALMI A% TEKMAR [ Zh W13 44X, 40 mIFEMET; (il HP-5
FAEBMEF (30 m X 320 um X 0.25 pm).
3. 1.2 WE &M
301201 WA
WA )11 min, ARWEEE220°C, fRWINTAI2 min, HUREUEE250°C, HEREIFA]3 min.
3.1.2.2 SHAHMOIE AT
BERECT: 150 °C, W: 1.0 ml/min, Zp¥EL: 10:1, AIUSSIEAE: 300 C, JEWk: 25 ml/min, FEETF
i 40 CHRFES min, LA15 C/minTHEZE180 C, f#FF4 min.
3.1.3 &R 5tk

T T T T T T
¥ 4 ) [ 8 ] 10 mire

K1 15F0 AR AR U 1

3. 1.3. 1 eI ZRMEIC R Loy [l KA H FR
ATFIRIIbAAE IR I R AR AR H, ZeMEvi ], At PR ALK L.
R ISR R A ke 1 e M v ] B A Sk R 8

Loy 4K Aot 2 [ R MRARE SR (ng/L) R (ng/L)
1. 1- 5L y= 238.82x+ 22.835 0. 9995 0.5~20.0 0.15
A y= 2278. 5x+ 39. 193 0. 9991 0.5~30.0 0. 20
1. 2= WL y= 57.656x+ 32.3 0. 9996 1.0~100. 0 0. 50
= y= 840. 26x~ 7. 685 0. 9997 0.1~10.0 0.03
1. 1. 1= =8Ok y= 8682.9x~ 79. 772 0. 9999 0.2~20.0 0. 05
1. 2= 5Ok y= 75.97x+ 13.841 0. 9999 1.0~100. 0 0. 50



RS y= 23797x+ 84.881 0. 9990 0.01~2.0 0. 002
RN y= 4838. 8x+ 136. 48 0. 9996 0.05~10. 0 0.01
— IR A y= 17169x— 21.913 0. 9998 0.1~10.0 0. 02
1, 1, 2- =Lk y= 962. 68x+ 58. 312 0. 9997 0.5~10.0 0. 10
TR y= 12620x— 236. 66 0. 9998 0.1~10.0 0. 02
VUE 2S5 y= 14647x— 158.72 0. 9995 0.05~10. 0 0.01
IR y= 5252. 6x— 131.82 0. 9994 0.1~20.0 0.05
1, 1, 2, 2- ROk y= 3413.8x+ 111.22 0. 9992 0.1~10.0 0.03
1, 2, 3- =&k y= 519. 92x+ 22. 758 0. 9991 0.50~20.0 0. 10

3.1.3. 2 JrVkRIRE S R S e
7E H KK I EIR S FREE IR # 5, BN T & oKEE, SFATIE 6 Ik, 1352000 AR FRvE (i %
J91.09% ~ 5.45%, EXInkEEE K87, 9% ~ 101. 4%.



3.2 WRAME-BME G EEIE XK T REREE Y

3.2.1 {u3%

Agilent G89ONTAI(HIEAL, HFATECD Kill#%; O 4660 HRIWCHIffi4E (PAT) HHE, HL 45527 A HEFERS; (il
¥E: DB-624 ATDEB4NEHE, 30.0m X 0.32 mm X 1.8 wm.

3.2.2 WE M

3.2.2. 1 RS

WA IR]6 min, FAEERE20°C; MBS A]20min, HARERE200°C: BFTISTA): 2 min, HHAEEUEEE180°C,
3.2.2.2 HAHOIE AT

FEFFTHE: H1R40°C, 9 minfGLA10C / minFFE150°C, fRFF9 min; BEFEINEAE: 250°C, #FAhmai% (4l
f£>99.999%) , WiHl.5 ml /min, Z)WHEFE, ZrAEHECN50:1; ECDRSMIARELSE: 300°C , FMK: 60 ml/min.
3.2.3 &R 5tk

3.2.3.1 FREREM O K

25 5 75 10 125 15 175 20 225
B (8 {min)

BT LR AR AR RN 2P SR AU i 1) € 1]
T A 1, -8 LM 1, 222/ LM & 1, 1, == okt WEkm. 1, 2-—"& okt =&
i R R R K —H IR, IRk, X Z&0R, 4B &UR
3.2.3.2 TR SRR H PR

Rl [R5 R AR R A H b e IS Dk JEE

W& R JT RS R AR AR IR (mg/L)
1, == y= 167.78256 — 171. 75965x 0. 99933 0. 001
1, == y= 24.44552 - 42.67182x 0. 99925 0. 001
0] y= 2748.83933 - 2206.53292x 0. 99928 0. 0001
L 1, 1-=84k y= 5548.17483 - 2580.48010x 0. 99910 0. 0001
VY S Ak y= 25388.02500 - 9813.66667x 0. 99921 0. 0001
1, 2- &k y= 50.70284 - 27.62160x 0. 99925 0. 001



i y= 3352.99754 - 3116.40095x 0.99911 0. 0001
A IR y= 14666. 10639 - 12739.39137x 0.99915 0.0001
VUSH 24 y= 9381.83881 - 7012.13356x 0. 99900 0. 0001
—E IR y= 12030. 09287 - 8459. 40104x 0. 99940 0. 0001
=R y= 3276.49622 - 462.95536x 0. 99920 0. 0001
X R y= 140. 42507 - 149.96523x 0. 99925 0.001

A8 K y= 248.33520 - 250.37135x 0. 99945 0.001

3. 2.3, 3 Dy kIR S FORS 4 5
B0 25 UK FEAE AR RRE S 23 N — e R BE AR B R , S LEIERES IRINE, BRI A X0 AR
PRSI 7E98. 5% ~103. 0% 2 [1], RSDIMET6.0%, Miwsi Rk,
2 RN AE TR 5 B 156 45 2 (n=6)

&Y SEFRASIME Cug/L) MEM (ne/L) RSD (%) PR (%)
1, -4 25 30.0 30. 8 3.8 102. 8
12.0 11.9 3.3 99.5
1, 2-—& 25 50. 0 49.9 0.9 99. 8
20.0 19.9 2.5 99. 7
A5 20.0 20. 2 1.0 101. 1
8.0 8.0 1.1 100. 5
L, 1, I-=& 2% 20.0 20. 4 4.6 102. 1
8.0 8.2 3.0 102.0
U s 20.0 20. 4 5.6 102. 1
8.0 8.2 2.8 103.0
1, 2-—5 ok 50. 0 50. 5 1.3 101.0
20.0 19.9 1.8 99. 4
=S LK 20.0 20.3 3.7 101.5
8.0 8.1 2.0 101.5
TR 20.0 20. 1 1.2 100. 3
8.0 7.9 0.7 99. 3
VU5 207 20.0 20. 6 4.9 102. 8
8.0 8.2 1.9 102.5
— R I 20.0 20. 1 0.8 100. 3
8.0 7.9 2.3 98.5
IR 20.0 20. 1 1.0 100. 6
8.0 8.1 2.2 101.5
Sof A 30.0 29.8 1.4 99. 3
12.0 12.0 3.3 100. 0
A8 SR 30.0 29.8 1.2 99.5
12.0 12.1 3.3 100. 8

10



3.4 WRAMESAHAIEENEKPELKEFTY

3.4.1 {43

Agilent 689ON/TAH A, FID Kyl #$; TELEDYNE TEKMARWCHAfSE2% K HAHERESS . (OikE: « HP-624 F
MEFEGO M X 0.25 mm X 1.4 um.

3.4.2 WA

3.4.2. 1 RS

JKAEIORE R 440, 0 ml, HEFEREH25. 0 ml, WP UN R, A RAHAEA, WAL min, W40 °C, WX
FHVEEA0 ml / min, PENTIELE225 C, MHTAGE K200 ml / min, EHFRHEI2 min, RS AESEIEAE230 C
R mins

3.4.2.1 S ERESM

Sribes: 1: FEAREF TR, 40 C (REF1 min), f&E5rEP4 C JHEI100 C, fR¥FE6 min, RJ5 6504010 C JH
F200°C, fRFE5 min; KIPHEE 250°C, He 35.0 ml /min, Air 350 ml /min, JEMK’S45 ml /min; BEFEC
MAE 200 °Cy fEFEAL, WIEL 0 ml / min.

3.4.3 iR 51tk

3.4.3.1 brufEfa ik Kl oy By g R

—

. { -
._LJ' Jt

T T
A pedn |

BT B 35 R AT WL bR ARV £ 135 <]
1 -1, 2-Z8 LM 201, 2-—& M 3. & i 4. WUSUMbR: 5. 1, 2-—& ki 6. =Rk
3.4.3.2 FpifEhge Skt IR
PSR Y BR Ay EORSHE 1 4 SR AR P A R IO i 7 U 45 SRR SR U I 22 . e 1903, LARE A R iR MR
B . ARSI EIE I AHOC R B HH B W42,
K2 10MHER AT NNV . AH I RS H R

WA VEVER Cug/L) R R KB Cog/L)
X 25~250 0. 9902 33

11



VU S4B
=L
Iy
=R

HiEwE

L, 1- &R LK
K1, 2- A LI
-1, 2- 5 24
L, 2- ROk

3.4.3.2 KEBERE SRl

100~1000
15~100
20~200
50~500
250~2500
100~1250
0.04~0. 50
0.04~0. 50
10~125

o O O o o o o o o

. 9913
. 9983
. 9916
. 9996
. 9984
. 9922
. 9928
. 9966
. 9971

82
10
34
23
31
80
0. 065
0. 040
12

BRI K, N5 R IARMER L, LA SO iR AT PR S o ~PATIIES IRAF 2 20 s el K

HIR B e 22, 45 R &3,

)il

VU S AT
Xy
Wy
=R

lind

1, 1-—& LK
-1, 2- A LI
-1, 2- & 24
L, 2- ROk

M SR H AL, B RN s AR AR Hh PR A AN N

3 IR KOk B E 45 2R (n=6)

ks Cug/L)

100
250
25
50
150
500
750
0.30
0.30
75

FIXARAER 2= (%) FEIARIEICR )

13
25
20
36
7

15
24
34
31
27

103
140
119
138
90
95
62
97
97
59

FI R VoCsH) ik % HAFIES

Tt LR RS AT D B 1T 228 H ) € A ARG DN 5 5 6 PR (S5 A DB 624 (4 T AL ANF TS I 2% S 38 F 2R SR 5
L% B0 RS R AT ML A A E i N ANy

12



3.5 ZKH26 P xR TR SAH IS E v

3.5.1 {58

Agilent G1888A MTi=#* [HEhHIAERLL: Agilent 6890N HUAS A (A ikAX, HATECD Kuillgs; AiA:: Rex-1701
ARG OREA (30 mX0.25 mmX0.25 pm).

3.5.2 WE &M

3.5.2. 1 T HEFE RGeS AT

WAL W70 C, EEEWEZ N0 C, AR N0 Cy )y AR )T kPa, TSR
74 kPa; Hf[Al: FESCPHTH TR A 15 min, FEHEHFE 0. 15 min, FENEREI N0, 15 min, &GP0 A
90.10 min, HEFERFEHL.0 min; FEAEEA3.0 ml; middRY . HX10.0 ml bR, HIA20 mlTi=)EH, NaCl
VIR S 4380 /Lo

3.5.2.2 SAHAEEAMT

FEE PSRRI WEAIR S 40 C, f£555.5 min, LBL10 °C/min JHEZ100 °C, FLA25 C/min JHE %200 C,
{3456. 0 min, BISFFIEIN21.5 ming R EO. 8 ml/min, WA (N2 4l£99.999%) ; M UidkkE,
HERE RS H250 °C, Mkl o L,

3.5.3 gR 5tk

3.5.3. 1 FRIERE SIS B o B

22
15
10 21|23
. 20 24
3 i I819 -
!3 5 13 16 171 26
<4 i
fa) 9 12hal 27
A
LU
2.3 5.0 7.5 100 12.5 15.0 17.5 20.0

B (1] efemim

Bl 26 A I il ] 23 B R
L, 1-Z8 s 20 Z&HEE 30 &1, 2-—8 s 40 L, 2- =& s 5. =&kt 6. 1,1, 1-—%4&
fis 7. PUSARER: 8. 1,2-"& 4kt 9. =H M 100 TAEWEEL 11 &1, 2- TSRO 12, L, 2-
TR 130 RO 140 1,1, 2-=& Ok 150 —SU RS, 160 I FLE 17, 1,3- &K, 18.
1, 4-50CK; 19. 1,2- &0 20. 1,3,5-=400K; 21. 1,2,4-=4500%: 22. N&T M 23, 1,2, 3-=50K,
24. 1,2,4,5-PUGK; 25. 1,2,3,4-PUGA; 26. fLAIK; 27. NEOK
3.5.3.2 SNEIE SR H R

13



AT RATFIE S, 1- R L5526 T pd AU TR S R VAR R I RO TR, SRAFENE [ A 5 R S A5G
AE VMG I3 AEMR LETH SR R B, DLBGE 10 (5 e b oH 507 1 8 1 R R
3 krh26 Mg ACURIIEIETTRE . MR RS RV A R s R R

AR AN (ug/Ll) [ )= 75 72 R R K H BR (ug/L) JET MR (ug/L)

1, -k 0. 25~60. 46 y=54. 09x+17. 33 0.999 8 0. 061 0. 20

TET 1.85~369. 3 y=4. 634x+77. 95 0.999 1 0. 60 1.99

k1, 2-—HLK 2.56~512.5 y=5. 322x+10. 72 0.999 9 0.72 2. 36

i1, 2- %K 3.71~T742. 4 y=3. 096x+65. 92 0.999 5 1. 10 3.63

=& 0.19~37.80 y=408. 1x+39. 73 0.999 8 0.009 7 0. 032
1L 1, 1-=&24k 0.043~8. 66 y=804. 8x-5. 498 0.999 9 0.005 6 0.018
WEREA 3 0.013~2. 66 y=2491x-6. 148 0.999 8 0.001 7 0. 005
1, -—HLkt 3.50~700.0 y=3. 008x+73. 66 0.998 7 0. 87 2. 87

SR 0. 053~10. 53 y=536. 3x+33. 34 0.999 9 0.007 3 0.024
TR 0.13~25.11 y=872. 1x+34. 98 0.999 9 0.004 5 0.015
k1, 2-— W 0.094~18. 88 y=313. 2x+72. 47 0.999 6 0.011 0. 036
i1, 2- ¥4 0.094~18. 88 y=245. 8x+56. 43 0.999 7 0.009 7 0. 032
I 0.014~2. 87 y=2 481x-17. 04 0.999 9 0.001 5 0. 004
1, 1, ==& L% 0.73~146.5 y=31. 68x+62. 93 0.999 7 0. 069 0.23

— S R 0.24~47.79 y=535. 6x+50. 36 0.999 9 0.004 8 0.016
SR 0. 24~46. 96 y=124. 6x+81. 49 0.999 4 0.011 0. 036
1, 3- 40K 0.63~126. 6 y=41. 23x+70. 59 0.999 3 0. 028 0. 093
1, 4- 5% 1.33~266.7 y=18. 78x+95. 53 0.999 1 0. 022 0.073
1, 2- 4% 0.78~155. 7 y=34. 99x+54. 92 0.999 3 0. 022 0.072
1, 3, 5-=&FK 0.082~16. 47 y=343. 9x+42. 84 0.999 2 0.003 6 0.012
1, 2, 4-=&F 0.12~24. 55 y=223. 8x+83. 56 0.999 6 0.003 6 0. 003
NAT I 0.022~4. 48 y=2 210x-33. 64 0.999 3 0.001 2 0. 008
1, 2, 3-=&FK 0.072~14. 42 y=395. 1x+92. 08 0.999 1 0.002 6 0.017
1, 2, 4, 5-PU&H 0.094~18. 72 y=340. Tx+54. 05 0.999 2 0.005 1 0. 009
1, 2, 3, 4-PUsH 0. 043~8. 56 y=653. 0x+74. 83 0.999 3 0.002 9 0. 009
TR 0.041~8. 16 y=694. 1x+98. 57 0.999 7 0.002 9 0.021
NEHK 0.062~12. 36 y=533. 3x+127. 5 0.999 9 0.006 5 0.012

3.5.3. 3 kxR
FEFBAK P HINAN R . A3 AR TR S FRE BT AR P GRS, 4551 k4.
4 al 0L, iZ 7R RN % 85, 2%~113. 8%, RSD A1. 7%~7. 1%.
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A K26 Tl AU R T2 R 3 00 32 ARG 2 P R 45 R (n=6)

VR B ot R A iR otz

Bt moiniE MEE  FHEWE RS WinE NEE  POEWE rsp MInE O NEE  FHEWEE R
(ug/D  (ies pgl) (9B (B (ugD (s pgl) B @B  (ugD (s pgl) (% (%

L 1-—8 2% 60.5 65.0+2.4 107.4 37 202 185409 596.5 4.4 504 5584020 1107 3.6
—EFiR 369.0 3825143 103.7 37 M80 1416265 95.7 44 369 343210 93.0 29
B L2282 5120 4916+168 96.0 34 2050 1987192 9.9 46 512 552+19 107.8 34
B 1.2-—574% 7420 79934285 107.7 3.6 2070 3175x148 107.0 47 742 32,827 1116 33
=R FIR 378 405zL6 107.1 37 151 160s0.7 106.0 44 378 355:0.09 93.9 25
LL 128218 866 8.9240.31 103.0 35 346 3694015 106.6 41 0866 079620002 919 2.8
=R 266  2.50+0.13 94.0 52 1406 1.13+005 106.6 44 0266 0248:0012 0932 4.8
L 2-Z8,L5% 7000 7269:28.1 103.8 39 2800 288.1:114 1029 40 700 T714s21 102.0 2.9
=5 105 11604 110.5 34 421 4524035 1074 55 105 0.911s0.005 86.8 2.7
ZEEEPR 251  276+10 110.0 36 100 1042052 140 50 231 2.63:007 104.8 2.6
B L2-ZH8AK 189 180406 952 33 755 7404029 93.0 39 189 1.95s006 103.2 3.1
W1, 23874 180 203406 107.4 30 755 8331035 110.3 42 189 189:007 105.3 3.5
ALK 2.87 2564008 89.2 31 LIS 110005 95.7 45 0287 0302:0011 105.2 3.6
LL2-Z8LE W60 1586445 108.6 28 586 645:29 110.1 45 146 156205 106.8 3.2
—ERER 478 499420 104.3 40 191 210408 1009 38 478 485+016 1015 3.3
=R 470  522:12 1117 23 188 214:03 113.8 37 470 4682017 99.6 3.6
L3-Z8F 1270 1105258 87.0 52 507 469:24 9.5 51 127 1L1s05 874 45
LA4-—5% 2670 2317+115 86.8 50 1070 925443 86.4 49 267 230=l0 86.1 4.3
1L 2-=FR&F 1560 1395278 894 56 623  383:22 53.6 38 156 143:05 917 3.5
L3 5-ZE8F 165 148404 89.7 27 659 636436 96.5 57 165 1442004 87.3 2.8
12 4-=5F 246 217+l 88.2 51 08 110403 1120 45 244 225:102 422 45
- 448 3864203 B6.2 53 L7 162:0.09 %0.5 56 048  0.469:0.008 104.7 1.7
L2 3-ZE8F 144 13104 91.0 31 577 5994033 1038 55 144 1284005 88.9 3.9
L2 45-PIEFE 187 160+08 85.6 50 749 7054050 84,1 71 187 173005 475 28
L2 34-lU8F 856 7324033 85.5 45 342 3294017 9.2 52 0856 07670021 89.6 2.7
hEE 8.16  £.954+0.30 85.2 43 326 285418 87.4 63 0816 0792:0039 9710 49
T\'iﬁ 12.4 112406 903 54 494 4404026 89.1 55 124 1.30+0.08 104.3 6.2
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3.6 THZ BB M ARG K R I 2 7K R A e AR

3.6.1 {u3%

Agilent 6890N “AHIEAY, Bl FHiZRATIMIAS (ECD) ; Agilent 7694E HZNTHAHEFEAY, 100 vl EHIF,
20 ml TR A R DU ST I RS s (i FF: DB-624 (30 m X 0.32 mm X 1.8 um).

3.6.2 WEFMH

3.6.2.1 TN HFE R G A&AT

TP A . 50 °Cy ERINEAEE: 65 C: AL 75 C: RPN 35 min, FRHRIE 0. 50
min, FENERIAE N0, 20 ming ERILFHAGH 0. 20 min, BEFERSTIH1.0 min; BERERON100 wl; &
B . BUKFES. 0 ml ( BEEHHEREE) 1720 ml ATASHS, AL 8 g NaCl, WA, HBTNE.
3.6.2.2 ARG A

FEIL: 50°C (ffHF1 min), LA20 C/min (3% ETFR180 C (fREF3 min); HEFEINESE: 200 C; A»utHbFE,
YUREES ¢ 1; ECD KpMESiE)E: 250°C; M 30 ml/min; BEFEARL: 100 wl; #A: m4i%<1.0 ml/min.
3.6.3 R itk

3.6.3.1 brifEta R 2 K]

*l}‘:

K1 10 Pl AR bRt 3 43 25 ]
. & e 4.923 min, =& FHE 5.807 min, PYEALEE 5.964 min, =& ZL%¢ 6.068 min, 1, 2-
TR OHE 6.163 min, LM 6.517 min, R HHEE 6. 791 min, PUS LM 7.633 min, RS
7.792 min, =JRHLE 8.911 min.
3. 6. 3. 2 MLV A i R
IR AL AT AT E s AR A PRV R B W AR, SRAGEAE I R SR R H. A3 A5 (R
IRITISIAS R, X I R B A B RS HE IR s IR 10 A5 M 7 (B R Dy VA i R PR, o R B g S
KRS

16



R R e AURIE LRI T R SRR B 2ok I A do I H ok

&Y eI Ry X REr B HRE B ERE
(ng/L) (ng/L) (ng/L)
g 15 ~ 150 Y = 8.847X + 1.897 0. 9992 0.3 1.0
=R 15 ~ 150 Y = 34.363X - 1.716 0. 9993 0.2 0.7
IERERS 0.5 ~ 5 Y = 985.577X — 16.495 0. 9991 0.1 0.3
=L 5 ~ 50 Y = 186. 408X — 19. 419 0. 9993 0.3 1.0
1, 2-—& &kt 5 ~ 50 Y = 12.169X - 0. 076 0. 9999 0.2 0.7
=W 5 ~ 50 Y = 49.460X - 2.669 0. 9999 0.1 0.3
W EHEE 5 ~ 50 Y = 1031.058X - 7.211 0. 9997 0.2 0.7
T EEE 5 ~ 50 Y = 631. 128X — 1.881 0. 9995 0.2 0.7
VY5 2 2 ~ 20 Y = 179. 708X — 16. 782 0. 9994 0.4 1.3
IR 10 ~ 100 Y = 30. 173X + 4.184 0.9991 0.4 1.3

3. 6. 3.3 INbRINI A BoRG  BE SC
[ KFER N AR AN [RI AR BE (TR A bRy, DU 20 23 I [T SCR J AR bRt 2, L [RDBCR G Ay
81.3% ~113.3%, RSD K1.91% ~ 10.2% , 45 I%E2,

F2 R s AR D SE TR [ e BN 85 FE SR (n = 6)

wEY AR B b g Fen R FEE bR [

piIVAN ] e 1E B RSD b fE W52 A [ RSD

(ng/L) (ng/L) (%) (%) (ng/L) (ng/L) %) %)
—E g 1.52 1.49 98.0 5.63 57.8 55.5 96.0 6. 22
=HETE 1.04 1.14 109. 6 6. 38 39.5 40. 6 102. 8 5.39
g ERs 0.54 0. 52 96. 3 3. 66 20. 5 19.8 96. 6 1.91
=Rk 0.90 0. 86 95.5 10.2 34.2 36.9 107.9 3.99
1, 2-—HLkt 1.39 1.13 81.3 8. 65 52.8 50. 3 95.3 2.14
=ROH 0.97 0.90 92.8 6.35 36.8 36. 6 99. 5 9.67
A 1.76 1.78 101. 1 3.78 66.9 66. 2 99.0 5. 69
R 1. 20 1.36 113.3 7.39 45.6 44.3 97.1 3.00
VSR LI 0. 499 0. 456 91. 4 4.35 19.0 20. 2 106. 3 4,22
=RFE 0.975 0. 955 97.9 3.46 37.1 39.6 106. 7 5.37

17



3.7  WRAAKH1IME KA HLA B TR S 1 W e vk

3.7.1 {58

Agilent 6890 MSAH(OREAY, WHFIDKIIAS: Agilent G 1888ABYINIZS HENHERERYSE: /M- AN EERE

AT Rtx-WAX A REBHEFAEAEGBO m X 0.25 mm X 0.25 wm),

3.7.2 WiE &M

3.7.2. 1 T HEFE R G5 AT

HEE: W60 C, EEEIRAEATO C, fEMZREN80 C: Wy fEid k) h130kPa, T &)k

T2kPa; IFIA): KESEAIF AR 15 min, F8JEISIEIH0. 15 min, FEANE RN N0, 15 min, &R FAT I )

0. 10 min, HBEFEWFA]ML.5 min; BEFERHL. 0 ml; gk BOKFELO. 0 ml (BEEMIRAE) 1720 ml T
1, BA3.8 g NaCl, VBA), HETR—SAH ST

3.7.2.2 SAHEIEAAT

R W45 C, fRFF2. 8 minfGLA15 ‘C/min FFA90 C, fRFFL.5 min, SUSATHIFIAT. 3 min; MBS
HIRE R WIER R B A2.0 ml/min, f5FF4.4 minf5 A5 ml/min’ PR L4 40.8 ml/minff &, {5570.9
minJGELA5 ml/min® (TFHRERTF 22,0 ml/minfliR & B WEARS, SRR N35.0 ml/min; 2R
H4350.0 ml/min; BEFEFNRER220 C: KIZHRE 250 °C, MmidEeE, sl

3.7.3 &R 51tk

3.7.3. 1 FRUERE a7 B AR

M
l"-: -354 .L_.iul 11
1| .7
i
L AL TR

I = 3 -4 %5 L] T =
S ia) rrmaan

K1 AR FHERAIEA I 7 B RCR K
MUY : 1, &ML 2, & 3, WK 4, 1, 2= 4PE: 5, LK 6, XTI 7, B THR 8,
SR 9, ABHE; 10, /A 11, KL
3.7.3.2 LeMEvulH A R
Ff AT A AFIE & SRS 11 B AL I S AR AER OR SRR AR, SRAFERNE [R5 R S A R AR 5
LI ER3 e AR R Ty i AR B, 08 IS (94 PS8 0y S A, IR P s AR 10 e P (7 U T2 0 1 1
X IR JEE DA e AT iR T

18



R2 KFVIMATHU R RE . AR R AL RPEVEIH A (e 1R E (n=6)

P
2K
1, 2= Lk

EVEppEE

y=0. 294x + 0. 420
y=1.785x - 2.101
y=1.756x - 1.093
y=0. 4784x - 1.283
y=1.687x — 1.007
y=1.717x - 1.929
y=1.729x - 1.001
y=1.772x - 0. 993
y=1.819x — 0. 627
y=1.692x — 0.709
y=1.750x -0.525

3.7.3.3 AKRES AT B AR Al e
FLARE ARG T, (63 ROV MO A BRI, 4 AL (R AR 22, ST s

8.8%~109. 6%, RSD N2.2%~5.9%, HJAEME 7T, 458 W3,
2R3 IR LRI HLA IR (RIS R SR 3 R i 6 4 S

Ay

R
R

F
1, 2
4% S
po
L
A
A=
RS
K

)| JiRE
(ug/Ld
ke 311
10.0
8.2
- kw28, 3
9.3
¥ 8.5
¥ 8.7
FS 10.3
¥ 7.6
10.7
I 9.6

IR FR L

o o o ©o o o ©o ©o o o o

. 9998
. 9995

9993
9996

. 9994
. 9993

9996

. 9994
. 9998
. 9997
. 9996

ElfcZ RSD  NAsA

AR IR
WEAH
(ug/L) (%)
29.854+1.38 96.0
9.4940. 31 94.9
7.28%0.43 88.8
30.21+1.76  106.7
8.9440. 45 91.3
7.68%0. 36 90. 4
7.97%0.29 91.6
9.25%0. 37 89.8
8.33%0. 43 109. 6
10.65%£0.28 99.5
10.38£0.42 108.1

4.
3.

Ll A R

(%)

S OO DO O N W 0 O w o

(pg/Ld

93.4
30.0
24.

(S}

84.
28.
25.
26.
31.
22.
32.

o NSO O N oY O @

28.

87.
30.
25.
90.
28.
25.
25.
29.
23.
33.
30.

£
(

6.

R BN b

e AH

(ug/Ld
65+ 3.
36+1.
03+£1.
91+£5.
261,
83+0.
88%0.
99+0.
53%1.
8510.
78%1.

19

v

ug/L)

2~311.2

.0~100.0
.6~81.5
L71~282.8
.9~93. 4
.7~85.4
L71~87.2
.1~103.2
.5~76.3
.2~107. 3
.9~96.0

02
03
25
11
04
95
86
91
06
76
26

Hfes

(%)
93.8
101. 2
102. 2
107. 2
100.9
100.9
98.8
96. 7
102. 8
105. 1
106. 9

B ARAG
(ng/L)

RSD
(%)

3.
3.

= W W W W

4
4

Do O w3

5.
1.

Ju—

o w o

© o o o 2o

9
2

JiARE
(ug/L)

186. 7
60. 0
48.9
169.7
56.0
51.3
52.3
61.9
45.8
64. 4
57.6

RAIGE B

(ug/L)

19.8
4.0
2.5

Do
S N O ©

i PSR
WEH ELE
(ug/L) (%)

175.6649.69 94.1
56.554+1.87 94.3
45.23+1.93  92.5
172.714£9.99 101.8
51.024+2.91 91.1
46.86%£2.46 91.3
49.01£1.97 93.7
56.38+1.88 91.1
44.25%£1.69 96.6
62.06£2.54 96.4
57.98+£2.83 100.6

R

SD

(%)

5.

=~

(S}

s @ e o

5

o W O N

.9



3.8 ARG R I e K\ R R R
3.8.1 {u#%
Agilent GC-7890A SAHELIEAY, BUEFID A AR FALKIIES; Agilent G1888 THi7¥ HANUEFEA: Agilent
22ml T Gy W IR DU QIR IR s AR B 55D« (il HP-INNOWAX B4 (it (30 m X
0.32 mm X 0.50 um)
3.8.2 ME&KM
3.8.2. 1 TZHEFE R4 AT
FERNBGREE: 40°Cs ERAEUNEE 50°C; ARMMZEE: 75°C: INACPHINA 40 ming JIHSHIE 0.5 min; JE
HAIAER T 0,50 ming HEAERST) 1.0 min; HEFES 1 mlo HX10 ml RS T 22ml TASMH, A 3.6 ¢
NaCl, hnw#isdt.
3.8.2.2 FAHMEIE A
Fifid: 50 CHRFF4 min, LA2.5 C/min JFHEZ100 C, {RFF2 ming BEFECNEAE: 200 C; bk 1:1; #
PSE: 200 C; A EAEEUR (=99.999%) , W 1 ml/ming TR, AUKRER.
3.8.3 R itk
3.8.3. 1 brufEta i Kl i) 4y By

1200,

1000-

800/

< 600 l
400!

= Ji |

D_ T T T ¥ T ¥ 1
0 5 10 15 20 25

KL/ rrin

B 1R R MR R YR O 3% ]
MU 1, 2% 2, W%, 3, 45K 4, -, 5, W-"H%,; 6, B#ANK; 7, M-"H%,; 8, K&
i
3.8.3.2 bk g St R
ESUhRHE AT VG R R R E 2 9 1 ng/Ly 2 ng/Ly 5 ng/Ly 10 ng/L. 20 ng/L. 40 ng/L. 60 u
g/LINFRE R VW F= B ITRE R I ACA 5 1, AN il Ze . RIS A5 (M LU vk S0AS tHBR 75 v,
S0 WA R ME R R R R 0. 06 ~ 0.1 1 g/Ls

20



® 1)\ FHERMER RGN TR MRFRE THER R

241 = Rk AR ik Rig L
*  Y=116167 X+ 307462 ¢ _ 0.99973 _ 0.10 _
S Y =126093 X+181678¢" 0.99983 0.06
FE: - Y =123754 X+ 1054652 0.99089 0.08
o pul:oF 3 Y=123728 X+ 6.16854 ¢ ™* 0.99989 0.06
B = H ¥ Y =1.27236 X + 433566 ¢ 0.99980 0.06
L=4eF S Y =101930 X+ 139606 ¢ 0.99989 0. 06
46— & Y =1.31480 X—1.05974 ™’ 0.99984 0.06
FH Y =1.24884 X—2.5164l ™' 0.99984 0.06

3.8.3.3 JIVERRE S AR A
TEA EHKFEP N30 v g/LEIAREE, BHATEEME, THEMEMMEEN 97. 4%~106. 3% (n=7) , FIXFRAEM 24
2.55%~3.83% (n=7) , Fe/MallF A 0.06~0.10 ng/L.

® 2 JTERREE AR (n=T)

IR EBE IIE Zie7ed)-3 mMElERE EdmfRE TEENGE

4 # pg/L pg/L gL RSD/% %
¥ N.D. 30.0 29 51 3.27 98 4
FE N.D. 30.0 30 42 2.86 101.4
Z 3% N.D. 30.0 3067 2.64 102.2
i — B % N.D. 30.0 30.34 2.62 101.1
S N.D. 30.0 30.70 2.79 1023
BHF N.D. 30.0 31.90 2.93 106.3
i =2 2 N.D. 30.0 30.30 2.55 101.0
e ¥ N.D. 30.0 202] 183 07.4

¥: N.D. (Not-Detected?, #frth.
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3.9 EMEHSMHABRRENEKPL MREIELILED

3.9.1 {43

Agilent 6890N “SAHMIEAL, HLTHFRI A (ECD), Agilent 7683 HzhiEFEHS: (AiliAl: DB-FFAP(60 m X
0.32mm X 0.5 um.

3.9.2 e &M

3.9.2.1 RGNS

FEIRFER: 100 CA£453 min, LIS C/minidZEIHEF160 CHF6 min, LI20 C/minidETHE %240 C; #
O E AR EREENREE 280 Cy pUEE AT 1 AESUE: 1.5 ml/ming ASIUESEEE 300 C.

3.9.2.2 KFEELE

BOKFE20 mL T4 2, FH2 mLA likAE, B EZARORAL. 0 oL, BEAT-UM GRG0, ARk
TS ARSI 3 o

3.9.3 &R 5tk

3.9.3.1 bt S o B RCR

10

1.21 [ | S S | —
— e L_.__. L - I

10 15 20

Bl ORGSO BANE OO F a4
UG . - 1) T AUE (6. 722 min) o X AUHE (6.957 min) o AF AU (7,495 min) . 1,3, 5- =AU (7. 717
min) . 1,2, 4-=5&# (9. 311 min). 1,2, 3-=4%7K (10. 640 min). 1,2,3,5-PUS 7K (11. 444 min). 1,2,4,5-
K (11.595 min) . 1,2, 3, 4-PY%& 7 (13. 809 min) . FL& 7K (15. 653 min) . /NF K (20. 239 min) .
3.9.3.2 batfEliZk. Ty AR H R
FrfEhek: %0. 1 g/LEARIAL S bsvER 73 HEL0. 05, 0. 10, 0.15. 0.20. 0.25 mL, JH53E0emc il A R
FER G FRBPRUEMT I, 202, 0 L, UM @A IE o T kRS 5 BE AR Hh PR 3%~ ORH (i 454
XGRS 0. 005 mg. L', A AR, R AR A TAUR. 1,3, 5- =40 1,2, 4= 1,2,3- =&
Ay 1,2,3, 5-UGR. 1,2,4,5-DUSCA. 1,2,3,4-PUSOR. TSR, NEARSAMERRE R SERT X, 45
R
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R LRI RE . ANSCR B Ty O a4 EARE R (n=7)

&) Ry FHR ZR AL RSD/% BB/ (mg « L)
p PN y =8.50x + 4.70 r = 0.998 2.1 1X10°
Al — AR y = 1.38x - 23.84 r = 0.997 4.5 7X10°
i) &K y = 1.91x + 27.99 r = 0.997 2.2 1X10°
1,3, 5~ =&k y = 13.32x + 32.29 r = 0.999 2.8 1X10°
1,2, 4- =& K y =9.58x + 44.51 r = 0.999 3.2 1X10°
1,2, 3-=5K y = 17.11x + 6.32 r = 0.999 3.3 1X10°
1,2, 3, 5-PUG I y = 26.48x + 58.41 r = 0.999 2.4 5X10°
1,2, 4, 5-PU&H y = 15.60x + 28.03 r = 0.999 1.5 5X10°
1,2,3, 4- UG y = 33.60x + 10. 60 r = 0.999 3.5 1X10°
Bk S y = 53.26x + 15.49 r = 0.999 3.8 1%x10°
INEE y = 60.22x + 50.24 r = 0.999 4.0 1X10°

3.9.3.3 [HIfrIRE:

BUKAER20 mL, WES, AR RS

HAED PRI ATES0 %~105 % JH].
2 A1 KA AN [R)R BE bz /KR (¥ [ e 2

PRUE IR AL T IEEATRERN A BE S0 5E [ 45 R L3RS

et fkE ik RaIK I
bR/ (ngel™)  FMCR/%  IBRHRE/ (ngel?)  EMCR/% BRI/ (ngel?) IR /%

A SR 1.0 85.5 3.5 90. 8 20 95.5
xR 0.05 98.5 0.25 100. 5 1.0 99.5
i) — 5K 0. 05 99.5 0.25 102. 5 1.0 101. 5
1,2, 3-=&K 0. 05 96. 8 0.25 98.7 1.0 97.5
1,2, 4-=5K 0. 05 97.9 0.25 99. 8 1.0 95. 4
1,3, 5- =& K 0. 05 96. 8 0.25 99.5 1.0 102. 5
1,2,3, 4-I%x 0. 05 98. 4 0.25 101. 5 1.0 95.8
1,2,3,5- P9 0. 05 99.6 0.25 99.9 1.0 102. 2
1,2, 4, 5- D4R 0. 05 97.5 0.25 98.3 1.0 95.6
HER 0.5 95.6 1.0 99. 2 2.5 101.8
VAY P S 0.5 98.5 1.0 99.5 2.5 100. 5
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3.10 GC_p ECD SAHEIEVE RN ERKHKP10 FEERUED

3.10.1 1428

Agilent 6890N AV AHEA AL, Wi M FHIFRAIAS u ECD; ikt HP-5 B EMEFE( 30 m X 0.32 mm
X 0.25 nm)

3.10.2 WsE&ME

3.10. 2. 1 A

R PEd: WIATERE60 CHREFS min, LA10 C/min #FEFFE200 'C, AR5 mins HEFEIRE H200 C; #
AR A > 99.999%) , W12 ml/min; ZMUREERE, AUHECR10 D 1.

3.10. 2.2 K ERFIAL SN & R

H100 mL ZKAEE 1250 mLM IR, INA2.5 g NaClIFsa 4V, IIA10 ml F7yiBkA<E, 7840 4R
o WREYEE, ARIRENGK, NS g /KBRIRBANK, JEeEEI10 nLA =T, TGS
3.10.3 R 51HR

3.10. 3. 1 ARAERE S 2> B ACR

Hz :
f 000 f
5000 B
4000 .
3000
2 000 £ | 3 3 ‘ _ ‘
1 000 2823 g 3 g |
0 .

11 BEe fs

0 2 4 6 8 10 12 14 16 18 min
Bl1 10 FhEUCRE AP k% ]
IR (D& (2) 1, 4-—50K; )1, 2-—%K,; W1, 3, =&, ()1, 2, 4=54;(6) 1, 2,
=& (D1, 2, 4, 5-PUGZEAI, 2, 3, 5-PUGA; 8)1, 2, 3, 4-PUGI; (9) NEHK
3.10.3.2 PIHAFE. FHOCRE AN H R
AT (AT D58, LA TR AR N 20 53 (IR BEREAT 2 PE IR, 3 B0 2 0 IR ME T PR ARG R A A3 A
fEWE LTS AL A R, S5 R LR L.
2110 FHEEFALE I ] 45 Hr 5

e EEpsy FERFZREL (r) Ko HUBR (mg /L)
TS Y = 71.0X - 2.90 0.999 6 0. 005
1, 4-—5% Y = 92.9X + 5.47 0.999 1 0.000 5
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1, 2- &K Y = 185X + 13.3 0.999 4 0.000 5
1, 3, 5-=5K Y =2 249X - 1.93 0.998 9 0.000 5
1, 2, 4-=5K Y = 1 807X + 0.268 0.998 9 0.000 5
1, 2, 3-=5k Y = 3 387X — 1.40 0.999 0 0.000 5
1, 2, 4, 5-PU&H Y = 3 437X + 114 0.998 6 0.000 5
1, 2, 3, 5-PU&H Y =3 437X + 114 0.998 6 0.000 5
1, 2, 3, 4-DU& Y = 8 059X + 37.1 0.999 1 0. 001

INA Y = 6 463X + 2.93 0.999 0 0.000 1

3.10. 3.3 FEEL I INFR 2R
IR EKRE, R EE200 mg/L MUBRAEVER25 w L N3N100 mL AE& Y, BEATATAPIRAE, W4gtt 410: 1, HE
710 FhECR Wb g2 ar L, [RIBCR K73, 3% ~ 97. 3%.

22 FRFALA DI IRR

&Y AR (ng/L) MELEH (ng/L) IR %) SRR (%)

P 5 3.6 72
5 4.6 92 84
5 4.4 88

1, 4-—%&0 5 4.3 86
5 4.1 82 80. 7
5 3.7 74

1, 2- &% 5 4.7 94
5 4.8 96 90. 7
5 4.1 82

1, 3, 5-=%0UK 5 4.4 88
5 4.0 80 79. 3
5 3.5 70

1, 2, 4-=&% 5 4.2 84
5 4.0 80 80
5 3.8 76

1, 2, 3-=5&% 5 4.1 82
5 4.9 98 88
5 4.2 84

1, 2, 4, 5-PY&(H 5 3.5 70

, 2, 3, 5-DUEE 5 3.8 76 73.3

5 3.7 74

1, 2, 3, 4-Pu&ik 5 4.5 90
5 4.9 98 97.3
5 5.2 104

INFER 5 4.6 92
5 4.9 98 91. 3
5 4.2 84
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3.11 FBHEHSHAEENEKFLI2 FEEEELEY)

3.11.1 {428

Agilent 6890N “TAH(AIEAX, HLFHiRA AT (ECD) o CailiAT: HP-5 BAME (A5 4TF 30 mX0.32 mmXx0.25 pm.
3.11.2 MEE&ME

3,112, 1 A IS

Fii: 60°C (0 min), BA10 °C /min FREFI200°C (0 min), FELA20 °C /min FREFI290°C (0 min); #H/<: &

$099.999%) , #ME: 3.5 ml/min, fEFAL AALEEEE: 280°C: BERETT A ANMRMEFEL 0 Ly A

A AL: 300 'C , FMULEG60 mL / min,

3.11.2.2 FERLTIALER: IRAI

FEAKHE, HEIREIN250 mL/KAEE T500 mLordwF, IIA10.0 mLA, $23), BHAA, HIREAEI min~
5 min, #ES5 min~10 min, WAHIME, FFX7KAH, WRBOREL KBRERANAE, BORR B R EE T, %
A% .

3.11.3 &R 51w

30113, 1 ARdERE S 2> B AR

Hz _EC0Y D, (WEWTE=1TWVBENOTZN007 BOT0Y )
- -

3
20000 1 §
. Pg| @
10000-' ? ‘Hé [ E Ezi :f

2 4 6 L] 10 12
BT 12PN S W A £ 335 <]
3. 11. 3.2 brifEhZ S 724 i R
PRUEIZEAEE10, 50, 100, 200, 300, 500w g/L, Zeibsiflilisk, oMb RIF. ARSI HIER100 &
g/L, HABTIMAEEARZR10 w g/LIMbRAERES,, ~PATHT6 2k, AL 22 sCMDL=2N/S1 (N / Si A {5 W L ik 5050 v
S LR 2R S I B AR HH B o 12 2R A S R B I 8], AR 4 RO VAR R, g5 SR LR L.
K1 12FMHEER A G IR B I TE) . bRifE 4 KXok tHR (n=6)

AL B PREFISTE] (min) 2 eaEl Sy MHREREL FFIFRHR Cug/L)
VB 4. 330 y = 2.26x + 30.9 0.999 6 0. 064
G EE- 5 6. 071 y =51.9x + 16.9 0.999 7 0. 003
PORIEE- SN 6. 108 y = 39.5x + 102 0.999 6 0. 004
LRSS 6. 304 y = 44.9x + 118 0.999 6 0. 004
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PO RSB 5N 8. 585 y = 56.8x - 217 0.999 7 0. 004
i) L2 8. 834 y = 12.6x + 49.2 0.999 5 0.014
C IR B S S 9. 098 y =50.9x - 173 0.999 7 0. 005
2, 5- T RHHk K 9. 439 y =79.3x - 114 0.999 7 0. 004
2, 4-REHE R 9.833 y = 24.1x + 61.4 0.999 5 0.010
2, 4-AEFEER 10. 176 y = 36.3x - 189 0.999 7 0.010
3, 4- iR 10. 492 y = 51.9x - 163 0.999 5 0. 001
2, 4, 6-TNT 11. 761 y =29.9x - 153 0.999 8 0.016

3. 11.3.3 K52 BEFIANAR [ 3 150
FEIKFE 43 BANNAN [R5 (K L 2R A BE AR A S UIARHE R, A3 /KAE 1D A3 2840, 0 b g/L, oAl 1 IRPA AR
FUED4A. 0 wg/Ly KEE2HPAEESRA. 0 wg/L, HABLIFPRIIEARAMSH0. 40 v g/Lo BENREEFATAL6 4,
F AR TVE S M A PFERE 20 A, DI 5 R LR 2,

2 12PN RE IR IAN G YRR 2 BRI A1 A i B 45 R (n=6)

WwEY AERME (ng/LD ININREE (ug /L) MEE (ng/LD SEBECE (%) RSD (%)
VSRS 1# ND 40. 0 36. 6 91.5 4.1
2# ND 4. 00 3.91 97.8 5.0
EREE S 1# ND 4. 00 3. 60 90. 0 2.8
2# ND 0. 400 0. 381 95. 2 4.6
PUR(EERSTP N 1# ND 4.00 3.62 90. 5 2.7
2# ND 0. 400 0. 382 95.5 4.2
AR A 1# ND 4.00 3. 64 91.0 2.6
2# ND 0. 400 0. 383 95.8 4.1
PSR IZEESS 1# ND 4.00 3.84 96.0 3.0
2# ND 0. 400 0. 383 95.8 4.2
ISR S 1# ND 4. 00 3.75 93.8 2.8
2# ND 0. 400 0. 381 95. 2 4.8
A8 R 1# ND 4.00 3.91 97.8 2.6
2# ND 0. 400 0. 381 95. 2 4.7
2, 5L 1# ND 4.00 3.94 98.5 3.8
2# ND 0. 400 0. 390 97.5 4.7
2, 4-fHIEHR 1# ND 4. 00 3.88 97.0 2.5
2# ND 0. 400 0. 382 95.5 4.0
2, 4-THHILER 1# ND 4.00 3.96 99.0 3.1
2# ND 0. 400 0. 380 95.0 5.1
3, 4-hHFE K 1# ND 4. 00 3.94 98.5 2.7
2# ND 0. 400 0. 381 95. 2 4.8
2, 4, 6-TNT 1# ND 4. 00 4.16 104 4.0
2# ND 0. 400 0. 376 94.0 6.4
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3.12  [FEAHZEE B E S GIEE I E R K P IHER RN EY)

3.12.1 188

Agilent 6890FVSHI(IEAX, Wi FHiFRMMIAS (ECD) ; AutoTrace SPE[EIAHASHL; (GifA:: DB-WAX B40%E
OAEFE (30 m X 0.32 mm X 0.25 um),

3.12.2 e &M

3.12. 2.1 SAHEG A

FEFHEREF: 135°C ((#FF17 min), LA10 C /minFt4150 C (f#FF1.7 min), $5LA20 C/minftZE190 C (f#
FF18 min) o HEFFHRAE220 C 5 RGDISSHEE250 C 5 #FAWEL 4 ml /ming RBWRSIEE0 ml /mins B
AUES ml /ming SMREERE, JMmEEL: 1o BEFEARRAL w Lo

3.12.2.2 JKAE ST AL 2R

UK 10 mLHFERIL0 mL 2% 85 /KGNS, BUKFES00 mL~1 000 mL, LA5 mL /minfiis FAE, SRJ5H
10 mL 2B F/KA—s@ it A, BB, MR T/ MER R IRy, )i 3 mLZREE0R /N
Mo WEEFER R e T, JERT mLRBERME, SR, ARGER L nlfE i

3.12.3 R 51

3.12.3. 1 ARUERESL 2 B AR

W He

K1 BHHEIRIAL A Dbt (0 135 0

3.12.3.2  hrUEZE KA K REL
2 TS YO B I 0] 5 AR v fhh 2%

A {REF ]t/ (min) EVEpp= MHRAE r
VIEEZS/S 7.350 y = 0.113x - 2.87 0.998 8
RISIE-SIPN 8. 395 y = 0.0313x - 0.821 0.997 3
EIFEEEES 9. 883 y = 0.0699x - 1.51 0.999 0
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of i 4 11.238 y = 0.0479x - 1.49 0.998 7
(DRSS 12. 550 y = 0.962x + 8.78 0.999 6
o il SR 14. 454 y = 1. 14x + 13.5 0.999 5
QETEE S P/S 17.903 y = 0.746x + 9.35 0.999 5
2, 6~ ffFEHE 27. 622 y = 2.00x - 4.69 0.999 2
2, 4~ fHFEHE 30. 593 y = 0.579x - 4.61 0.999 1
2, 4-AHFEECR 34. 792 y=1.72x - 5.14 0.998 2

3.12.3.3 JPVEAT R bRl 5 R
W — 5 AR SRR A B DR A hR B NN LAKFE, X100 mL B, BE S ROINARFEE & ARG, B
210 mLlE (n=7) o LASFEARHEM Z v ST A B, I Gevt nbrlnlfe e SR B, 45 R M3,

3 AR SO R bR DR 5 R

&y’ bR Cog/L) [l (%) RSD (%) R Cog/LD
TR 214 95.6 ~ 117 3.9 0.12
RISTEETSEP S 214 96.8 ~ 103 3.1 0. 09
T i 3 P 2 214 95.0 ~ 97.9 3.8 0.11
PORTEE EEP/S 214 90.5 ~ 110 3.3 0. 10
[AREE SN 107 90.3 ~ 106 2.8 0. 09
PURTEE PN 107 93.8 ~ 105 2.7 0.08
QA RE SR 107 95.4 ~ 101 1.7 0.05
2, 6= RFIEHIR 10. 8 85.3 ~ 91.9 2.5 0. 07
2, 4~ fHF I 214 88.4 ~ 98.2 5.0 0.15
2, A~ AHFEEK 214 80.8 ~ 97.5 5.0 0.15
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3. 13 BHEE-SAHGHERNE KT HERRNEWEREE

3.13.1 X 3%

Agilent 6890N “UAHELIEAL, W THIFANE: (ECD) 5 (ilkE: HP-5BANHE (LilfAE (30mX0. 32mm>x0. 25 um)
3.13.2 WsE&MH

3.13.2.1 AAROIE AT

FEEFLT: 100°C {RFF3 min, L5 C/mini#%THEA160°C, {RFE6 min; LA20 C/mini#2THE %240 C; %%
SO RAIEG HERE LR N 280°C s HEAER2 w Ll MEEAL: L AEREN L5 ml/ming KRN ES R 4300 C.
3.13.2.2 KFEEE

WOKFE200 ml TR 2h i, K20 mIAHL, ACHGRZRTHRAE, WA, HAMAURAE 1. 0 ml, fF
ST o

3.13.3 £REitid

3.13.3. 1 ARuERE 7 BACR

£ o |
3 '
5 o | i
9 | AN
ll [ * : | ,
"ﬂ .llI 1k l- | |
1 1] : | II |I I I|
5.0 100 150 2.0 1.6 7.8 B.0 8.2 54
t 4 min 1/ min
Bl 1 REEER AL G B AT AR (A ] Kl 2 3FR AL SR A 4y e d A 15 14

HUEIGE: 1OAHFEDR; 2. MAESEEUR; 3. XWMIHFEGUAS; 4. ABIHIRGUIR; 5. 6 AH3EoR; 6. M higdds; 7. 48
BHEA, 8. 2,4 HYFEFRIE, 9. 2,4- TANEEAUA: 10, 2,4, 6- =KL
3.13.3. 2 hrifE b Ze A i R
F AR OIS SR AT X AR ST, S A G E I B O R o FF s ARRE 5 AT 5 5 V2
IR PR (2 S/N) WEL.

R BRI R AR A R

A e PERIH T R FREL KR Cog/L)
VIREZPS y = 6.9x + 56.7 0.998 0. 07
PONEE SN y = 124.2x - 2.0 0. 995 0. 001
EILEE S y = 61.2x + 80.2 0. 999 0. 001
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3.13.3.3 ks

45.3x + 233.7
125.7x - 61.3
41.1x - 89.3
169.9x — 28.1
82.0x - 28.1
86.6x — 23.6
12.2x - 19.2

. 997
999
. 999
. 997
999
. 998

o o o o o o o

. 996

o o o o o o o

YA OGS EXT0. 1 mg/LASFESE, 0,010 mg/LAARRYIEGAR . [MANILEAR . XANFEEEUR
B, O RIEIR, 2, 4- TRYIEEOE, 2, 4- NSRS, 0.05 mg/L 2,4, 6- <AL H K
BT IR, MR MEIZEAEL 5% ~ 3. 8%YE N .

3.13.3. 4 [HI A5

. 001
. 001
.01

001
005

. 005
.01

v ABTAEIEOR . E)
(FITR B b AN

BOKAE200 ml, JHAAFRREERRRS, PRI SRR SAL SR IR AE80. 2% ~

104. 5%,

2
T
o
P

& =

|1 =

= e

: s Pt
B B MO M M

PORIZE-®

Pl

s =
[
=z =
g

E RN ER = SN A= /| Dl & ST AP S
(197954 i
PN N1 ST & S bR e
(ug/L) (%) (ng/L) (%)
1.0 80. 2 3.5 86.5
0.05 98.5 0.25 102. 5
0.05 99.5 0.25 104. 5
0.05 96. 8 0.25 98.7
0.05 97.9 0.25 99.8
0. 05 96. 8 0.25 99.5
0. 05 98. 4 0.25 101. 5
0.05 99. 6 0.25 99.9
0.05 97.5 0.25 98.3
0.5 95.6 1.0 99. 2
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[ER735s
[EEES

(ug/L) (%)

2

1.

—_

oSO O o o o o o o

0.0

()]

84.5
99.5
101.5
97.5
95. 4
102. 5
95.8
102. 2
95.6
101. 8



3.14  [FEFHFEEUSAH AR E R K P B PLBER 2
3.14.1 {428
Agilent 6890N AU AHTEAL, Bl KIECEERI A (FPD) s (AR 4E: HP-1701 B414H (30 mX 0.32 mm
X0.25 pm); AM6ce. HUBI200 mgfHLB [ FAEHUY: .
3.14.2 WE LM
3.14. 2.1 SAHEAIEAM
el : FIGHELEEL10C , fR2 minkl25 C/minfHEZH150 C, fARE2 min; FFLA1S C/minfHd%180 °C, &
B2 min, HJELAL0 C/minfHi%2220°C , fRE2min; FEHTH: 25 psi; @EFFFNRE: 230 'C; FPDAS IR
JE: 250°C; HEFERE: 1 wl, ROWmdrRe: 8. mainNg, <. &S, 75 ml /ming BHAS: A, 100
ml/min; JBW: 45 ml/min.
3.14.2.2 FfESb AL
HLBATAEAE AT IR O . Z8 MK 5B i Uk o DIVAUS HF 30 SRR AR Bmin, - AL BE 58 J5 /ML TR AIRES .
R 4 L B A KR S A (1 8 7E5mL /min,  EANS /N ARFES500mL I JEKAY . B TEEES, KK T
10m1 (R PTE- e, PIM: FREEARRREL 3. 7, PRk, VEBREIE.OE T, A/ IREE T,
HAEIRAEL ml, SYHIEE T
3.14.3 R 51
3.14. 3.1 FRAERE S A B R

150pA

004 |3
00

| o1
| | | ﬁﬁ -1n

L L LS I'L e [ W B
- 3 § ; D..-. = § : - |5' - "." T

2

Bl 8FhA MBS AR 24 (43 5 1 14
MUY 1-BOE, 2-FRERE, 3—%ARR, 4-SRIR, S-HIEXHmE, 6- LR, 7T RULERE, S—XIHRmE
3.14.3. 2 ety 5 A R
e W BEVEHTE0. 01~4. 0w g / ml WA HUBEARER & TAREM, AR & 8 IR BEREAT 2R Pk, TH 5
MRRE, 48R WARL. HLO. bmg / LIMAHIBER 2 RSP UER R E S8 IRINE, AR AR Y e AR 3000 o 45
FEFCIAFNS B 7 i Z2RSD o

32



R ATHUIEA 245 KDk 3 AR PR

&Y LB B EpE EPEY K DB
(mg/L) RSD (%) (pg/L)
A 0.01~4.0 y= 8600. 2x - 406. 13 0. 9995 3.1 0. 09
FH i 0.01~4.0 y= 7247.1x — 622.52 0. 9984 4.7 0.14
RIS 0.01~4.0 y= 3374. 7x - 287. 21 0. 9975 5.9 0.18
R 0.01~4.0 y= 4902. 4x - 226. 57 0.9979 9.7 0. 26
FR S0 B 0.01~4.0 y= 6652. 6x - 438. 46 0. 9994 5.2 0.16
A ML 1ok 0.01~4.0 y= 4635. 1x - 253. 48 0. 9996 5.1 0.15
R EDAT 0.01~4.0 y= 6526. 7x - 320. 57 0. 9997 4.6 0.14
X i 0.01~4.0 y= 5816. 8x - 300. 25 0. 9995 7.7 0. 23

3. 14. 3.3 [l iR
H500m1 SERRAKAE S IO, 1mg / LANO. 02mg / LI 2 (1A HLBE AR AE TR A v G AR SR S Ik 0 Fo 4
AR2M5) , FERE R AL BID BRI SORE SRR, BENFESINES I, BOPRIME: SGerh E A0 B, ST HLIEAR 2511
PRI FEE611. 3% ~103. 2% .

K2 AR bR B 2 (n=3)

K2 R 2 b el ElE R AR S8 Al
(wg/L) %) (ng/L) %)
R 20 70. 8 100 80. 3
FR et 20 61.3 100 86. 8
AR R 40 73. 4 200 103. 2
IR 20 66. 1 100 76. 1
FH B0 it 20 72.9 100 88. 8
oA MR 3 20 78.8 100 89. 6
Lh Rt i3 20 74.3 100 93.5
X 1o 20 81.3 100 93.7
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3.15  [EAHFEE USSR g K o 2 M A HLBER 255 B

3.15.1 188

Agilent 7890A AN, FoE KIEJCFERI A (FPD) 5 (A ilfidE: DB-35MS BN (iiA: (30 mX0.32 mmX
0.25 wm) FHP-5 BAEAIEM (30 mX0.32 mmX0.25 nm) .

3.15.2 WE &M

3.15.2. 1 SIS A

DB-35MS FHHP-5 {oifekT; #/S Amai&/<: A1, 0 mL/min; HEREIREE200 °C; FEFTHE T R W35 CHE
F£0.75 min, LL15 ‘C/min HERTHEFI250 CIAEFF4 min, T/ WIEEE, MEREEL nl.

3.15. 2.2 [AAHAHEAL

W OI8Ol R 2K A AR AU P KREpH 2k, KRR OR R — g I U 2d il M
WSS MR T ARG CRR ABRLAL ml/min PRI PEBENE, e B R SRS G e A 421 mL,
FF-GC-FPD 5E

3.15.3 &R 51w

3.15. 3. 1 ARUEREN 20 B RCR

A HLIEAR 24 1RV S bR HEZEDB-35MS  FIHP-5 (8 1% A0 e 43 B IS B W 811 Prome i T NLBER 25 & 2400 2 0 A
—ERPERI ST, HOEHU SR IRIDB-35MS (AT AR by e e AT, DA AT R i 45 AR A R W 1
IR, AEMAPERIHP-5 (OB AR A EAT .

1500
3
3 1500 — e 5
1200 2 5 1
1 l 1200 —
B 900
HE SO0 — 4
' 4
-
E00—
g 600
L]
300 00
L8] T T T T 1 0 1 T T 1
g 11 13 15 17 19 9 11 13 15 17
#fmin #min
(a) DB-35MS #F (b) HP-5 ¥F

BI1 SR HUBEAR 2 b il 1 (1 ]
UGN 1B 2. SR8 3. WX mE; 4. Sl 5. XIEiek
3.15.3. 2 &M R KIVER R
DU (v) SBEIRIE (x0 SflbsdEiisk, gl £2 Pir.
R SMATHUBER 2 bRy i 2 F T ik i B (DB-35MS 41
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H A2 7y PRE I 1] /min B £ HRFRE JriER iR/ (mg/L)

T 10. 707 y=2749. 7x-229. 5 0.998 0. 000 04
SR 15. 524 y=3076. 5x-201. 5 0. 999 0. 000 02
PP T T 16. 550 y=3141. Tx-41. 6 0. 999 0. 000 03
Ly 15 16. 741 y=1592. 0x—29. 8 0. 999 0. 000 03
o BB 17. 122 y=3059. 2x-38. 9 0. 999 0.000 02

R2 5 MATHLBEAR 25 (b AE i Z AV AR IR (HP-5 FE)

H brdi 5> PR A] /min B il 2 B3 JRERTH/ (mg/L)
e e 9. 898 y=2 968. 1x-119. 1 0.999 0.000 04
IR 13. 830 y=3 326.5x-135. 3 0. 999 0. 000 03
FA R o i 14. 947 y=3 285. 1x-71.4 0. 999 0. 000 02
Ly i 15. 387 y=1 738. 8x-46. 2 0.999 0.000 02
PaRTR s 15. 593 y=3 163.5x-74. 1 0. 999 0. 000 02

3.15. 3.3 KR AN AERG RE L5
TR KGR NE0 wg FI500 v g mifk2 MACHIANIBER ZbRAE,  HARM I EBAT INFRIRI A S8,
R WAES. 4.

3 AAKRS B WA 2R IBR I 45 5K (DB-35MS )

H sl 7y IR INJFEB0 1 g NS00 1 g
MO A e 2 /% Tl /% O bRUEG 2 /% PR EISCR /%
[ 185 6.3 94.1 8.5 118
AR 3.2 95. 8 7.9 104
FF B0 i 1 4.0 86. 1 8.6 103
T 3.8 91.2 8.2 96. 2
X 3.7 91.3 8.5 104

4 EAKPS FAHUBER 2R IFR G E 428 (HP-5 A1)

H Azl 55 WIFREO L g WRINRES00 1 g
MO AEm 2 /% T IRleR /% MO e 2 /% PRI /%

G et 6. 4 98. 4 9.8 118

SRR 3.6 118 9.5 108

P B o o 19 2.2 117 9.4 107

b 1.8 119 9.4 102

PRI 2.3 123 9.4 108
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3.16 SAHEEEN KT TRAEIBERZ

3.16.1 1428

Agilent 6890N SAHCAIGAN, WCE KIEICERIAE (FPD) s failikE: HP-5MS A EBANEFE, 30 m X 0.25 mm
X 0.25 um)o

3.16.2 WEL&ME

3.16.2. 1 “AHEIGAA

HEFELRREE: 200 °C; Rl 230 °C; AMEERE: AHEAAF: 60 CLRFFL min, BA20 °C / minffpdi = THE
2180 C, A4 C/ minfiH A THE 4280 C; #HAUNE, HUH2. 0 ml /ming BEFEAAR: 1.0 nl.
3.16.2.2 FEMALEE

IRAFR /K FE200 m1F-250 ml2pddsF, F =& LE10 mlARIN3 min, U HHEE L BAT JOKBRIREN 1 /N
ShidE, BB H

3.16.3 R 51HR

3.16.3. 1 ARUEREN 20 SRR

- 1
- i
..! i 4
'."':l i-lkﬁl J H
ALK ly
- i
PO Y |
=y T i

BI1 TR HLBEAR 24 1) (% ]
HHOGING . RS, e, SRR, FRIROTIREBE, SR, AR ORI R A 1% U R O B N ) 430 A
5.823, 9.497, 9.704, 11.567, 12.547, 12.832, 12.950 min.
3.16. 3.2 b Hh 22
BB 53 70 40, 08, 0.2, 0.4, 1.0, 2.0 mg/ LAUFRAERT AL 4 BARAG 70 BT 41100 e 45 2 AH DG IR Ao
2, WAKl.
R TRATHLIEAR 2 A bRHE il 2 S ARG R EL

&Y EVSp pEs FRARH (o)
L EeEs y = 730.9x + 4.9 0. 9998

PR T y = 1425.5x + 38.0 0. 9996
SRR y = 384.6x + 7.6 0. 9991
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PR 0 i y = 473.3x + 9.9 0. 9994
L EDAR y = 711.3x + 19.4 0. 9995
AL y = 950.6x + 21.3 0. 9997
X it i y = 772.4x + 15.6 0. 9997

3.16. 3. 3 [l il MoK T
11 CIIAT 45 AL SEBRAE it (T KRR A HD) 23 0 I s oy ARAS [RIVR BE AR AEEAT b [k, & —
AFERE T E6IR . THE TR 251K PR 86 %6 -110% 2 1], AHXTAR#EZE (RSD) M 1. 97%—4. 72%,
KB k0. 001-0. 0042 mg / L (W32) .

2 DB RS R R I IRk

WwaEY AR (ng/L) MAEFRE (ng/L)  [CR (%) AW ZE o) AR IR (ng/L)

T 0.05 0. 055 110 3. 24 0.0012
0.5 0.54 108 3.15
1.0 1.05 105 2.98

PN IR ik 0.05 0.052 104 2.76 0.001
0.5 0.53 106 3. 56
1.0 1.03 103 2.17

R 0. 05 0. 043 86 3.78 0. 005
0.5 0. 45 90 3.61
1.0 0.93 93 2.96

LI mE 0. 05 0. 054 104 4,72 0. 0042
0.5 0.53 106 3.61
1.0 1.08 108 4,13

TRy i 0.05 0. 054 108 3.59 0. 0029
0.5 0. 54 108 2.39
1.0 1.03 106 4,28

BEALI 0. 05 0. 052 104 3.99 0. 0024
0.5 0.53 106 4,63
1.0 1.02 102 1.97

Xof it Ak 0. 05 0. 044 88 3.68 0.003
0.5 0.53 106 2.99
1.0 0.97 97 2.07
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3.17 SAHBEERNEMRK TR AEE. FE-CRNEIERY

3.17.1 {428

Agilent 6890A BRI HEAY, WCEECD Hdllds; (4iAE: DB-608 FANE (I%F: (30 m X 0.53 mm X 0.25
um o

3.17.2 WEE&ME

3.17.2.1 FAHEIE AT

FEIRAAATEEEQ5°C, LA25 C/min JHEZ190°C, FLL6 C/min JHEZ%260°C, 4458 min; HEFELIVEE210 C,
AR, RIDIESEEE300 C; FERUEA. 0 ml/min, fHHA; HEEREL vl

3.17.2.2 FESLETARER

I500 ml ZKAET1 000 ml 20y, HI25 ml EFIIA20.0 ml ke, HAZIER AR 12 ¥/min)
AIN10 min, FFEL10 min, FIC/KBREREN B S E .

3.17.3 R 51

3.17.3. 1 ARdERESL 2> B AR

ECD1A. ( 2010\0825FF20.D )

2500- b
2250
2000-
1750
1500 —
1250 |
1000 ‘
750-

500 ] I
250 :

16.869

20.524

21.493

Hz

9

L
L
|
L
|
-
:

R 8] / min

BT FREE PR NN N AR R (1 b il
2 A » A

HIENRFE: 1 a- NN Y= NN 3 B NN 4 - HEE; b 8- NN 6 HEALES T b,
p> -~ DDE; 8 o, p> - DDT +p, p° - DDD; 9 p, p’ - DDT

3.17. 3.2 ALk e il

FRvE R B A0, 5,00, 10. 0. 20.0. 30.0. 40.0. 45.0. 50.0 wg/L, 24 R 2kl e 45 B W2 1,

Rl SABAERTINE SR

75 A 4K e Hh 2k

& ikl NP
1 R AVAYAY 2.39X 10° 95.3 0.999 8
2 EVAVAVAY 2.22X10° 138.0 0.999 6
3 [ AVAVAY 1. 08X 10 70.3 0.999 5
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ElIG
e AVAVAY
AL

p, p’ — DDE

o, po — DDT+p, p’ — DDD

p, p° — DDT

2. 75X 10°
2.19X10°
2.00X10°
1.61X10°
1.14X10°
1.01X10°

190.0
115.3
211.5
90. 8
79.9
-44.7

0.999 6
0.999 7
0.999 1
0.999 7
0.999 8
0.999 8

3.17.3.3 J7iARIAT i BRI E T PR

FHCHIT AM500 ml p, p’ - DDT #KAEH0.080 wg/L, HARSAMMKEEH0.040 wg/L 7 HMIFRAKEE, %
FE S0 58 P BRIEAT R PATIE, 20507 e & 0 AR HEI 22S (u g/L) , DIFRIEMmZES 193, 143 %
VBN B 200 7 R R, W0 B A 25 AL TV R R4 %, 4% 2H 00 P 5 A H RFI T B L2

2 F A 77 A tH BRI E TR (n = 7) ug/L
e dh A e &5 R SFE Bt 22 x4 R e R
1 O AVAVA 0.037" 0.044 0. 040 0. 003 0.01 0. 04
2 Y = NS 0.037" 0.044 0. 040 0. 003 0.01 0. 04
3 [ AVAVAN 0.037~ 0.046 0.041 0. 004 0. 02 0. 08
4 HEE 0.038" 0. 046 0. 042 0. 003 0.01 0. 04
5 I AVAVAY 0.038~ 0.048 0.043 0.003 0.01 0. 04
6  FELE 0.037" 0.044 0. 040 0. 003 0.01 0.04
7 p, p - DDE 0.036" 0. 044 0. 040 0. 003 0.01 0. 04
8 o, p’ - DDI+ 0.073" 0. 085 0.079 0. 005 0. 02 0. 08
p, p’ — DDD
9 p, p - DDT 0.070" 0. 088 0.079 0. 006 0. 02 0. 08

3.17.3.4 JNiENE# Y
TAC FRIJ A B 295 ECA P 45 AL VA B A e e 2 BRI 0. 1 A5 A10. 9 5 IR/KIIIR6 A, HHTRE S S006, &4l
U3 5 R 2 B (R A bR 25 0 1. 5% ~ 4. 0%, 52 45 3 L2 3.

B3 BAGIIERE M E LR (0 = 6)

e AmaK T il WE &5 R M Bt i 7 AES B vHE Al 22
(ng/L) (pg/L) (ng/L) (ng/L) %)
1 e AVAVA 5.00 4,827 5.02 4.95 0.076 1.5
45.0 44.77 47.0 45.7 1.0 2.3
2 MV AVAVAY 5.00 4.83" 5.03 4.95 0.074 1.5
45.0 44.8~ 47.0 45.8 1.0 2.2
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3 S AVAVAN 5. 00 4.857 5.04 4. 97 0.072 1.5
45.0 44,8~ 46.9 45.7 0.90 2.0

4 HEE 5.00 4.68" 5.06 4.89 0.16 3.3
45.0 43.6~ 46.2 44. 8 1.1 2.5

5 L AVAVAY 5. 00 4,827 5.05 4.93 0.10 2.0
45.0 44.9% 47.0 45.5 0. 80 1.7

6  HELH 5.00 4.85" 5.08 4. 98 0. 089 1.8
45.0 45.4~ 47.6 45.9 0.90 1.9

7 p, p’ - DDE 5. 00 4.79% 5.12 4. 98 0.13 2.6
45.0 44.7" 47.5 45.5 1.0 2.3

8 o, p’ - DDT+ 10.0 9.52% 10.3 9.91 0.33 3.4
p, p’ — DDD 90. 0 88.5" 94. 4 90. 6 2.2 2.5

9 p, p - DDT 5. 00 4.70" 5. 14 4.90 0. 20 4.0
45.0 44,0~ 46.8 45.1 1.2 2.6

3.17.3.5  FEMIE Snx AN Z
KA AR B K TR S EA T2 VOPATINE, [R5 H6 ANFE ST AR BB I E, S BaAt S ik [l
WA 8L, 6% ~ 109. 6%, A A AR EICI e 45 5 WK 4.

T FES BOKEE IR R 2 45 3

s W 2R FERMIELE R/ (0 g/L)  ibste/n g S/ vog T [H 2 /%
1 R VAVAVAY ND 0. 500 0.458™ 0. 548 91.6" 109. 6
2 N AVAVAY ND 0. 500 0.472~ 0. 540 94.4" 108.0
3 B~ AN ND 0. 500 0.450™ 0.512 90.0 102. 4
4 BT ND 0. 500 0.426~ 0.510 85.2 102.0
5 R AVAVA ND 0. 500 0.446~ 0.514 89.2" 102.8
6 AL ND 0. 500 0.458~ 0.518 91.6~ 103.6
7 p, p’ - DDE ND 0. 500 0.446~ 0.514 89.2" 102.8
8 o, p’ - DDT+ p, p’ — DDD ND 1. 00 0.856™ 1.032 85.6" 103. 2
9 p, p’ - DDT ND 0. 500 0.408~ 0.516 81.6" 103.2
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3.18 ASHAEENEH T/KF 15 FEIERSA

3.18.1 {428

Agilent 6820 “TAH(AIGAY, MLl PSR 2% (ECD) s (AilsAt: DB-5 BANE (A ( 30 m X 0.25 mm X
0.25 um).

3.18.2 ME L&KM

3.18.2. 1 SAHEAEAA

FHEFRF : ¥IURIEE80 C fR¥FL min, LPL10 C/minfHE %210 CLR¥F2 min, B4 ‘C/min FHEZE250 CIREF
3 min, FFLA20 ‘C/min FHELA300 CLREFT min; HEFFEAEE250 C, AZpumdkt, #EFEE1D oL, HRE 1
mL/min, ECD Al 8 /E320°C, M E30 mL /min.

3.18.2.2 /KFERTALEE

K1 L KRR BTG AN30g NaCl (2 Loy ke MA30 wl 1.0 wg/mL /2, 4, 5, 6-PUsn —H
KE TR AR BRI IR A B AR, 2 IMA60 mL 30 mL. 30 mL IE GRS K, BRHKIRIES min,
FREL0 min, WUEGIFENIAM. ZEIEEA T/KNa2S04 T 51k 4, 35°C ek 78 RIS 2 K415 nL B2
25 mL K-DIREHT, Z/ ARG EALT0.7 nl, IIAL0 wL 1.0 wg/ml HINFR4, 4- )UK, JERIE
CHEERSL 00 mL, #5 EHLINE .

3.18.3 R 5Tk

3.18.3. 1 FRAERE S A B RR

-
LR s - e
| T e
N (]
£ o004 ™ 19 g4
_: » k] 15
® ll.s AT
14
1 B0 4 J _15‘
|| {
S— _ll.l - [ _ -L = B —
1d - X0
I"{ i

B 15 R AL 2 bR (i
3.18.3.2 #nifEhzkel
Fedil 2. 5. 105 20+ 30 50 wg/L WIbs#ERS. BEFEL0 w L ZGC-ECD 7p#fr, ZethInlVA753% BRI Lt Ts
R, ArAEMHZANE RYF, MRA () $=0.9984 (WK1 o BLHIT MKREA20 ng/L IBHIUKEE, EHL
B PHA3EE RSP ECR ()« I bRdE 2 (RSD) o &5 W], PARE20 ng /L M1 L BEURES, %
H b 100 F- 24 [ % 384. 8% ~101. 0%, RSD 41.9% ~5.6%. FLHIKE N5 ng/L MBRUKEE, FATIET X,
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THES HEPIEIRSD KA R ( LD = 3. 14s, s Mbnfifhizs) o K2 53 RH, bsE A5 ng/LK, #%H
FRYIEIRSD Hy4. 8% ~ 9.5%, AR A0.6 ~ 1.4 ng/L.
#1156 FOENLGERA LRI MCREL VA B . R S RIUER [ (n=T7)

il LR R 2 HFRE20 ng/L MRS ng/L
R/% RSD/% RSD/% L, /( ng/L)
a - HCH Y = 1.23700 X — 0. 042705 0. 9998 92.5 3.0 6.4 0.9
TN Y = 1.11400 X + 0. 005067 0. 9999 84.8 5.5 9.5 1.3
B - HCH Y = 0.46313 X + 0.012531 0. 9998 98. 3 2.6 9.1 1.4
Yy - HCH Y = 1.05650 X - 0.021349 0. 9998 95.5 2.5 5.7 0.9
§ - HCH Y = 1.00100 X - 0.035959 0. 9995 98.0 2.4 6.7 1.1
L& Y = 0.81877 X - 0.001141 0. 9998 95.0 5.0 4.9 0.7
I Y = 1.01690 X - 0. 025807 0. 9998 94. 2 4.5 7.3 1.1
7Rl Y = 0.85553 X + 0.003578 0. 9999 98.2 1.9 4.3 0.6
p, p° — DDE Y = 0.94045 X - 0.041843 0. 9991 95.3 5.3 6.7 1.0
il Y = 0.76896 X + 0.003388 0. 9998 98.9 2.5 4.8 0.7
ARG Y = 0.60167 X + 0.041169 0. 9990 100. 3 4.2 5.1 0.9
p, p° — DDD Y = 0.57813 X + 0.003878 0. 9994 101.0 4.4 7.9 1.2
0, p - DDT Y = 0.57403 X - 0.008273 0. 9994 99. 3 4.9 7.3 1.2
p, p — DDT Y = 0.69376 X — 0. 037068 0. 9984 97.5 5.6 6.7 1.1
KR Y = 0.58806 X + 0.023192 0. 9995 98.7 4.8 5.8 0.9
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3.19  SAHE RN E R A K X HIEK R EAAAN2, 4T

3.19.1 {428

Agilent 6890N “AHMAHEAY, HL-FHARA IS (ECD) s (O3 AE: HP - 1701 AEBMEH (30 m X 0.25 mn
X0.25 um .

3.19.2 WsE&fE

3.19.2. 1 SAHEAE&A

BERECRESE : 250 °C; (i AETHERLT : EIREZ150 C, f#EF2 min , TREME10 C, HKLEE250 C,
PRHFFL min; ECD Ad#%, 260 °C; #H<: &/, WAL 5 nl/min , Z#40 cm/s; Z0REE 10D 1; B
545 ml/min.

3.19.2. 2 JKAEFUAL I B fiT

HERA R IBOKEE (pH < 1) 200 mL 37500 mL 70 =FH, 50 mL LMRABEAELS IR, A LR LBEFUKEBTE
IHRGIRRE, FESE, SN, AR5 T .

FREAI > f T R Be R R T N50 5100 mL LV, IIAL0 mL BUFEE- S EEAI10 mL DU T SRR AL
B-NaOH ¥, #7450 mine HIVKZKES S Vil FEAE10~20 CZIf]e RINVSERE, #H RNV 450 mL
SRR, Y, WEEANUE. KAHFHL0 nL SRR, SIFENUE, &R0, 5 mol/L HPO: PE¥E,
RIGANARRE KRR T, ARk4i 2T, ECkERS] ol .

3.19.3 R 51

3.19.3. 1 FRUERE S L &

800 4
K ALK

600 - 24- 1 &
N ] = -2
- ~ i

= ci
‘ = o -
-~ %6
1A —
200 =——=—— T T

0 2 3 6 8 10 2
t/min

K1 K EERARI2, AT AR (o 1
TREANE . 2, 4 — 3§ 7.73 min 5 KEEFY 10.93 min
3.19.3.2 £PEVEH
ECD i 28 i 2 PEE FAE TN SR LN o ABEAE0. 50~5. 0 wg/mL 5Bk P S [ N IC IR UE R 51, BUKAE
200 mL , AT BRG] 0 =2.5~25 ng/L , #iRWEL PR, WIS RER L.
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R bR T AR fh AT TG R

Vg [T AR MAX A
o /(ug/mL) 0.50 1.0 2.0 3.0 4.0 5.0
PIARYN 71.8 200 392 627 856 1018 0. 9987
2, 4 - 3% 86.8 293 559 845 1105 1420 0. 9990

3.19. 3.3 ARAEIIA BN ST
6200 mL AKFEHFIIAL O g RI0. 50 g birfE, AR THRUEBTRIKSE N o= 5.0 ng/L, HI2. 5ug/L, HIBME
B BT A AL A, RADIECREE AE1. 0 nL, 3L u L 3HT08T. 7 WlE iR g5 S
®2 PR.

F2  [ERSER A R (n=T)

&) bRk TAFIR 5 [ /% S /%
o/(ng/L) o/(ng/L)
2.5 2.04 2.16 2.32 2.06 81.6 86.4 92.8 82.4  81.6~93.2
KELR 2.33  2.14  2.22 93.2 85.6 88.8
5.0 4.18 4.25 4.59  4.93 83.6 85.0 91.8 98.6  83.6~98.6
4.75  4.82  4.37 95.0 96.4 87.4
2.5 2.34 2,10 2.44 2.06 93.6 84.0 97.6 82.4  81.6~97.6
2, 4 -4 2.14 2,04 2.32 85.6 8.6 92.8
5.0 4.55 4.27 4.68 4.96 91.0 85.4 93.6 99.2  85.4~99.2
4.35  4.72  4.64 87.0 94.4 82.8

3.19.3. 4 FH IR

VERAECHEIL. 0 wg/mL (FRMEVSIR, MEFIEEL. 0 F10.20 mL , AOIAFI200 mLAKEER, AT FEIRIES. 0
1.0 wg/L, FERcHOME B E D BRI TATE K e kb8, B UUE e 2. 0 mL, BEFELu L T 08T 7
UCPAT I E AR B 25 R Ank3 iR

e T g 1
FF b p/(ug/L) RSD/%
1 2 3 4 5 6 7
KEFR 2.5 80. 5 83.8 96.4 88.7 854 90.3  82.5 6.3
5.0 157 168 191 170 182 185 175 6.6
2, 4- 2.5 98. 2 105 112 108 110 99.4 107 4.9
5.0 195 203 197 198 219 223 205 5.4

44



3.20 FTAEWSHHEREENEK TR R

3.20.1 1428

Agilent 6890N “UAHHEAX, HL-FHiZRAIIA (ECD) ; (A% 4TE: HP-5 BANEHFE (30 m X0.25 mm X 0.25 um)
3.20.2 WELHME

3.20.2. 1 A EAIEA&

HEFE O : 250 C; Kill#% (ECD) i AE: 300 C; Al (FR/FFH) « 60°C (fR4F2 min), BA10 C/min F+&
210 C, BL20 C/min JF# 250 C (fRFF3 min); #: 99.999% N2, V1.5 mL/min ; FW: 60
mL/min; BEFEEE: 1.0 wl: ZEFET: AUEERE, ZMURIS(0. 75 min.

3.20.2.2 FERATAEAb

IN50 mLYJAPKAEE T-125 mLo-os kb, A0 w LAs, FRIN1 mLikH2S04 JB%), FH50 mLZEHGH] (iF 2kt
M8 L HEE=4+1) WORZEE 2min, HATHUAHIFIIALO ml 0. Imol/L fK2C03. AEHLHIKAHZ WKk, &I
A1 mLZIREFRA], S BCE L0 min/G, 5 mLIE CReAHUEFH L /KNa2S04 45 5 HEFE .

3.20.3 £R5W®

3.20.3. 1 ArdECIE I ARl g 5 iE R R

Pt Ze: o BORR 1. 10, 50, 100F1500 wL SAMIAL0 w LR E T3E420mL 0. 1 mol/LIKK2C03%F (1)
P, BIAL nLZREHES), JCE10 minfG 5 mLiE e AU I /KNa2S04F 8 i HEFE .

50mL 2 FH KRR I — € mARIK LRV bR, JESN %2 A IR TR, T3 b 25, S5 IR 1.
-
L] ﬁ
W) 4 é -
Bl 4 4
700 =
SN0
S0
i 4
Ty
el

=] Y

%)

o]\
h
|
15619

i

el 3
- b= i A —
4 6 8 10 12 14 16
LRI By RGN
HUENSE: 1. 2, 4- 50 2. 2, 4, 6-=%&8); 3. 2, 4- IRy (Whr); 4. TG
R ARt Ze A7 28 R (n=7)

A

}-Hsﬂz.l
8814

e EVEWE G GRSy MR A K TR R (uog/L)
2, 4- 5 y =0.21 x 0. 9992 0. 32
2, 4, 6-—=% M y = 0.85 x 0. 9994 0. 04
TR y = 1.59 x 0.9998 0.02
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3.20. 3. 2 FEAINERIPDECR SR R SR

FHEE20T 40, 3P AUy 2 I bR R AE96. 8% ~120. 0% 2 7], AHXFFRAEM 2= (RSD) /N T°5. 6% .

R2 M INbR IR SR 5 5206 45 2R (n=6)

e ks (ng/L)  MERE (rg/L) SRR (%) RSD (%)
2, A-—5{ 0.5 0.600+0. 033 120.0 5. 58
5 5.218+0. 230 104. 4 4. 40
20 19. 355+0. 671 96. 8 3. 47
2, 4, 6-—5W 0.5 0.58540. 027 117.0 4. 68
5 5.122+0. 158 102. 4 3.09
20 19. 428 +0. 644 97.1 3.31
T Wy 0.5 0.57840. 027 115.7 4.69
5 4.8884+0.139 97.8 2. 84
20 19.657+0. 413 98.3 2.10
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3.21 C—FEAZER/SAHBEERNK &ML

3.21.1 {388

Agilent 7890A “SAHCEAY, FlHE M FHIIRECIAS (n ECD) ; (Ai%4E: DB - 5 BAIEFE (30m X 0.32 mm
X1 um); SPE B hAgilent , FCELZSZE MW, 10 4.

3.21.2 WELHM

3.21.2. 1 SAHEGA&

BEFEFTLE 260 °C, #AAN2 (> 99.999 %) , HsJy#%iil12. 737 psi, ZpUEHG20 D1, BRFIKHT3 ml/min , &
P45 ml/min ; KSIUARIR 300 C,EEK + K40 ml/min ; FHEFEF:150 C, 10 C/min JI&
200 °C, {4510 min , J£15 min,

3.21.2.2 P ETAbEE

I1ooml ZEEMUINFRE, FIH20 &84T, INfUEECI8 A, A6 ml 1IECHE- WEH(V IV = 11 1) el
B, VA5 AR VeI, VeI A T KNa2S04 it /K J5 FIVR4E OR 48 2 451 ml , RGO .
3.21.3 ZR 51

3.21.3. 1 HaWor s sk

S A I UM DL IR AT WL SR 24 AN 52 i) S 19 SRS RS I, 3 LA O B I TR AT (R AT ML AU (i el G e
715, BT ARSI ZK PRI it I AN T AT S A T B AT LR 2T I R R A A

Hz |
GO0

246-=4H

SO0

24-ZF®

400 |
RUU"E |

200

100 i —
4

——— .

ES) (K]
K1 ARSI AL (i
(1. a= BHC , 2. N&E, 3. B-BHC, 4. y- BHC, 5. 8- BHC)
3.21. 3.2 Zfilbmifk thk
PC il — S B2 0. 054 0.1, 0.15. 0.2, 0.25u g/L (FRHERS, HEFER 10 1, MRS AN
Ry A5 fE, 793 =Fh A M brEth 2k, il s
R G HbRAE D 2

oy

ey R. T(min) bttt £ G B0 a HRARE v
R 3.491 y = 86.7 x + 0.037 0. 9994
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=& 5.010 y = 1.14X10°x - 1. 40 0.9992
Ee 12.078 y = 195 x + 0.286 0. 9980

3.21.3.3  J7iEAS R K Rl
PR PR T O AR, ks s T A BRII3~5 i, VHEINE 25 IR AR U fn 22, T A
R, J7vERE &R IRRQL 44 £ (FMDL.

222 TR R RBRAERR A (n=T)

2,4 - W 2,4 ,6 - =& FE
EANRY¢ 0. 046 0. 026 0. 048
52 W 0. 032 0. 029 0. 049
53 W 0.035 0. 026 0.038
54 W 0. 042 0. 030 0.039
%5 0. 032 0. 025 0. 042
%6 K 0. 030 0.032 0. 047
BT 0. 037 0. 024 0. 034
S.D 0. 0059 0. 0029 0. 0057
D.L(ug/L) 0.0184 0. 0029 0. 0180
MD. L (mg/L) 1.84X10 " 0.29x10° " 1.80%x10 "
RQL (mg/L) 7.36X10 1.16 X10 ~ 7.20 X107
FRAF (mg/L) 0. 093 0.2 0. 009

HaG 5 R AT A, PRSI Rl ik 20 70% DAL, L TS ) [l Ae 3 dge v 488, 7%, FLAHS B vt 2 4y
3.0 %~4.1 %,
K3 K I A% AR B AT b O

wEm WS (mg/L) FRS R 2 ElVes e RSD%
0. 191 - 23.6 76. 4

2,4 - &M 0.184 - 26.4 73.6 76. 3 3.4
0.197 - 21.2 78.8
0.176 - 28.2 70. 4

2,4 ,6 - =&®K 0.191 - 22.0 76. 4 73.2 4.1
0.182 - 25.7 72.8
0.220 - 7.4 88.0

Ee 0.229 - 3.6 91.6 88.7 3.0
0.216 - 9.1 86. 4
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3.22 TAZSAHEEEAEN EKF =R SR N H

3.22.1 {428

Agilent T890ASAH(AIEAX, B4 HL FHiFRAIMISS (wECD) ; Agilent GI88SHZNINASHEFERS . (Ailik:: DB-
624 ATHRATEBAEFE (30 mX0.53 mmX 3.0 um) .

3.22.2 WEE&ME

3.22.2.1 SAHEIGAA

FiElR: L4 C/m inth 50 CH%90 C, fR¥F1 min, FLA20 'C /minFt52190 C. #EFEHRAE: 200 C 5 AR
H: 5 ml/mim , AP RIS (L ECD) : 300°C o B Mm% (B 40299, 999%.

3.22.2.2 Wiz 444

H T4 HEAE S E B B 60°C, RESIMFATIN ) : 30 mim; THZSME 20mL; HUREE: 10.Oml; HERERA]L. 5 min.
3.22.2.3 JKFEATA AL R

FETUAFEA R, Z2187EAN10. O mL/KKE, TS A SiEA0. 04 mLESAR GRJZ100 g/L) , i bl
ARG, B O LS, %R, TN R & Rl e

3.22.3 R 5W®

3.22.3. 1 ARUERENL 2 B 1A

[ ECDZ B, ECDZB, B4F S (1010211101021 2010:10-21 10-42-41\31G2000006.0)

E3
1.702

4000 -

HTE

34500

3000 4

5.307

2500

2000 4

1500 o

1000 4

2061
a4

500

2.798
5703

=)

T T T T
a 2 4 8 g A0

Bl =S SR AR UE (o3 5]
SR LB RIS IA] K5, 307 min
3.22.3.2 bruEhZ4:
TETAHE L0, 0 ml2lizK, AChlEaREEA: 0.00 ug/L, 1.0 ug/L, 2.0 ug/L, 5.0 ug/L, 8.0 ug/L, 10.0
ug/L, 15. 0 ug/L, 20. 0 ug/Lbs#E R, FLAE T2 -l v S L3 20 i 0. 04 mLAUVE AR IUS, HA f ke
MR A 5 4P JE, B O BN, RIS .
Rl b <k

WEug/L 0.0 1.0 2.0 5.0 8.0 10.0 15.0 20.0

I A 0.00 2227 4061 10284 15705 20253 29017 38722
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FrfE i 2% y = 1928.9x + 325.94
R ZH 0. 999

3.22.3.3 J7iERIAG HI R
R BRI B 0. 5 ug/LIKFE S BOELEERET 2k, X FEUbRE it e 3R 753 (K BTk FE AR I 0. 482, 0. 472,
0.479, 0.491, 0.455, 0.454, 0.408 ug/L, HAr#EfwZE40.028 ug/L, HrtH BRI A L=t m XS, Hrp
H A6, FA99%E AR DX [H] (1)t A 3. 143, FH J7 AR HE FRL=0. 028 ug/L X 3. 143=0. 088 ug/L, | =5 LM
SRR BRI BE 490, 2 ug/Lo — M 7 VAR BRI 4G5 AE R 7k 8 IR 0 R B, B = S S e Bk
1) N BR 470. 088 ug/L X 4=0. 352 ug/L.
3.22.3. 4 i SEAIHER S
SIS AR EE 0. 50 1 g/LIN =R R BOHAT R E, ARAER 6.0 %, FrifEZE40.028
g/L, W2 5 WGIRBEN2.0 ng/L=S LBERRFEIMALO mIAKEE, IbREIKCR 488, 7 % 109 %, WL#E3.

R3 EREE

W5 REL 1 2 3 4 5 6 7
W ug/L 0. 482 0. 472 0. 479 0.491 0. 455 0. 454 0. 408
SPHE b g/L 0. 463

FrfEfmz u g/L 0. 028

W MR e g/L 0. 352

R4 JRERINBRIED R

e IRAL 1 2 3 4
InARA R n g/L 2.0 2.0 2.0 2.0
SEMIME nog/L 2.18 2.00 1.88 1.77
[FICE % 109 99. 8 94. 2 88. 7
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3.23 ARAIZKH9 g LR R I E J7
3.23.1 {428
Agilent 6890N “AHOIEAX, W& o THFRKII2S (ECD) ; (Al DB-1701 4044 ( 30 m X 0.25 mm X
0.25 um)
3.23.2 MEE&ME
3.23.2. 1 SAHEGAAM
FEFHR A PE: 40 CHRFF2 min, LA2.5 C/minft%65 C, 10 C/minFHEZ90 C, 20 C/minft%210 C, f#
FF7 ming BEAELNREE: 210 °C; #EAEEL wL; #EFEJ7C: JopUREERE; RWCTIRE30 mL/min; AW A%
300 C; HA: maiEA.
3.23.2.2 FERTAACALBE
60 mLFESL IR INAAONLAE S, InLIRGRIR, #8053 Y, (pH (/N 10.5; RGNS g /KRR, f7
PG R, KRR SE4, A5 mL MTBE, #R¥5 min/GiE £ PiMH0 8584, 13 nl LE%
WO 2215 mLFESIE 15 mlAE SO R NS mLARRAL B ( 10% ) o 50 “C/KM2 h, HUHAESE
o ERONA CHRIVKAE, 5 minGBCE; FEESIE P IIANT mLIKJE N 150 o/ LIBRIRINE I, -3 min/G i E
o)z, B LBk, A Z T0.2 nl. 434 JOIAL LM RIBRIREER, IdRE30 s, ILIRG4IX,
R IR e e B H I C02, HERIRS LT mL I J23 i A R AR A7 .
3.23.3 R 51
3.23.3. 1 BRAEAE S S 2 10 B Rbr A h 2

Rl X SRRIMBRAE I 7 R R B ] )

HArtb &4 PREA I 1] /min FSHE Hh 25 B (R)
MCAA 7.90 y= 0.028x + 0.0349 0. 9990
MBAA 10. 2 y= 0.0798x — 0.2004 0. 9991
DCAA 10.6 y= 0.0631x — 0.2023 0. 9991
TCAA 12.5 y= 0.3504x — 0.5053 0.9992
BCAA 13.4 y= 0.2203x — 0.7619 0.9982
BDCAA 14.7 y= 0.1007x — 0.6242 0.9994
DBAA 15.0 y= 0.2458x - 0.5278 0. 9997
CDBAA 16. 2 y= 0.5756x - 0.9419 0. 9989
2, 3-DBPA ([l & 487R~4) 16. 4 y= 0.0246x - 0. 1591 0.9991
TBAA 17. 4 y= 0.1478x — 2. 4636 0. 9990
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"‘_'i—_'_.i{j"’" - ._'LL lL. s |L J;Lh
8 10 12 14 16

t/min
BT OFf i £ G £ i P

1. —& L MCAA), 2. —IRZR(MBAA) , 3. & MR (DCAN), 4. =5 LM (TCAA) , 5. WHRL, 2, 3-=&
Wi (1,2, 3-TCP), 6. IRGE LM (BCAA) , 7. R AL (BDCAA) , 8. WAL (DBAA), 9. R4
(CDBAA), 10. 2,3-yRNMR (2, 3-DBPA), 11. =R (TBAA)
3.23.3.2 J5vBASHl R A el i
FE TR AR S5 9T g SRR IF € F BRI R a2 iz, O i IR IR % 7E88% — 109% Z[H].

K2 ORI RIS BR « [RSCR AR R 2 (n= 7)

£ MCAA MBAA DCAA TCAA BCAA BDCAA DBAA CDBAA TBAA
MDL / (mng/L) 0. 04 0.4 0.5 0.2 0.4 0. 04 0. 02 1.0 2.0
[FIC % /% 90 96 98 91 89 92 109 106 88
A b EM Z/% 1. 50 1.36 0.38 0.62 0.77 1.43 1. 26 1.35 1. 66
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3.24 SAHGEEIE K A MR

3.24.1 1488

Agilent 6890 “TAHCARGAN, A o FHZRAMAS (L ECD) 5 (AifkE: HP-INOWAX A 9EE40F:, 60 m X
0.32 mm X 0.25 um.

3.24.2 e %M

3.24. 2.1 SAHEIGAA

HEFE R : 225 °C, AHdidt; A : WIGRIEE100 C, fR¥F4 min, LBL30 °C / minfE#HF$20 C,
{#FFomin, JELI20 C / minfERTF£240°C, 453 ming KIS : 250 C; (AiGFE#: 2.0 mL/min
(B s BEFERE: 1 ul.

3.24.2.2 FESATAAAE

B MEFEI00 mLAKRET-HEE= MM n7.5 gBULB T/KFET, BiA): IR, FpH{E i1y 1~2
ZIH], FERIHACELLF GBEG) , 2. 5mLiK, $E5]: JRAE0 CUKAR, #6RN24h. MUKFTHECHIRRE, &0
AL mol / LmAUBIRIIA, RS, IALS g /KRR, HiZHE5).

R AR 21250 mLAM0R F, JERI3 X ImLaik vk, Pt ie R 2 ik, H2 X 10nL 418 &
PEAEI, AFOIRFE2 min, ZBORTIMAL e oK THA V. KA PR 225 LRt amT, 1
3XImLLPR OBEPESs, & 9F HOR O e F25 nL, EHLEH .

3.24.3 R 518

3.24.3. 1 FRUERE S (L 1

2 250
2 000 F
1 750
=1 500 }
=1 250
"-]m'l..

® 750 —
S - -
250 _:\J_- —/‘L—<
T 4

A | i —
0

6 H 10 12 14 16 18
B ] (mmin)

BT DA I e b A PR AR €3 14

huxa

L

3.24.3.2 LM OC R MK FR

Wi B AR R R S IR 0. 00w g /L, 0.50ug/L, 1.00ug/L, 2.50ug/L, 5.00ug/L, 12.50ng/ L.
FEIRFE S AL B VAR S A E , W EePEnlH, 3 3]AH7FE . A= 203,505 32C + 57.338 90, MHKHR
Hohr=0.999 72, %0.2 g/ LIREERKFERATPATIE, THERIIFR (S / N=3) 240.02 ng/ L.

3.24. 3.3 K BRI
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FEA K PR I BRI bRt A3 /KR Hb DA 95 T B RS I /K143 531 41,00 wg /L, 2.00 mwg/L, 4.50 ng/L,
6.25 wg/LAEARFIREERIFEM, 0HEAT12 DCPATIE, PRI bR E R 22 40. 8%6-2. 6% .

XAl K AT bR IFDS 5, bR R 1. 00 wg /L, FHYRIBCE K104, 5%; IbrzHk2.00 wg /L, FHHE
W K103, 5% AR R7.00 wg /L, PR K99. 1%,
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3.25 SAMHAGENEKPHIFAK AL

3.25.1 %28

Agilent 6890N AR AN, WA KIARME (FID) s tAiiAt: DB - 5 A B A, 30 m X 0.32 mm
X 0.25 um o

3.25.2 YsE &4

3.25.2.1 AAH &A1

HEFECURE : 200 C 5 AEASIRSE: 40 C, f£4F4 min, LA50 ‘C/min FF590 C, fRFF1 min, FLI30 CH=E
230 °C, PRFFS min; RMIBSIELEE: 250 C; AW E: &2 nl/min , /<30 mL/min F1Z400 mL/min.
3.25.3 R 51t

3.25.3. 1 BRUEFE S (i

FIDI A, (050525\STG10064. D)
pA - )
450 S
o~
400 4 -
5
350 1 o
300 4
950 -
200 1
150 - &
[Lo]
100 .., %ﬁ
0l g%
0 ‘I T T T T T T T T o
0 i 5 3 4 5 6 7 8 9 )

K1 AN B RE3. 697 min
3.25.3.2 JjikmgtE
IR S e b e BB L. 34 mg/L , 6. 70 mg/L, 13.4 mg/L, 33.5 mg/L, 67.0 mg/L, 134 mg/LE&Hk5r
ALV, AR EER e AR E ARk 2k (LR D) o S5 REWIFEL 34~134 mg/L JEH NI AR ML A RIFIHL
MRR, LM y= 8.895x, r= 0.999 9.
3.25.3.3 KW JE. MEMESLE
XF6. 70 mg/LIFI A A BEARUE IO 2L i )\ WK, V1) \ RS20 45 S AR A 22 (LR D)
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Rl A A B b i 22

K T SE¥ME RSD/%
e IREL 1 2 3 4 5 6 7 8
M52 {H (mg/L) 6. 30 6.37 6.27 6.21 6.29 6.25 6.28 6.28 6. 28 0.7

FREUKFE, 23 AN E & A LES. 35 ug « 22.4 ug, VEMFRFEMCSZE, InbsEISCER I R 94, 9%~113%. Sl /K
FE R I 25 5k AR (LK 2)
K2 REENBEINER R SL L

AR KPEARL IAKRE SR IRRE ks JIEANEI EES

(ng) (mL) (ng/L) (ng) (ng/L) (ng) (%)
A SN 3.35 500 6. 70 0 6. 36 3.18 94.9
22.4 500 44. 8 0 50.6 25.3 113

3.25.3.4 JyikprHR
FE500 mL/KFEL AR YE f5 il e, IR A I ot /4 o4 0. 001 mg/Lo

56



3.26 BORFB/SAH AR E I EIKAE AR A — FREERIL &)

3.26.1 {( 32

Agilent 6890 “AHAIGAN, A KIHE PRI (FID) ; (Al 4F: DB-5 BLATERANEHFE (30 m X 0.32 mm
X 0.25 um,

3.26.2 YEL&ME

3.26. 2.1 ST

Ky 2% (FID) ¥ JE: 290°C; HEFELRESE: 290 C; #EE: 120 C, f£FF2 min, BA5 C /minfF%200 C, 4k4E
PL10 °C / minft%2250 C, fREFI2 min. ZkZELAI10 C / minft4280 C, fR¥FF2 min (LTI TE40 min); £E
e 1.5 ml /min(fER, mais); A% E: 45 nl/min; 250 E: 450 ml /min; RBWiE: 45 ml /
ming BERET A JMmBERE, JpUibb4: 1o #EREE: 1 pl.

3.26.3 R 518

3.26.3.1 ik oy B

= o i S
147 |~ & ;i i =
=194 | " e [ "
10 & |
E T —I'-l"- ¥ ILII'-:..: il L Lndf .i. ::I-
B 10 1% 20 23 3

t/min

T AR R R IRV AR 1) OAH i ]
HUEIG: DMP 9.150 min ; DEP 11.968 min ; DBP 19.114 min ; BBP 23.913 min ; DEHP 26.504 min ;
DOP 30. 120 min,
3.26.3.2 trdEihZexitil. Jrikk iR
FC B R B 490, 363, 0.724. 1,084, 1.443. 1.800. 3.565. 6.993. 13.468. 30.000 mg / LIAFRUERS, %
o IRNE T RERAH O RBULER L . AR RO, A2 A5 SE 2R 25 1 24 (S0 3S 1R S5 NS 6, v g /ARG
e LA AR TGS BV PRI R R AR Ak P AR AE 29200 ml s S A HUE AR ml, SAHEAIGEEFE L o
LT -
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k7

DMP
DEP
DBP
BBP

DEHP

DOP

Rl ARK R ERARE I 2R RE L A R

[EIVEpIpEs

y= 0. 165716
y= 0. 922088
y= 0. 306293
y= 0. 331436
y= 0.412113
y= 0. 380797

3.26. 3.3 s B FIMER R S

HARPANRIAR BE AOFE AL A6, 200 BT A T S R A T RS 3 L LS
2%, BERGARISHCRRGH A RAF A M. k2, 3.

%2

WE (mg/L)  0.650

DMP
DEP
DBP
BBP
DEHP
DOP

+ 2.96394x

+ 3. 24950x

+

3.79531x

+ 3. 93186x

+ 4. 25364x

+ 4.10594x

THERG R MDA AR AE i 22D

0.85

0. 88
1.51
1.69
1.64

1. 300

1.53
1.43
1.83

2. 600

1.04
0.77
1.15
1. 30
0. 47
1.07

%

4. 500

1.29
1.16
1.37

IR AR

58

0.99999
0.99993
0. 99998
0. 99998
0. 99998
0. 99999

iRy

DMP
DEP
DBP
BBP
DEHP
DOP

/MR g

5.16X 107

4,.68%10°

3. 77X 107

3.58X10°

4.91X10°

7.83%X107

FARART I
/(ug/L)

0. 26
0. 23
0.19
0.18
0.25
0.39

GURRW], B T3 A bR O 2 N T

R3O JPEMERREL CIAsREMCR) %

4lizK

83.5~86.3
76.7~97.6
86.7~92.8
92.3~97.0
96. 4~100. 1
90.9~94. 7

EP/N

95.4~97. 5
99.0~106.1
92.6~97. 2
97.1~103. 2
73.5~83.3
98.4~101.9

WK

97.3~103.6
94.0~103. 4
81.9~114.6
91.9~96. 4
86.1~92.0
93.3~103.9



3.27 WRAMEHEERNE KT RGN WHE

3.27.1 {488
Agilent 6890 MU AHAIEAY, HCAKIGE FHIISE (FID); (aiids: DB-wax BN (414 (60mX 0. 53mmX 1 1 m)
3.27.2 W54
3.27.2. 1 AT
A FERE IR EE200 °C: AEEELCM40 C, BL5 °C/min FFE80°C ({£#F8 min) , LA50 °C/min J}&
190 C ({457 min) o RMBSVE 250 °C; A E30 nl/min; S E300 mL/min; #A 7S, 1 mL/min.
3.27. 2.2 WIS
WA TE]20 min; PRFFESES0 C; FIREE2 min; fENTIREL190 C; MEEFEE240 °C; HEEEEE12 min; M
FEEFTE]0. 50 min: 25 mLWd4S: BUREAARI A 10 mL.
3.27.3 &R 5itie
3.27. 3. 1 PRUEFE S 7 B i &
PA
225_5 VI S ’9}#
200-2
175—§
150—2
125—§ A 9073
1oo_§

752

50 ]

] (| 5
e o L
10

0 T T T T
0 2.5 5 7.5 12.5

Bl NG IR REARUERT: i (50 1]
3.27.3.2  IeuEdh &
7 AIA40 ml Z818/K (pH4~5) IVOC %, KA NMG PR RERR AL F VR, A0 3L B Y 0. 000
mg/L~0.250 mg/L, #&5J. LAMETHIAUIAERR . ik [E A bR Bt 2k, PO I (0 [l 3 7 R Ay y=
1.58x — 1.68(ng) , MK FHr= 0.999 9. WIHBEMEIHTTFE y= 1.12x + 29.9(ng), AHKFHKr= 0.999 8.
3.27.3.3 JjikKI R
R ITEMET AN PIEIEAREE 0. 025 mg/L PIMEIERREE 0. 024 5 mg/L FRfERE, PIMIEMbRUEN 22s =
0.000652 mg/L, #&MDL = t( n-1, 0.99)* s TFHE LR R K0, 002 mg/L. PIMEME AR HER 2 s= 0. 000891,
JiA PR 240. 003 mg/Lo
3.27. 3. 4 K% B BRI
FEHIFFIES AT 40, 2025 mg/L. INMEMEWKIE R0, 2100 mg/L MIBRHERES, 1HNIRIE . DIAREERORS
WPEA3. 2% S DR AR ACRE S AR s IS, iR 488, 0% ~  110%,
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3.28 THZSAHEEERINIE KD ZBE ., WEREM AR

3.28.1 {428

RS T890A ML, BLE KA TARMES (FID) ;5 HEEGL888A Tizs HhdlFERs; (ilikE: HP-
INNOWAX B4 (035 4E(30m X 0.32 mm X 0.5 um).

3.28.2 WEL&ME

3.28.2. 1 SAHEIEAAF

HEFE IR E180°C, Zriiittid: |5 1HH, 0.55 bar; #Eif#45 °C, {&FF3 min, LL10 °C/min F+%80 °C, & 52 min,
PA50 °C/minJt 42190 °C; il #5260 °C, i #35 ml/min, %<t #400 mL/min.

3.28.2.2 Tz 444

AT ESO °C, sE R0 °C, ARk E105 °C; FERIMCT-EN W20 min, NS0, 2 min, g R
FEMFE0. 5 min, s EE PHA0. 1 min, FEFERTET mine EFEREL mL. BUKFEL0 mLF-20 mLi T2 i,
A4 g NaCl. SERIEEETASNR, FEaENaCIFe /i, TS ERE AT .

3.28.3 &R 51w

3.28.3. 1 prAE( %A > B RUR

70 t ‘ .
“1 ' =R
*1 |
=2 40 ! 1
‘-3\_! L
& 30 _
20 ¢ i, I ! \ r[
10 (T N =..__L_____} -
0 .
tfmin

BIL KR Ol TGRS DI AR UERE i 23 29 (it
3.28.3.2 AR HhZe A i R
FEE AR TSI E & S . TNIEIE . NG I TR A AR BV VR I T AR, SRAFERPEIRDA R B R 2.
A 3 A5 PR e SR BT Ik B 5 3) SRk ST A B . DR R . AR AR B e PR L3R L
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R ARUE 4 R A H R

75 th &) B 5 i KRR ¥ R/ (mg/L)
1 2.1 y = 231x + 1.2 0. 993 0. 04

2 s T y = 256x + 0.5 0. 995 0. 02

3 I T y = 632x + 2.0 0.993 0.01

3.28.3. 3 SEBRAE AR I
SRR AT IR SE , ) ZKRE oI s A2 AN R B2 (R A bR e, EAT AR [ S5, AT € 6
R NA&L2.

2 bR IRl e 5 2R

75 twEY) 2 7KFE (mg/L) [FIIC /% AR A AR 22 /%
1 L% ND. 95.2 ~ 98.7 2.8 ~ 4.2
2 ps ND. 95.8 ~ 97.9 2.5 ~ 3.9
3 WG ND. 93.2 ~ 96.9 2.8 ~ 4.5
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3.29 TAZ-TB4EHSAHATEEN 2K e

3.29.1 {428

Agilent 6890N “AHLIGAY, LA KIAR TAL A (FID) ; FBITNLEET694E; (AifkF:: DB-624 B4
(30m X 0.32mm X 1.8 um)

3.29.2 WE &M

3.29.2.1 SAHEIGAA

HEFEUEEE : 220 C; apvth: 10 1; RINEESE: 250°C; AN 40 'C, f£FF1 min, BL10 C/min JHE
120 'C, PR¥¥F3 min; A A 48 =99.999%) , WHCN6. 0 mL/min; S : 40 mL/min( 2
=99.99%) ; AW : 400 mL/min; M 25 mL/min; ZEAEENL mL.

3.29.2.2 T4

FESOI( Vial) 85 C, A (Loop) 90 C, fEfiik (Transfer Line) 95 C; “Piri )30 min; HEFESIH]
0.5 min. #EMIF£10.0 mL & 120 mL TN, A4, 0 g SUAEN, FEATETBON AR 3eE EAr .
3.29.3 &R 51

3.29.3. 1 (il & SobrifE AR th 4

24

22

5,966 - biding

20
18 4

16 -

s 5 5.5 6

Bl s (o3& (IR BY IS TA) 245, 166 min)
B R 2 &4 R MR YA : 0. 20 mg/L. 0.50 mg/L. 1.00 mg/L. 2.00 mg/L. 4.00 mg/L. 5.00 mg/L.
M AR R B mL A A, FEN AR OSGAT 20T, el . etk i A = 19.76 C
+ 1.75, MHRZREH0.999 5, Fth RAZ(EME L2 57580, 03 mg/L.
3.29.3.2 REEERK
Beill. 50 mg/Ly 2.20 mg/L. 4.00 mg/L =Fp STk FEMINERE M, BN BCPAT AT Tudy, 2% S20EE 1)
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Rl LS (n=5)

Hir b 549 W%/ (mg/L) IAFHRE/ (mg/L) XM/ (mg/L) RSD /%
1. 50 1.39 1. 39 1. 50 1. 40 1.51 1. 44 4,97
liqind 2.20 2.17 2.20 2.19 2.29 2.19 2.21 2.13
4. 00 4,29 4,23 4,25 4,11 4,17 4,21 1.68

3.29.3. 3 JAx[HCA KK
FE P AL C R SE I it 20 A BEAT AR S 56, IARFE b SR E N 1. 00 mg/L 1.50 mg/L, RRAIFATHTS A
INFRAE i 25 S bR IR, S 2R W AR2,

R2 bR

95 B2 (ng/L) Jnbs: (mg/L) [EC i (mg /L) [l (%)

0 1.00 0.83

1 0 0.84 78.0 ~ 84.0
0 0.78
1.53 1.50 2.90

2 1.61 3.03 91.3 ~ 95.3
1.62 3. 05
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3.30 [EAHIMEERUSOHE I AN E KR R itk

3.30.1 {428

Agilent 6890N AU TAH(IEAY, BLEKIARE FAGEIES (FID) s (Aif%h:: HP-5 AREEBHMEHF (30 m X 0.32 mn
X 0.25 wm); [EAHFAASHEE & (FL65 um JEJEEPDMS/ DVB RUAEHL) .

3.30.2 J5ESAE

3.30.2. 1 SAHE A AF

R 4640 C, f#FF2 min , D5 C/min F+%80 °C, LL10 C/min F+%250 C, f14F2 min; AL RN
230 C; FIUSSIELE #9280 C. #/<: N2, 1H/E57.8 kPa , Jiii#2. 0 mL/min; H2 , 40 mL/min; 25/, 300
mL/min .

3.30.2.2 FfEfAbEE

BORFIIZKFELO mL 315 mL FESE, %, B TRODBERERS B, iRk, AKR#ER30 C, AL AL
30 min/GHHATAARGRE AT, RIS mine PRI R [APR AL AE250 C R 4515 min BLJPRERE
3.30.3 R 51A

3.30. 3. 1 ARAERE S (I 1 20

I

A0
Wi F
= 150} \
iy
= |0 __l
A0
1 i I ol i
v 3 10 15 X0 5

B 18] Fmin
BT DRI E R br o AR (1% ]
1 - & 3.48 min ; 2 — WEWE  9.36 min
3.30.3.2 JiVERILtE . RS ARSI R
TC ) e ML E Ry b fE R B E, TEOCA S A N ISE, 49 BRI Ze . ARR AR AE R 22 FORS DU BR 71 T~ 1
KL IRIIGNE . R ARSI B

HARMEE ) ZEMEVG I/ (ng/L) ISR FXSHRAERZE/ % KPR/ (ng/L)
Rt 0.150 ~ 25.000 0.996 2 6. 44 0. 050
it 0.200 ~ 15.000 0.995 8 8.67 0. 065
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3.31  VBBZEEUSAH S VEN e K H R4 5 v

3.31.1 188

Agilent 6890N “TAHHEAY, HCEA IR TR NS (FID) s (43f4E: HP-5 ASEBAEH (30 m X 0.32 mm
X 0.5um),

3.3L.2 ME&ME

3.31. 2.1 SAHEIGAA

HFEINESE: 250°C  ARl: 50 CARFFL min, BA20 C/minft%150 C, fRFF2 min. KGMIZRHELE: 350°C; i
H: 1.0 mL/min; HEFET AR, SR 30 mL/min; ZME: 400 mL/min; IR (R ME: 15
mL/min; PFFEE 1uL,

3.31.2.2 FEfbAbEE

020 mlZKFE, BIAN2.0 ml —5UH S, PRGAI, FE, BB 0 w L FEZMARE N SAH (e brf ih 2 (i
FAFHEAT 0T o

3.31.3 £R 51

3.31.3.1 FRUERE S B

FATTIARUERE fh (O 1 0 DL 1, { B I A]6. 036min ~ 7. 755 min gAATT il AOERIEIESE . L Bmigh o -
TN, LA B D

160 -

120 F
g
2 R0k
Ty

40}

A
0

[ b
t/min

1T AT AR HERE 5 £ i U
3.31.3. 2 trAEh g e
FHGC-FIDJ7 00 5 I P A 1 AR MEA IR 2 510 (0 mg/L. 10 mg/L. 25 mg/L. 50 mg/L. 100 mg/L. 150 mg/L),
FE T3 K, LA3 e R T R P AARR, BT B AR, ZxifilbRvEdhZ, WKL,
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R RATM 2 Ty R

tEY) 5V FSE R I, PR U T AR A Gal R FREL
0.0 mg/L 10 mg/L 25 mg/L 50 mg/L 100 mg/L 150 mg/L

A -1 0.0 27.3 68.3 136 284 451 y = 3.00x - 7.04 0.999 1
A2k 0.0 26.9 67.5 135 282 449 y = 2.97x - 6.03 0.999 3
AT W-37% 0.0 28. 1 69. 5 138 286 453 y = 3.00x — 5.04 0.999 2

3.31.3.3 KPR

FEZKAE A I ANARG R FEE A 15 AR ERE i, 4255 B e i AR B 5 A T R I AL B, 0B 28 (RAES 45 N RERE 20 BT (845
OEE S NG LLS/N = 2 = 3, BRI R BEAf 52 2 D kAt R o L 0RE (0 Bl g /K 8 5 o P S IS,
WA FE 240, 010 mg/Lo

3.31.3.4  Fi LI (B

MAZTENES 5.0 mg/LAA T MFRAERE S, TSR W2, 7E20 mLzKAErF I B o AR 1 il A v VL
IR FERA T IR FE 0. 050 mg/L, 4% FEFE il AL BE 5 V240 B, A5 FAT /KK, W 4 R W36 3

2 FANTUh RS IR 45 S (n=8) 23 AT A EICER G 45 S (n=5)
R 45 R (mg/L) FEMY (mg/L) RSD (%) g KFERE nbRE SR EeR %)

5.02 4.98 5.01 4.88 (mg/L) (mg/L) (mg/L)
4.96 1.2 1 ND 0. 050 0. 051 102
4.91 5.01 4.89 4.95 2 ND 0. 050 0. 053 106
3 ND 0. 050 0. 049 98. 0
4 ND 0. 050 0. 047 94. 0
5 ND 0. 050 0. 052 104
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3.32 SAHEIGEE E K KRR

3.32.1 {428

Agilent 6890N A IEAL, HifT FL FHiFRIMIAE (uBECD) ; (ailid:: DB-5 A EBANEHFE(30 m X 0.25 mm
X 0.25 um)

3.32.2 WEL&ME

3.32.2.1 ARG AF

BERE IR : 200 °C, SR Widialabke, Wit h10: 1, MIgsEE: 300 C; ik RH: 1.5 ml/min
(PEFRAT) o HARIREE : BIAGW 50 °C, fRFF4 min, LBA10 °C/min [REE#TEA150 °C, fR¥F2min, FFLA30 C
/min MIEERTFE220 Co HEFEREL wl.

3.32.2.2 P AL

10 ml ZKFET-25 mlHZELLOOE D, IMAKGEIRIIE2. 0 ml, FERMERGINY), E=ETRM60 ninfF,
m2 mliE b, 7ERG M EREIRYS nin, §EE, HIRB B L Z A HUAR 5 T0 KR R B K S
ARSI E -

3.32.3 R 51R

3.32. 3. 1 ARAEREfh SNFRFE i 1013 ]

Hz | ooz poasemsosmensos o He ECHZ B, (AMEIDOONI03 10 0)
2000 2000 -
1750 1750}
1500+ 1500}
1250 /.EL’IEFE 1250
1000 1000 - L EIRRR
750 750+ ’
500+ 5001 J
s0l - sl 4l
0 2 4 6 & min 0 2 4 (i 8 min
(a) )

B RIS () A IARZKEE (b) (i ]
3.32.3.2 ArdELAEh &2
FCHIAR BRI A25 50, 100, 250, 500 wg/L HIRIUBRAER IR, AR AL BT iR P 0 #r . DABRHE R D125
AU S PR € T g ) A (U BRI THTRRD). A ARAR,  DAAHIN IORRIE RV BEGE AR AR, b TR ek, 4k
PERIA T RE Ay = 19.91x — 50.48, AHKZRECH 0.9996 .
3.32.3.3 [l A FIR % 5
15 FIRARA I SEIAFF, SRARRIEAR IS, 7R85 FUKRE R I oy AR ANIR KT (R R BR R v
TP FATIE L0 IR, SRR A k1,
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Rl JHE AR AR # 2 (0= 10)

4 5y JMANE (wg/L) e (neg/L) [FIACER (%) RSD (' %)
1.0 0. 83 83.0 2. 54

THRIR 50.0 45. 87 91. 74 3. 82
500. 0 446. 72 89. 34 1.79

3.32.3.3 Kl FR 5 e =B
K H I RERIR I 3, Ay BILAS fEfEme L (S/N= 3) FI10 f3=MeLk (S/N= 10) 58 A 7 VP S K s B o
Mo Y4/KFEEUREE N10 ml, FIF O BUERD2 mliy, ARSI 00R B 40. 4 wg/L.
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3.33  ASAHE R E R K ) B R

3.33.1 {u#8

Agilent 6890N SAHAIGAY, HAGH TR AE (BCD) ; iikE: DB-1701 A BAEH (30 m X 320 um
X 0.25 um)

3.33.2 W55

3.33.2. 1 SAHEIEAAM

BEFE LIRS : 220 Co #Pild: 160°C PREFS ming AMIEEE: 250 C; #RME: 1.0 nl/min; Zpts: 10:
1; BWC/ (B WiE: 60 ml/ming SEREE 1w Lo

3.33.2.2 FrAnAbBE

K £ LF IR SRAERRFRINO. 5 )i, TG mLIEAHAEHCRAE S, SeH10 mLERER (2 mol/L) WMyt FFAI10mL 2%
T7KRGE, BOLAKRE, EIdFahEARARCRE E, R TR, SOl B 20 A AR 58 oK
FEE 4. A0 mLEHTE (2 mol/L NaCl+1 mol/L HCI) P SRIEMI M A AL HRE, bR ERE20 ~ 25
ml/min, FRUCPHTEEE, FIVRE-BK S H R PR A AR AE 7K o K610 mLBEEIE A% 2125 mLIL AT, JER2 oL
KW AP 10 min, FHE . KOS, REZER, A SRR K, B0 mLEK
B, EWORGERN0. 5 mlZ R AT EIEIE .

3.33.3 R 518

3.33.3. 1 brUERE S A

DU A €2 335 ] r S0 R P DR B IS TRDR 7K Hh Gl PR REOR AT e P A R R AR BN I) 1. 864 min.

He 3

ﬂﬂﬂi s 1

250 - n 4

200 4 ':

15{:1 Pl e i
 I— :
0 2 4

K1 10ug / L SALHIEIRERAERE
3.33.3.2 hrAth e
FH PR 2T T e A PR RS SR bR v ARV, AR FE 23 71040, 00, 1. 004 2. 00, 5.00, 10.0. 20.0 ug/L. HE
IrMr3 s BAS U E r W AR P ARER, BT B AR ARER, ZehilbRdE Sk, WKL
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R 1 IR
i H B T I IR TR (g /L)
0.0 1. 00 2. 00 5.0 10.0 20.0 kTR M REL

FRER-1IR 0.0 40.9 81.2 200. 2 414.7 892.5 y= 44.5x -10.4 0. 9991
k-2 0.0 38.7 79.8 199. 4 405.9 890. 6 y= 44.4x-12.0 0. 9987
R IR-3IK 0.0 41.5 82.4 201.5 415. 4 893. 4 y= 44.5x - 9.70 0.9992

3.33.3.3 Kyt X
UANE G AR H, AESLKRE I i FH BORARUEVR L (1000 ug/L), 2 SEhrtt il Ab BT ki T4
FEFPALEE, SPATAREET 4/KHE, HEAE0.5 ml, RS I AIE FIERE T &5 B H S bt i 25 s=
0.00004 ug /L, #MDL= t(n-1,0.99) X stHH kR HRA0. 0001 1 g/Le BIHERSLAKFERS,  FHAUH (il
SE 7K R (R R AR MU 240, 1 ng / Lo
3.33.3. 4 Wi S 5 ICA R
XS PR MK FE ST AR S5 56 o ZEZKAE T NN SR (1000 ug/L) 2.5 uL, BRI ZKFE A SR IR B 4
0.50 ng/L, J%HEFESHACER I IAREE, BRTASTATKEE, W 4 Rk,

2 R 45 R

P KFERE (ng/L)  fids&E (ng/L)  WIfSE (ng/L) IR (%) “FIYME (ng/L)  RSD(%)

1 ND 0.50 0. 320 64.0
2 ND 0. 50 0.392 78. 4
3 ND 0. 50 0. 337 67. 4
4 ND 0.50 0. 344 68. 8 0. 350 6.6
5 ND 0.50 0. 365 73.0
6 ND 0.50 0. 354 70. 8
7 ND 0.50 0. 342 68. 4
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3.34 SAHEEEIE K F ) 2 B

3.34.1 {428

Agilent 6890N RIS AH(AREAN: W7 HL T HIRECIUAS (ECD) ; fAifkE: HP-5 A BN A REF: (30 m X
0.32 mm X 0.25 pm.

3.34.2 WEL&ME

3.34. 2.1 SAHEIEAA

Rl 320 C; WU E: 58.5 ml/min (B 2R HEFELUE: 250°C , ZhimsbrE (it h
1: 1); FEfiR: 1.5 mL/min (1) AFE: 80 'C f#F2 min, BA30 C/minJt#200 C, f#FF 15 min; 7F
PA10 C/min, JF& 300 C (RZ2ATAFAI31 min); #EAEE: 1 wl.

3.34.2.2 FESL AR

F15 mLWAE A0 mLUR AR S f G, O mLAE 5 5725, 7EI R 935 mLAE S INAG6. 0 g NaCl, #&%J, IMA2.0
mLIE ke, BESRME, MIZWRMES min, 515 min, B EZHPIAHO. 5 mL, £F50HT

3.34.3 R 51

3.34.3. 1 prAERESh (i 73 B ACR

2000 [ E%E E % §
i ;oo & 3 po
1500 EE&E 5 Fl
= T &
¥ 1000 § | & z ﬁ
wol ] ]
USRI N S S
o s 10 15 20 25 30

B &l fmnin
K1 82 GUBE R AR AERT: it UAH (1%
3.34.3.2 brufEh L2l
P 4520 4 o Rk 4l 5, 10, 20, 50, 100 w g/LINRIIFRER, Z0il0Hr, 43 HPCBHSAH /2 &
AR AR UE M 26, WAL,
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R 8N 2 GUIRIR AR 20 52 45 R

Jrg 44y T B I ) RIS FHR R
1 2 — —HUBE 6. 699 y = 2.040x + 2.014 0.999 8
2 2,3 - “HIBE 7.947 y = 21.87x + 41.76 0.999 6
3 2,4,5 - K 9. 242 y = 30.12x + 58.52 0.999 6
4 2,27 4,4 — PUGURE 10. 663 y = 34.26x + 70.32 0.999 6
5 2,27 ,3" ,4,6 - HEHE 12. 662 y = 33.78x + 77.38 0.999 2
6 2,27 4,47 5,6 - NEEAK 15. 947 y = 39.67x + 76.03 0.999 2
7 2,27 3,3 4,4 6 - LAWK 24.773 y = 73.18x + 126.85 0.999 9
8 2,2 3,3 4,5 6,6 — JURUBEAR 25. 062 y = 56.62x + 123.52 0.999 9

3.34.3.3 JPEK PR
R E RS wg/L ARUERE RS UCTAT I E S5 SR K bRHE (R 22410, 07~0. 57w g/LZ i), 4 M3 Rhritkfim 2 vh 5.
SFIPCBI /M HHBR 40, 22~1. 71 1 g/Lo SERFAESMNAD, MEUFER R 35 mLIN, 5V AR I BT ok
30.01~0.10 wg/L, W2,

K2 AT VAT BRI BT RIR AR nog/L

P

MEE  —& AR SR =SUBOR PURUBR RAUBR NEIR BREOR S
1 5. 26 4.70 4.72 4. 67 4. 68 4. 68 4.71 4. 66
2 5.02 4.74 4. 67 4.72 4.50 4.59 4.79 4.69
3 5.01 4.77 4. 66 4.70 4.47 4. 48 4.40 4. 48
4 5.01 4.67 4.59 4. 58 4.56 4.47 4.57 4.53
5 5.57 4.91 4.76 4.71 4.57 4. 58 3.76 3.92
6 5.44 4. 68 4.65 4. 66 4.53 4.58 4. 62 4. 58
7 5.13 4. 87 4.75 4. 68 4.47 4. 57 3.78 3. 80
8 5.83 5. 45 5.00 4. 85 4.70 4. 65 3.23 3.12
I 5.28 4. 85 4.72 4.70 4. 56 4. 58 4.23 4,22
38n-1 0.91 0.77 0.37 0.23 0. 26 0. 22 1.71 1.68
BALEMZ 0. 05 0. 04 0. 02 0.01 0.01 0.01 0.10 0.10

3.34. 3. 4 KBS As
8Fh 2 EIEIRE YOTAT I A ARG AR 2ET0. 37%6 ~2. 49% 2 ] AR[FIK 783, 7% ~101. 6% Z [f].
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HHBIETREX

L WA TS AT I0T 5 % i 5k

AR TR 7 T PRI ARHE,  JBORH (50 3222 T LR 24 DUR Al IR A B B i, AR A e e 31
-LR. BRWEFH. 2. wHBE. ROF (o) PE. IRESENE, 4F4F. EIEE A HPLC/DAD (VWD) /FLD
WAREIE + A FEAIRIIES (B SAMSIES) + SRl

2. IUERACE KEREN A

2.1 1290 Infinity LC 7ECLiSPERE ST CERTEE, TP EDUHRE . 5 2 i3 FE A R U IR sl oK AR AT RE
o I ik 1200 bar — APRAMTAISEBIORL, AT B (b At  DASATAT iR ahAH 5 15 5 AH .

* WHHHPLC FIRRLC FIUHPLC, HATTLMRMITNERENE — RGBS TR RIS
AR R/ ST )

o BARBARIZE A — DA THPLC (U3 I ARG B SR UHPLC [R5k

2.2 1260 Infinity LC &% JHPLC Fpvfe AR Bl S Al VA ) T HKF, BRAE L.

* 600 bar ARAEZEH ). 80 Hz FREATNIZS KA AR AL S T 10 A5V ARG, Wik 252 UHPLC
HRRLC (1 ek B ——hy IO A R B R IR Bk bl i e 7 HE#%

« 5P IHPLC JvEsE My — R IAT (U IR AR T AT AT AU .

2.3 1220 Infinity LC &4 T % MHPLC FIZERERRLC 24T M i AR S, TEPBREEA -

* JEBEIAS nl/min N, 600 bar [AMHTRES), A HA80 He — TRMR IR SEEG = ) LAR H fe Sk i)W AR
TR, SEILUHPLC SRRLC 7)1k fE .

« 51200 Infinity RHNWHTALEHMERFI6100 R IIPURAFF IS E 2 HA — nEATEMILA HPLC 57
RRLC J7¥2:.

 {fi] 51260 11290 Infinity LC AH IR AR AR AL

1290 Infinity LC 1260 Infinity LC 1220 Infinity LC
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3.35  TEABUME BTl A R AT AR TR A K Hh R R 5 B B ) DT VR ST

3.35.1 {88

Agilent 1100 RABAICIEAL, HF HEhUEFERS, FLD PO6kiss; ilikE: Agilent TC-C18 KAHLIEEE, 4.6
mm X 150 mm X 5 um.

3.35.2 W55

3.35. 2.1 WAHEIE A

B BHEEUEN . R Es OGRS BEE U BKCEX=339 nm, KK
i 1] /min FH i /% ali7K /% Em=445 nm;

0~5 42 58 WA E: 1.0 mL/min

5~12 55 45

12~15 60 40

15~18 42 58

3.35. 2.2 HlEATARAR

fTAFIL: BIN945 mL AR2R VR TRADm T, WA 210 ming P10 mL EA 352 I R A A
100 mg AB7K — R 1AL K S mLIK SR EbS A RS ¢ SAECRET /NS RGP s Sk,
FITF MR, SR I (LR P AR o N IR RS 40 oK — s pcalnie 3850, o DREG, kel
NEAILoreh, A

fTAE2: BIAN945 mL KGR T o — AR, 5y, & B, W% 10 min, fEH.
3.35.3 R 518

3.35.3. 1 WM FFIbRE (43 K]

FIHEEBCHIT0 wg/L WM PFFREROR, BEREL0 u L I ARUE L&, b IR B IR ) 248, 351 mins

() 4 b ) 11} | d

(SIRUSTpRY anj i REN

3.35.3.2 LRPECA, HEVERK R
FrfEdhgk: mOES0 wg/L. 100 ng/L. 300 wg/L. 500 ng/L. 1 000 ug/LTLFhukpE, #%iEFE10 nl, BT
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VESEZe I TAE 4, Y=0. 043X+0. 035, A% £ r=0. 999 9.
RN SREERE0 wg/L FIS00 wg/L FIRPIRE G B PR AR, S HEREL0 R TINE, HE
EATREABE DL 50 wg/L KIFRHERBIAINPRAEMmZE (RSD) 42.3% ; 500 w /L [FRHEE B IIAX AR
w2 (RSD) A 1.6 %.
R B ARHE50 v o/L AruEdE i gNlE 45, #2 i EM v REAGHR IR B (LOD) , LOD £3240. 033
ng/Lo
3.35.3.3 [l R 2 i
FEAEACRVR A N R R PEAR HERS A, ORI PR L 4300080, 1 wog/L F10.5 w g/L [FKEE, Zid w4k,
PERIR IS, 6 UClE (4 k1.
F 1 U AT K R b T 50 PR 85 B AU fff
I i YOHARHSF IR /% I ARAER ZERSD/% 4K Fp-FI R /% A b f 22RSD/%
/(ug/L)
0.1 107.8 13.5 84. 4 9.5
0.5 98.8 9.2 98. 1 6.8
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3.36 FEHBEES BWOHAERIAT A SR AL IR

3.36.1 1428

Agilent HP 1100 RFIBAHCREAL, HF FHENHBEAERS, VDK%, (1% FE: ODS—CIS(AiEA: 4.6 mm X 150 mm
X 5 Hme

3.36.2 W55

3.36.2. 1 WAHEIG&A

JiEhAH: 0.05 mol /L Na2HPO4 ZEphiff (pH5.5): HIE (80+20 ZFERAE) o Jilk: 0.8 mL/min. FHifk: .
e Ko 240 nm. HEREE: 10 ul,

3.36.2.2 FEMATAEMN

BB H BEARUE 520 mg¥ i 1710 mLIOZEmPig, B 150 mLHETEIM T, SO F BSR4 IS0 (TSCL) 100 mg, ¥
2 nLi 2T, SEHBEERIR S . IRAWARE T50°CRB N30 min GRRESEST0) ; BULJEA A,
5 mLZPR LWEAEIUH Y LA 25 ik B TSCL A HOKRY), € 4¥4100 mL,

3.36.3 &R 51

3.36.3. 1 HUH BRSO % K]

FH BETSCLAT AL () S ARSHPLC (o35 & WL 1. AT B R BR IR 1) 8. 9 min/edqs

WD A, Wrenengita Gl s (TODSOACOST £
may

i |

A
v

K1 B H BETSCLATAE Y i) S A HPLC (5 3%
3.36. 3.2 brdEh 2Lyl
FARAL G WIRTAE A RO e E I R, IR IR R 21, 24 5. 10, 20, 100 mg/L, EFEHT, LAETHIRUG W
WRBEZ bR UE M 2 . W T AR G R B U 75 #2  Y=0. 0406x - 0. 5224, R =0. 9999,
3.36.3.3 JVENE
] —HF i R ERES IR, VAR 5 BRBURDS L2 G205 VE (R kG % 5
R 7N B I 4 R
52 VK 1 2 3 4 5 RSD %
WA T A 2454. 2 2482.9 2485.9 2461. 3 2477. 6 0. 56
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3.36. 3.4 Jy AR KA PR

R 5 H WA AE S KOS I BARE, AELZRE M50, 5. 104 204 100 ppm, 19EJ5 FAEATAMIE

K2 JPIRIDRCRIIE 4R

F i INFRIREE (mg/L) MAFHKEE (mg/L)
4 3.69

JKFE 20 19. 43
100 96. 74

Hg Ml FRVEAT 20040, 017 mg/Lo
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92.25
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3.37 [EMHFEREE-SRBORHA AN E KoL

3.37.1 {428

Agilent 1100 ZY @i AR, FLRAMEMBRVID; (AiA:: €18 (250 mm X 4.6 mm X 5 um).
3.37.2 WsEft

3.37.2. 1 ARG

TUBAH: FEE/K SRR (AARNEL A60: 40); Wii#: 0.8 mL/min; HEFERL: 10 wl; AR 25 'C 5 H4ME
MWK 220 nm,

3.37.2.2 FEAhALEE

HL200 mLyG G /KFELR0. 45 vty id BRGS0, K AR Z8 TR /K VR A VR A UK, AEARBORE Rl 5 i I 50
mLIL 985 KA, BAS mL / minfRyiidid ik SPEA AT B A8 . FH R EEDE /AT g, R4S, B @ AR L.
3.37.3 R 518

3.37.3. 1 FEfh A B (O

b

i -

N

0 s 10 i3 0 s
{/ min ¢ / min
BIT 35 JeiE b vy ol (i f K12 75 GLoK B A € f

1= F&i; 2. 3—UKPER 2L
3.37.3. 2 ZeVEVE IR Hi BR
P35 2R EE A3 80, 1,04 2,04 3.0+ 4.0 5.0 g/ LIRIIGRHER, EWERS BT, 247
SEo fE0.1 ~ 5.0 mg /LGN, 2R NA= 1035 ¢ - 25.1, MISEHRKr= 0.9995. f5MELLS / N=3I,
HERA0.1 vg/Ls
3.37.3.3 K& R
WO HILF IR BE 490, 5 mg / LIVZ5 ZHAbRvEVal, JahE i AR Bk G4k Nk ATIe, A6, M
ELIRY T K.
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g 251 mg/L M mg/L RSD / %
0. 502 0. 481 0.470 0. 487 1.3
0. 490 0. 501 0.476

3.37.3. 4 Jnbx[EICE:
FE OIS LRk BERE AL, MERIN N I8 55 25 R MBI, T IRRE L AL B TVE, AR aE 45 N AT AT I E
W5E 85 1A T K2,

F2 oK EE R

AJEAE mg/L IIAEE mg/L MFEAE mg/L MR /%
0.12 0. 08 0. 187 0.185 0. 185 82.0
0. 12 0.10 0.210 0. 209 0.212 90.3
0.12 0.12 0.223 0.222 0. 225 86. 1
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3.38 XK AN R 2% AR AR AR I 77 V2 F) et

3.38.1 {428

Agilent 1100 ZRANE OB REAL, BoAT 2 R 2s (FLD) s (ailidt: CI8H:(4.0 mm X 250 mm X 5 nm, &
B R IR 5 BT AT

3.38.2 W54

3.38.2. 1 WAHEIGAAF

Ml 42 °C; GishAf: WEE D K= 55 145, SEBRREVEMG; JOUAIIES : WORMEK 330 nm, RS N 465
nm; HEFEE: 10w L.

3.38. 2.2 FESATAGH

ABIK " FHEOPA, OPARFEM, Thiofluor (N, N — —HI%E- 2 — $iIL 2 0% « HC1)

H(400 mLZKAY:T-500 mL 430 Sk, IS gSUAb, BB IMANL5 ml &, JRFEACE3 min, i & 5025 I
BN )2 R T B 1 ZE AR /N T, TEONIRZE A, 40 CoKB R AR TR ARIC 1 L, 76270
I =F P IIALS L SR, SRIEAENS min, FHE R, SR SRR BN KRG, 40 CARE T
AAMBIET (RREEART) |, IFEEA 210 nL, B Aaie.

3.38.3 R 518

3.38.3. 1 ArdERE N2 B (i 1A

e W
2D
175
1 S0 |
= |25}
= 100 |
al 75 L w71 |
_ f |
S0 F | |
| |
=5 L ! 4 |
— L |
Ill- —_— s ——— e _dl e Ilkh_
E— - . ———
[} 2 | - = 140

B Rl pfeman

PIT IRHR PHRTF 25% BF ve OBAH € 1% ]
3.38.3.2 &M SRR HR
P R HR FHAR B O 1. 04 10. 04 25,04 50. 04 100. 0w g/mL, HZSEbRAEA 42, 04 20. 0. 50. 0. 100. 0. 200. 0
wg/mL, BEREIMHT. WIE SRR, 27 RRNIAHOC R E R (IR STY = 8.862 2X - 1.157 3, MKAHr =
1.000 0; HIZEELY = 17.041 2X — 7.456 2, M5=Z&%r = 0.999 9.
TR FUKEE R N — e IR BEARRE, BT R bR e VRO B, 2GSRI, Z=S/N = 3, M3 Bl W=
() ARASE HA B 43531 0. 025, 0. 010 1 g/Ls
3.38.3.3 [l A HIKE %
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753 &6 AN EKFER A HIIMAL 0 2.0 5.0 mLiEBAREE, WE G v RSO RO % R, a5 R WK L.
R CRARSEELNE SR (n = 6)

moH IIAE/ug mlfiE/ v g [A]IBC 2 /% RSD /%
1.0 0. 89 89. 3 7.91

UNLiPay 2.0 1.73 86. 5 4.54
5.0 4. 68 93. 6 5.70
2.0 1.86 93.0 9. 20

25 B 5.0 3.53 88. 2 5.28
10.0 10. 22 102. 2 6. 30
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3.39  BORFB - =R AN e K 2RI [a] B

3.39.1 {428

Agilent HPLC-1100 J@AHCLREAY, BCE 2 IEATMAFFLD; KAHHTAE: Eclipse XDB-C18, 4.6 mm X 150 mm
X 5um AMFEWH.

3.39.2 W55

3.39.2. 1 AH GG

WA HIEE D K=85 1 15 AERLVEML; M40 C; BEFEE 10w Lo SR SRAIIAC . WOR K266 nm,
RS KA12 nm.

3.39.2.2 FEALHETARER

L 000mLAKAEE T-208R 14, IA20.0 g NaCl, JH25 mL A ERAVERE SIS #0808, A 50mLiE
O, A ERBERY O ZBEE-D14), FRFE20minHEAr A EL . A HUH TR 5 N2 45 420. 5 ml.,
A ZHE2 mL, PN TRZE 20,5 ml, Witk H20k, il 4 E A% nL,

3.39.3 £R 51

3.39. 3. 1 ArAEREsL (3> B RUR

||—1rrp||rr|}| D14

Bla]P

-
-

) 2 4 o = 10 12 14
Bsf Ma](min)

Kl 1 BlalP ArdfErfan il &

HHUEE N> X =k K-D14; BlalP
3.39.3.2 brHfEERLIE LR
e B B4y 1. 34 ng/mL. 2.68 ng/mL. 6.70 ng/mL. 13.4 ng/mL. 26.8 ng/mL. 53.6 ng/mL. 107 ng/mL
(B [a] PRRVEEIR I, 15 BI4ME 2 R 5 FE  y= ax+b(a=1. 745 460 15, b=0.011 909 7), FHKZKR= 0.999 98 (i :y
Shy WA T AR AR, x R AL A R )
3.39. 3.3 JVEHERIERURE S
I IARIREE 73 3 49536 ng/LFI13. Ang/Lo 43HT7 NSNS ER, 524 R arF.
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Rl KREREUR 5 0 CR BN E 45 2R

Bla]P 1 2 3 4 5 6 7 SR
IR/ (ng/L) 536 536 536 536 536 536 536
[EICE (n=7) /% 97.7 101 96. 4 93.1 97.5 103 125 102
InFRIkJE/ (ng/L) 13.4 13.4 13.4 13.4 13.4 13.4 13.4
B (n=7) /% 97.0 95. 6 99. 2 97.6 94. 4 101 96. 1 97.3

R2 IKFEPEIUG 7 VRS % B L e &5 R
Bla]P 1 2 3 4 5 6 7 S/% RSD /%

bRk S/ (ng/L) 13.4 13.4 13.4 13.4 13.4 13.4 13.4
e fE/ (ng/L) 13.0 12.8 13.3 13.1 12.7 13.6 12.9  0.34 2. 60

3.39.3.4 JvkprHR

MR CEIFEPA, Jridiar i BROGMDL= SX ta, 1o, HEEIMET W, BT N9 % EtEN3. 14, ABFSHTIL
A HBRMDL (1 g/L) =S X t(, 1-0)= 0. 34X 3.14/1 000= 0.001 1 g/L.
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3.40 RRCBAH BRI E KA U R R
3.40.1 {428
Agilent 1100 LCHRROBAH (IS, 7 “HE FEARIIING: (DAD) , (AifkE: ZBX-CI8, 5 umX 4.6 mm X 250
mmo
3.40.2 WELME
3.40. 2. 1 WAH IS EAF
WA 60 % ZEE/ 40 %K, BREEVEMA40 % 4FE/ 60 %/K; Wid: 1.0 ml /min; EUPEEK: 239 nm; AF
. 35 CHEFER: 100 n 1.
3.40. 2.2 KHES A
UKFES. OLUELRENE S, LIERIGEIE, P4a~6 ml / mindi 5 & £ 8 O 24 BT LIF0Asis C18 SPEE 4/
FE; F100m1 207K o s AR FE S I AE 7, 30 % HBE/KVE20 mLhwt T, FRHI70% HIEE /K50 ml g i AE
T WCRGEBE, JFFH0. 45 wm A MBI I8, WCRBIRAIY, B TR ARICE, 35 C/KmIRAE R T, H
0.3 ml 100% FEEw AR, DAL E H .
3.40.3 £R 51
3.40.3. 1 FRAERE S (L5 4 B RCR

DADY &, Sig=230.5 Ref=550,10 (D4081104081108.0)

maU - s L
] L
20 -
10 5
0 - —
¥ Ty T L . 3 T ¥ L i ¥ T v L
0 10 20 30 mir

T T B AR i (335 5]
(1.MC-LR  2.MC-RR 3.MC-LF 4. MC-LW)
3.40.3.2 brdEdhgk. J7vAs iR
AR S 014 52 4% A VEARIR FE AR [EDORER: , $HR6 OIAR [BDBCAE R AR HE MR 22 113, 747 stk A H R
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R BRMEIIL . Jr AR 22 . 7k E B

W& 2P FIZE R L Jrikhsdeze JrIAKEER (ng / L)
MC-LR y= 2.44780E-1x + 1. 12272E-2 0. 99996 0. 240 0. 90
MC-RR y= 1.80436E-1x + 3.12986E-2 0. 99987 0. 207 0.78
MC-LW y= 1.90943E-1x + 8. 25290E-2 0. 99983 0. 412 1. 54
MC-LF y= 1.91807E-1x + 3.79438E-2 0. 99997 0. 200 0.75

3.40. 3.3 VERME S
AT R AERE S A IABRAER,  BEAT AR RS R I 7 I VR, A R AR 2,
K2 DURPEE R R

wEY) AJEAH (ng) Itz (ng) InbR R fE (ng) [F1EA (%)
MG-LR 16. 3 10. 0 24.1 78
MC-RR 11.2 10. 0 19.5 83
MC-LW 1.2 10.0 10. 8 96
MC-LF 0.8 10.0 10. 6 98

3.40. 3. 4 K% S
ARTPEXS A AR T6 IR, 2R IR,
3 VUSROG S0

wEw mbri (ng/L) WA (ng/LD Pt g 22
1 2 3 4 5 6

MC-LR 10 7.92 8.19 8. 36 8.01 7.82 8.41 0. 240

MC-RR 10 9. 07 8.11 8.24 8. 36 8. 47 8. 60 0. 207

MC-LW 10 9.67 8.92 8. 54 8. 63 8. 97 9.21 0.412

MC-LF 10 9. 46 9.05 9.37 9.51 9. 06 9. 38 0.200
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BRARZ: SHBERERRAR

L. GC/MS/K J 3 Afr 3t H J i & 25K
KRS Wb b 40K 2 B0k A5 (R IS ] U I GC/MS e 58 i, A04EV0Cs SVOC. AR 2. 0 GUBEA LL K Hifl
EN . TGO/ MSEA MR (e ERE B ), RGBS bR — S 4R AT, Tk, fEKB T
kA RN 2 N . HE SR T

K3t 5 25 DETREESN SN

DB-624. DB-VRX. HP-VOC%%— 644

VOCs P&T-GCMS (F3E) mk HS-GCMS (%%/b)
IR« R AR A
SVOC. 4. PCBLL A DB-5MS. HP-1701 (¢ 24) S MRS ALLIY)
ALS-GCMS
fth—LE45 W14 ok

2. LA E KRN A

2.1 5975C Z%GC/MSD

* 350 CHUMEMER T, ZHACMA T LB m T8, FRFL T 4R, LILES Tk
PRFER A3 HT o 25U E A PR RMBUS A 8 2T R TR 22350 °C,  IXREM TR v m] A DR 5 K
M BRI X B TR TG GL

o GREARE A S PUMAT . FTRUINFAEE200 C, 8> T ik S AR S A TR DURRAT K75 4, AR REDY
PAT AR 2 T St A MRS . DRI AR T B0 A AT RN 4 5 AT

o re e T LU TR P K RIS 25 o 97— AP 20 B Al RS U 25 R =03 P TR B A R BRI T P Py, BRIk —
e TIREZKCE HAs L S0 R 0%

* SIM/Scan H# A0 KA . AR PR AL AR B0 RIS, 328 0 b 0 SR 11 5 7 LA SRAS ot v P R AU
2.2 76934 SAHMHE B BB

© MRGAA LS EHHA, SRS S PERER R TR AT IORE R B LA T (K
15047) 835 FURZJUAS, T693A FRGEHIRE A IEAR AL A1 it b e AR (K A BERIEERE Th R

2.3 CIC SAHEIE B3hHErESS

o BHORMFEMA AR, @RS Al SR R e R

o RIEHEER, R F— B HERER AT DUSE BB A TR RISPME JEFF

o HEERGC MIGC/MS b2 TARuE LA KEZChrom Elite 583G4RRUHAT

2.4 StratUm RI-HHEHFER

o P REEES], FRORIRE . TR A R R I

it

No
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o FEAET CRAE” ThAE CERD AU I IIETE, BRARAC SUY SR AR, fR e T AR e T

o KU EBRIBADry flowM /KOMHEENE (LR WA R BRI AERE f IR By, 38 S0 43 B 25 AL IR 50
o B MIRRI X A BRI g .

o HEANKE AT AL BRI [R]) 2 2E D, R E TR

© FREISH.

o BRI A DRAEAN VR 1) 35

o HPIR RN, FEVREK I I T A 20

.5 7697 W7 BHBBFERE

< 111 AMFERR ARG A KRR AT, e QR =AMUEAE, IEEAEAT I ) #1247 S
o A RN 2 B8 T 0 P PR R o A B A A O ——JC AR B I Rk I

« ASZHF10 mL. 20 mLEE22 mL2% 2 FUAR (ORE i o

o [, EFXTRE SRR/ SER S, AT 1247 (R T69TATH X RERE 3 nT i .
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3. 41 AR R A PP RSSO AIE/ B e ik

3.41.1 (28

Agilent 7890A-5975C AHCHE/ ik I WKAHiSE %3¢ & (TeledyneTekmar Velocity—XPT); fAaiift: DB-

624 AEBMEAEGO m X 0.25 mm X 1.4 um).

3.41.2 e

3.41.2. 1 (il 4t

FEFR: 20 psi; AEdid: 1.0 ml/min; Ai: 40 'C ( f&FF3 min ) — 10 'C/min — 100 C( fRFF0 min )

— 15 C/min — 225 C( &%l min ) ; #EFEH: 150 C ; Fribt: 30 @ Lo

3.41.2.2 JRi4&1E

PR SE: 250 C; SR 230 C; PURRARRSE: 150 °C; EM Hifk: 1165; W/ EE: 0 min. F1470

Bl: 35 ~ 260 aum. ZFHSCANEME, SIMGE .

3.41. 2.3 WFL&MF

WCFIRE S 25 ml; WRFINHE]: 11 min; PREVEE: 40 ml/min; MEMRIRSE: 245 °C; f#WUAE: 300 ml/min;

RIS [E] . 2.00 min; Pressurize Time FI Sample Transfer Time % 50.5 min.

3.41.3 £R 51k

3.41.3. 1 FRAERE S I 53 5
i;?}gﬂ 1 l].
23000 13.878
5000 aq07

17000 7.192 1.2
1 5000 | 1139

13000 ala. A‘c—;’r‘d; 1
il=
1 .P.‘Tﬂ 12.401 ‘ .

11000
9000 4.03 ‘
2200
4 6 8 10 12 14 16

T
BhHE] ( min )

5000, 2584 |
B 28R R B (L

=1A
=
£

)

9.587 J13.?34"[‘4‘232

&

o 0271 15.907
986 1oF 16 485

1 8387
‘ T 1OLSA 16.

T (MZ)

F000 RTO
|nnnzi|_
»

3.41.3.2 brAEhZ LM H S A PR

¥528 FIVOCs [RksvtER T I 4l K AR B 0. 04 0. 1. 0.2, 0.5, 1.0, 2.0+ 5.0, 10.0 ng/L br#ER%, 7E@dT
(RISIM J5¥ FINARIEETI AR, DL BE G REARKR . IR TR PAAR L hilbruE thk . ZelkGlE . [RUERE. AHOCREL
WAL BFRMEAINS A P I R B A A PRI TR R IR B, 10 A 75 0 2 (8 BRI A 14K
EYTEITTE T R WKL,

3.41.3.3 Jy LIRS B EEAN i

WRE0. 5. 2 RIS wg/L MbRUERH6 JOPATIE, K%L JomAsmll, Rl W21,
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(RAEE/ AN

W
L1-—5 2
TR
1.2-— & L)
L 1-—& Okt
S

L 1L 1-=8 2k
VO S A B

"

=R LI
SR
AN
IR

L1 2-=% Lkt
Iy

— S IR

£

N
Mo H

B R

X IR
KN
=ZIRFEE
1.3- &K
1. 4- 50K
1. 2- &K
L3, 5=
ANAT W
1.2, 3-=50K

PR B I [a)

(m

Ll

o o o

10

10.
10.
11.
11.
11.
11.
11.
12.
13.
13.
14.
15.
16.
16.

in)

.58

04
61
95
44
51
5

.95

19

.99
.58
.15
.99

.06
27
54
27
39
53
98
99
20
78
87
28
98
16
48

#1

6 H PR
(ug/L)

0

S 2 ©2 2 2 2 2 2 2 2 2 2 2 2 2 9 9 92 92 2 2 9 2 2 2 2 9

040

. 020
. 020
. 010

100
005

. 020

020
010

. 020

010
150

.010

020
020

.070

020
020

. 010

030
020
100
010
010

. 010

020

. 020
. 020

R
(ng/L)

0
0
0
0
0
0
0
0
0
0
0
0
0
0.
0
0
0
0
0
0
0
0
0
0
0
0
0
0

14

.07
.07
.03
. 30
.02
.07
.07
.03
.07
.03
.50
.03

07

.07
.20
.07
.07
.03
.10
.07
.30
.03
.03
.03
.07
.07
.07

ERET
(m/z)

62
96
84
96
62
83
97
117
78
95
83
57
92
97
166
129
112
91
106
106
104
173
146
146
146
180
225
180

SETE BT
(m/z)

64

61. 63

49

61. 98

98

85

99. 61

119

7

130, 132

85, 127

49, 62

91

99. 61

168, 129

127, 131

77, 114

106

91

91

78

175, 252

111, 148

111, 148

111, 148

182

260

182

89

A= R
(r)

S © © 2 2 2 2 © 2 2 9 9 9 9 2 S 9 9 9 92 o 9 9 9 o 2 o 9

. 999

998
999

. 998

998
999

.999

999

. 999
.999

999
997

. 998

999

. 999
.999

998

. 999
. 999

999

. 999

999
998
998

. 998

999

. 998
. 998

5 d e
(ug/L)

S © © 2 2 2 2 2 2 2 9 9 9 9 2 S 9 9 9 92 o9 9 9 9 o 2 o 9

28BS AMEAT I AT ZeMEVE T L Rer R R A iR

.2~10
.1~10

1~10

.1~10

2~10
1~10

.1~10

1~10
1~10

.1~10

1~10
5~10

.1~10

1~10
1~10

.2~10

1~10
1~10

.1~10

1~10
1~10
2~10
1~10

.1~10
.1~10

1~10

.1~10
.1~10

7

8

[S2 BN

4
6
4

S L A e B A B

RSD
%)
.97
13
.31
02
.53
.91
.53
.23
.81
.67
.37
43
11
93
23
73
27
01
.93

5.49

.73
L7
.99
.01
.83

5.83

.03
.73

ElVes
(%)
108. 4
106.5
96. 5
105. 8
104.5
106. 2
98. 4
93.3
99.9
93.6
96. 7
100. 7
100.9
93.8
96. 5
90. 7
98.2
100. 7
102. 4
94.7
95.7
100. 8
106. 7
101. 5
102. 4
92. 4
97.7
95.9



3. 42 SR VEN 2 IR K 29ME R R LY
3.42.1 1428
Agilent 7890A-5975C “SAH A/ FRIEIHAL; WITEEE K tekmar cs98007IHI S Hi4ERE, AQUATeK 70 H#hilk
FEAS, 5.0 mL MR, (kR DB-624 BAIFEFE 30m X 0.25 mm X l.4um.
3.42.2 WsEL&ME
3.42.2. 1 (il 4At
FEFPTHIR35C  (fR¥F4 min) , L5 °C/minTt#255 CJ5, FEA2 C/minfF£57 'C (fRFF1 min) , L6 ‘C/minT}
111 C, HLA C/minFtE112 C{RFFL min) j5, A8 C/minftE176 C ( {#FE2 min) , JFI2fTHE190 C
(TRFF2 min) ; WEEERE RS : 150 C; #A: &2, 1.0 mL /min, fHIR, 283 EE20 © 1.
3.42.2.2 JRik 4
B REL 70 eV JRIEIHIEHS 2 265 amu; B TUREIE200 C; AR 250 C. SR SCANE P,
SIMAE 72 .
3.42.2.3 WFIEKME
DA a2 (99. 999%) AW ; WA AIL] min, ¥i#40 mL/min, EE45 C; fFHTHTAL min, #E200 C;
HERSIIIAI2 min, ¥I#200 mL/min , ##EE230 C.
3.42.3 #R 51k
3.42.3. 1 bRUERE S B A
£E 1565 22,165

£ L)
o 4431 -

30000

) 27.530
26000 1. 377

28.820.921
20000

16000

10000

5000

I10.00 - ‘15.|0E' . IED.IUO - IEﬁ.fJU - '30.00 .

BT VOCSHRIETR A FE S IR 12 i ]

3.42.3.2  JPVERMEIGIE . bRvE D2 AT O R EL

$i A BREEER bR e LAE 2, A6 S WIIIZR AR OC R0, 9958~0. 9999 2 [a] (WK 1) , W AL A bRy Ty 2
K. AKFVOCs F IR, 0~8 1 g/LETHNITE H T AEM L 2K

3.42.3.3 JPAC R . ORTE AN SR

BCH-BA R EE 0.5 wg/L (L NG T KRB N0, 05 1 g/L) (31RVOCSTRARIEATTUCTATINE, ARk
EYIRIbRAE 72 6 , R SE EEPA SW-846 B Jy ik TS HI PR (MDL)  =3. 143 8 (8 EREMETIR) , KA KI5
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R BRAEO. 02~0. 28 1 g/Lo 24305 FIAR X bRl 22 43, 2%~16. 1% , IR [FIKCR £E94. 8%~106. 3% (7] .
PLiZvd ke ds, I 5E BT 2 Z=REJB Rl 76 2. 6%~16% , RSDYuE A1. 4%~10. 1%.
F1 WEVIRARE TR MOSRB RS, [RICR . AR 25 Ak H PR

A= A/ B OREAIS (] AORRE M2 [l bR MRz M AR 2
to(min) RSD (%, 41 g/L) (%) (ng/L)  REums(%) RSDyss: (%)

1 W 2.377 0. 9988 6.9 106. 9 0.28 5.8 3.1
2 L, 1-—S 2K 4.261 0. 9998 5.1 102.3 0. 06 4.4 3.5
3 L,1-—& ok 5.161 0. 9999 4.7 105. 1 0. 03 2.6 1.4
4 RAL2-THLE 5.671 0.9987 3.2 110. 2 0. 02 3.6 1.6
5 M1, 2- MO 7.641 0. 9985 4.5 111.5 0.03 5.6 3.2
6 SR 8. 334 0.9991 3.6 98.6 0.05 6.0 3.0
71,1, 1-=E Ak 8. 662 0. 9996 5.2 94.8 0.04 6.4 3.3
8 DY S Ak 9.018 0. 9998 4.9 106. 3 0.08 7.2 4.2
9 P 9. 546 0.9991 7.6 105. 5 0.03 5.2 4.2
10 L2-—Hak 9.615 0. 9992 5.6 96. 8 0.06 6.4 6.3
11 =R 11.215 0. 9985 7.6 103.8 0.06 8.6 6.2
12 THERER 12. 541 0.9973 8.8 96. 1 0. 07 8.0 5.6
13 2P S 14. 468 0. 9998 4.3 105.5 0.1 4.8 3.9
14 1L, 1,2-=%H 2ok 15. 535 0. 9989 5.3 103.8 0. 07 4.8 4.2
15 W 15. 794 0. 9995 7.7 99. 6 0.08 6.0 3.0
16 —H WFE 16. 448 0. 9965 10. 1 96. 8 0.08 8.0 4.7
17 EF S 17.911 0. 9992 9.7 105. 8 0.14 7.2 6.4
18 %S 18. 255 0. 9993 4.5 105. 8 0.05 .6 4.1
19 X 18. 565 0. 9999 4.8 103. 2 0. 05 5.6 4.5
20 ] — 2K 18. 565 0. 9999 4.8 103. 2 0. 05 5.6 4.5
21 AR R 19. 584 0. 9999 6.3 103. 2 0. 06 6.4 6.3
22 KK 19. 594 0. 9989 7.3 103.5 0. 07 5.0 6.9
23 A 19. 992 0. 9965 9.0 97.8 0.08 8.6 8.7
24 1, 4- 40K 24. 270 0. 9996 9.0 103. 2 0.1 6.4 5.3
25 1, 2- &K 25. 184 0.9991 7.5 101 0.08 9.6 7.5
26 1,3,5-=&% 27.530 0. 9958 13.3 99. 2 0.11 5.6 9.1
21 1,2,4- =5 28. 893 0. 9964 12.8 99. 4 0. 07 7.2 .8
28 VAY W 29. 323 0. 9999 10. 1 100. 1 0.03 16.0 13.0
29 1,2,3-=4&K 29. 921 0. 9963 16.1 101. 8 0.1 11.6 10. 1
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3.43  WRIFHESUHE AL/ BT B R I E TR KSR K IR B R R

3.43.1 188

Agilent 6890N-5973inert VA ik CHAL; 01 4660ZIMKiIfifEds s MilA:: DB-624 B4 (30
m X 0.32mm X 1.8 um,

3.43.2 MELME

3.43.2.1 il &t

BEFE IR EE200 °C; ZpUdERE, Zpdite20: 1; JHEMERS: 35 CLR¥F5.0 min, L6 C/minfHi %160 C, f&
££6.0 min, LA10 C/minfhilt %2210 ‘C, fRFF2.0 min.

3.43.2.2 k&M

B U230 °C, DUBRARLEE150 °C, IBCEATILE220 C, FIHVEHI35 ~ 300 amu; SRHISCANGE P& & .
3.43.2.3 WF&M

WAAES ml, 1084ili4EBF (Tenax. FEMRAIERY T » WIS ml/min, PRAAWEILL min, R4
190 °C, fEHZRIRAELLI0 C, FHTINTAIA. 0 min, HERRSE210 °C, HUEHELS min.

3.43.3 R 5W®

3.43.3. 1 bRUERE S (% 18] 40 29

i l_?—-_‘.l
“1 ) 26 27

%0
| B 29 30
1 % :
OO0 | G T - 1 & | |
| L2 1 | { |
OO0 § | | |
i { .
. o r

GO0 1200 1400 16,00 1 800 20000 22 00 24 09

T

o

Bl 1 30RMER AN & TR K
3.43.3.2 brAEHhZ 2
DLREE VA, BOES AN K L a#siE0. 02~0. 3 mg/L, Z0.06~0.9 mg/L, WM. 06~0.9 mg/L,
FESALE0. 01~0. 15 mg/L, HAEWIH R2.0~30 vg/L, WHAWKE2.0 veg/L) o FIRALEHSHT,
FRFAMEA YT R 7 (RE) PAHX bRdEfR 25 (RSDD ¥/hF-20%, ks ihgknl A .
3.43.3.3 JVEREE . K HBR . ndsEleER
A0 ng/L. LME160 1 g/L. MEASFALEA0 v g/L. NKEELS0 vg/L, HARAMIIAS v g/LITAR,
HA6 RN, FFFIRSDIEL. 1%~9. 2% ] H bt F A B AR B A VR S AR B WOTATINET Ik, A
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M EDbrEm 2 (s) $43s WWH AR IR . & HAMEAI 7k R0, 20~20. 0 wg/L, WKL, Xf
SEBR R AKAE S BEATE AR ISR 2, B B WIRDRCRAETS. 6%~111. 0%.
KL 2T RA WL o3BT

W5 "E EEET RSD/% Ko 4 R TR L Tz 52 Tibr 53
I fi) (m/z) PR, W (rg/l) eB/  [EME eB/  lEMtE pB/ [EIE
to/min FINR 61K (hg/L) R% (wng/L) R% (ug/L) R/%
=EE 6. 63 83 6.2 7.3 0.3 2.0 103 8.0 101.0 24 97.9
R ER T, 7.26 117 3.7 5.4 0.4 2.0 94. 8 8.0 108.0 24 99. 4
SR 16. 81 173 11.5 3.2 0.6 2.0 92.6 8.0 108.0 24 101.0
T 3.61 84 6.5 5.1 0.6 2.0 99. 7 8.0 87.2 24 95. 6
L2-—f ke 177 62 6.5 2.1 0.5 2.0 95.5 8.0 86. 1 24 90. 4
AR 11.03 57 7.4 9.2 3.0 10 87.9 40 97.3 120 93.0
W 1.63 62 5.4 8.5 0.6 2.0 84. 8 8.0 87.9 24 81.6
L1I-—Haom 2.94 61 6.1 3.5 0.7 2.0 93. 4 8.0 89. 7 24 90.9
i1, 2- 4 L4 5. 94 96 10.5 6.6 0.7 2.0 97.3 8.0 111.0 24 95.5
R1,2-"H LK 4.02 61 5.2 6.1 0.7 2.0 92.8 8.0 96. 7 24 99. 7
SRR 9.09 130 3.9 8.3 0.5 2.0 88. 6 8.0 82.7 24 90. 1
VY &4 13. 02 166 3.9 4.6 0.2 2.0 86.9 8.0 86. 1 24 86. 1
AT 4.94 53 7.0 3.8 0.7 2.0 94. 8 8.0 91.2 24 93.5
NET I 25. 56 225 5.6 3.2 0.3 2.0 90.9 8.0 94.7 24 94.7
KK 16. 47 104 19.3 8.9 4 2.0 95. 4 8.0 88. 1 24 91.3
N 1.76 44 5.8 6.8 20. 0 80 86. 5 160 97.1 960  92.6
A 5 2. 85 56 10.7 6.5 20. 0 40 99. 6 80 105.0 240  94.3
P i 4.00 53 7.7 6.8 5.0 20 101.0 80 99. 7 240 96.3
FS 7.69 78 3.8 5.3 0.2 2.0 92.1 8.0 93. 4 24 95. 4
CEFS 11. 86 91 10.3 3.2 0.3 2.0 83 8.0 75.6 24 90. 6
V%S 15. 26 91 16.7 7.5 2 2.0 94.3 8.0 81.9 24 88.5
Al I 16. 43 91 17.9 7.1 0.4 2 95.6 8.0 89.0 24 93.5
[ X HZR 15,55 91 14. 2 4.9 0.2 2.0 79.6 8.0 86. 4 24 88. 4
L SE S 17.33 105 17.6 8.2 0.4 2.0 83.7 8.0 91.3 24 88. 8
A 14.93 112 7.6 4.9 0.3 2.0 96. 3 8.0 90. 5 24 93.5
1, 2- 4K 21.19 146 9.8 4.2 0.4 2.0 88. 7 8.0 93.5 24 90.5
1, 4- 5K 20. 35 146 13.1 5.9 0.4 2.0 93.3 8.0 93.9 24 91.8
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3. 44 WREFHEFIGCMS WEKHF26 FiEREFIY

3.44.1 {438

Agilent 7890A-5975C S AH (i~ it It A% ; TEKMAR Stratum Purge&Trap ECAQUATEK 70 HZhHEFERE; (Al
¥E: DB-5MS B4l A (60 m X 0.25 mm X 0.25 nm) .

3.44.2 et

3.44.2.1 il &Ak

HEFE IR E250°C, 4rintbh10 01, #R (99. 99%% 42D WiEk0. 9 mL/mins FRFFHE, AIAHREE45 CIRARF
7 min, LA5 C/min JHE 160 CJGREF5 min, LI50 C/minfHE %220 CLEFF8 min.

3.44.2.2 Jilk &Mt

ET Ui, WLTRERTO0 eV, FIRyuFE20~550 u, JFUiEA il as B 4y, Ffide2. 91 s/, &7
Jg230 °C, PURATIESZ150 C; RASIMT e i

3.44.2.3 WAL

WA AR, P40 mL/min, WRERRAE30 °C, WRAAIFE1L min, JBEPHEEE190°C, MEFHETRI2 min, 4
FEUE220°C, HEEERFAI10 ming MRITES mLo

3.44.3 R 51

3.44.3. 1 bRUERE S (% 18] 40 29

) g
1600000 4 Atk 14 %21m
1200000 - Tl 1611,
erauunuu- " m%
M5ﬁ” 15
400000 9 | l l l 2 1 26
D MH il i
5 10 15 10 15 40
£ {min

BT 2680 A AT B RN A Bl Jel 71U
3.44.3.2 FUEMTZ SATH R
0. 04 2.0 5.0, 10.0. 20.0. 40.0. 50.0 wg/L bavfEw, M4ty e A0 7 5HBE 1,
KRR 1O B 21 3 34T € &M % V0Cs 453762, 0~50.0 v g/LBTRIR L B N2t R R AF, 1
KREHIIE0.99 UL b W7 AN0.3 wg/L MFRERE AT FATIIE , THE AR S D) AT BRI 22 (RSD)
ik AR R (MDL) , WK1,
3.44. 3.3 J7ULHRTE BEAI IR
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1R A4 K TN R A HUNR A FR s 200 OISO 420, 0 wg/L ARHERR, FHZ IR vET
AR A2 IES WK, W S5 R A O & B, W&
FESEBRAE A IIAN20. 0w g/L AR MEATHUIFRAER I 23 00T SR 55 AR il 42 S8 0 1 45414330l 3T 6
s AZTTIE IR 2R AE8T. 33%~116. 68%L [

1 26FE R BN IR BT ] BRAEBRAT A H B a8 LR e ¢

EY R B ki) PRt PRAA ot R R RRcR R AR

t/min w/ (mg/L) w/ (ug/L) / % / % / %
W 5.91 0. 005 0. 55 4.43 116. 68 83
L 1-—%H 2K 8.53 0. 03 0.33 3.24 105. 51 91
i 8.71 0.1 0. 28 3.49 100. 28 91
i 9.10 0.02 0.25 3.45 97.37 83
R1,2- WK 10. 35 0. 05 0. 08 3.35 102. 73 91
LT % 11. 44 0. 002 0. 34 1.45 94. 60 91
-1, 2- 4 L4 12.18 0. 05 0. 29 2.11 97. 20 91
S 12.97 0. 06 0.16 1.77 95. 44 91
L2~ &) 14. 52 0. 03 0. 26 1.71 87. 33 91
P 15. 04 0.01 0. 26 1.83 98. 35 91
WA, 15.10 0. 002 0.23 3.58 98. 73 93
SRR 17. 04 0. 07 0. 29 3.20 95. 88 96
WA AL 18. 06 0.02 0.91 4. 02 90. 38 92
EEF S 20. 73 0.70 0. 29 3.50 95. 73 97
PUs 2.4 22. 83 0. 04 0.35 3.13 103. 03 91
S 24. 93 0. 30 0. 29 2.19 97. 05 97
YaY S 25. 50 0. 30 0. 14 0.96 103. 12 91
o 25. 89 0. 50 0. 39 1. 59 92. 29 97
Ji) = F 2 25. 89 0. 50 0. 39 1. 59 92. 29 97
KK 26. 98 0. 02 0.19 3.29 94. 69 95
A I 27. 05 0. 50 0.19 2.04 95. 60 97
ZIRHE 27.24 0.10 0.15 1.47 92. 03 99
LATSE S 28. 40 0. 25 0. 27 2. 60 94. 51 94
1, 4- 5K 32. 87 0. 30 0. 40 4.18 100. 39 97
1, 2- &K 33.91 1. 00 0. 30 4. 65 98. 49 97
NET I 40. 19 0. 0006 0. 30 1.63 100. 48 99
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3. 45 IR HE-GC/MSIER T [F] Il =2 7K P 6 3Fh#5 & A L)

3.45.1 {88

Agilent 6890N-5973inert HU AN IE LA, OIA T Eclipsed660M 1 HEAE Mk 4i 1L (H10FHEET, W
B0 A Tenax / REKE / BR>79%) ; O3 kE: DB-VRX A EBMEFE (60 m X 0.25 mm X 1.4 um).

3.45.2 WELME

3.45.2.1 tili%&tt

UL/ AL AT, EBATYE; A ER50: 1 BERE R EE250°C; #AR, AT (=99.999%) 5 K
i, 40 CLRFF12 min, 5 C/minfF%60 C, fRFFL min, FFLLI0 C/minfF%210 C, f#FF5 min.

3.45.2.2 Jilk4&M

fEmE B, 280 Cy B FURIRAE, 230°C: DUZAHIRE, 150°C: WEAILERS, 0 min. KMHScaniEE, SIMEH.
3.45. 2.3 WF&M

PR, 40°C; WRFARFE], 11 ming PRIIFEAO mL/min; HHAEPHEE : I B20°C; MM B 180T,
fRFTHBL200°C, BUBHB220°C,; MM : 40 ml/min; FRHTE], 1.5 ming HURSNE], 20 ming AN RS
J&, 150 C; fRELinZ, 150 'C; 5 mLIRFIE .

3.45.3 R 51TR

3.45.3. 1 ARUERES 2> SRR

SIFME R MEAT WU I P WA L, A FIDB-VRXAERRAT — RS ZHR, 1, 1, 2, 2-PUS &0 548 — 2 3L
WAL, HARBIRR5E 258

ERTE RS

THD OB BT D

R R | V|

ER.T LT

Bl 53R R HIAGE / MS B & T I8
3.45. 3.2 b e IRy AR H PR
B R 43 530240, 20+ 1,004 10. 00, 20. 00, 50. 00 100. 00, 200.00 u g/ LI AAREAKIER .. $45L50 55
ST, AR TAE LMt KA, 760 9990LA F, WAL, KR40, 20 v g/ LA RUEARE AT IE 6 IR,
VARG SR ARS bR Z2s (1w g/L) , W52k H BROUMDL (n g/L) =3S, 45 KR I& H AL G W0 52
HFR 0. 04~0.20 v g/L(WLELD,

aa oo Fo - - ¥
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3.45.3. 3 KL
100 p g/ LIRFRKHRESLE RIRFAHIEAE-GC/MSINSE , i34 R 5ERSD, DUVPOIAS 2L, 45 RERW], %
H bRt & 2 5 fIRSD A3, 9% ~9. 3% , HAE10%u A .

KL WREHEESRI 2 T3 R A WL I o B vk

FPs HaEw B I 1) ERE T KRR T RFRE mNKF  RSD/ % K 4 BR
/min / (m/z) / (m/z) /(ng/L)
1 L, 1-—%H 28 9. 650 61 96, 98 0. 9992 683 6.4 0.13
2 A 10. 137 49 84, 86 0. 9998 610 5.9 0. 09
3 k1, 2- WK 12. 503 61 96, 98 0. 9998 588 6.1 0. 06
4 L, 1-—% ok 13. 410 63 65, 83 0. 9999 715 6.4 0. 06
5 i1, 2- 5 2% 15. 478 61 96, 98 0. 9998 570 6.2 0. 08
6 B P 15. 995 49 130, 128 0. 9999 3233 6.8 0.11
7 A 16. 226 83 85, 47 0. 9999 746 6.5 0.12
8 2, 2= 5Nk 16. 476 77 41,97 0. 9997 603 5.2 0. 09
9 L2~ &) 18. 459 62 64, 49 0. 9998 452 5.9 0.11
10 L1, 1-=& 2% 18. 739 97 99, 61 0. 9996 725 6.4 0. 08
11 L, 1I-— R 19. 335 75 39, 110 0. 9996 497 6.4 0. 07
12 DY S Ak Bk 19. 779 117 119, 121 0. 9997 646 4.1 0.10
13 * 19.919 78 77, 51 0. 9997 1440 5.5 0. 06
14 TR 21. 349 174 93, 95 0. 9996 182 6.2 0.13
15 1, 2- 5 Ak 21. 476 63 62, 41 0. 9998 353 6. 1 0.11
16 SR 21. 592 95 130, 132 0. 9993 391 6.4 0. 05
17 —IR A 21. 689 83 85, 47 0. 9997 530 7.1 0.08
18 i1, 3- 4 N4 23.210 75 39, 77 0. 9995 488 5.9 0. 05
19 K1, 3- SN 24. 135 75 39,77 0. 9994 371 5.1 0. 06
20 L1, 2-=% ok 24. 409 97 83, 61 0. 9997 238 6.5 0. 09
21 CEFS 24. 786 91 92, 65 0. 9996 1450 7.7 0.08
22 1, 3- &AL 24. 883 76 41,78 0. 9996 422 5.8 0. 09
23 TIR—A TR 25. 346 129 127, 131 0. 9993 323 6.1 0.17
24 L, 2- iRk 25. 796 107 109 0. 9997 234 6.6 0.17
25 LN 26. 130 166 164, 131 0. 9998 385 8.3 0. 08
26 1, 1,1, 2-PU% %% 27. 195 131 133,117 0. 9995 439 6.6 0. 09
27 G 27.317 112 77,114 0. 9996 963 6.9 0. 06
28 v 27. 676 91 106, 51 0. 9995 1710 7.0 0. 05
29 %of I 28.010 91 106, 105 0. 9996 1350 6.9 0. 05
30 i) — H K 28. 144 173 171,175 0. 9992 196 6.3 0.17
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31
32
33
34
35
36
37
38
39
40
41
42
43
44
45
46
47
48
49
50
51
52
53

KA

1, 1,2, 2-ME ZH%
AR

1,2, 3-=5 Wkt
SRS

WA

IE R
-
4R

1,3, 5-=H=%
TR

1,2, 4~ ==
GNP S

-
|
P

-

|

P
W

H
i
i
>
M

A

E
|

Py
H

IETH
1, 2- -3 GA be

1,2, 4~ =GR

b

>k
P2
i
=

I
P
¥

28.

28.
28.
29.
29.
29.
30.
30.
30.
30.
30.
31.
31.
31.
31.
31.
32.

34.
35.
35.
35.

533

. 649

649
868
239
604
927
066
188
377
803
973
137
241
344
411
879
019

. 591

897
384
481
779

104
83
91
75
105
7
91
91
91
105
119
105
105
146
146
119
146
91
75
180
128
225
180

103, 78
85, 95
106, 105
110, 61
120, 77
156, 158
120, 65
126, 89
126, 89
120, 91
91, 134
120, 119
134, 91
148, 111
148, 111
134,91
148, 111
92,134
157, 155
182, 145
102, 127
227, 223
182, 145
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. 9992
. 9997

9998
9996
9993

. 9996
. 9997

9996

. 9990
. 9993

9990

. 9994
. 9991

9992

. 9992
. 9995

9995
9998

. 9996
. 9991
. 9990
. 9992

786
298

221
1730
481
2160
1390
1190
1530
1370
1620
1810
959
936
1600
918
1460
56.3
691
1150
216
590

7.2
5.4

5.8
7.3

[S2 )|

NN N e 2 e o N
 © w1 o M N Lo U1l o O © W

A I S
(@)]

0.11
0.16

0. 16
0. 06

0. 04
08
05
12
11
10
15
08
09
18
09
12
20
20
18
19

R A R A I~ S e A e A R A
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3.46 MR SAHEE FULB A E K P EREFEIY
3.46.1 188
Agilent 6890N-5975 YA HI(A i Btk AL ; 0. T Eclipse4660/4522WKIH4EFEMIRAE(L; (AilkE: DB-624
AHEBMEF 60 m X 0.25 mm X 1.4 pm),
3.46.2 WELME
3.46.2. 1 til&t
R 1.0 mL/min, #S:2S. B35 C, fRFF5 min, L6 C/min JHEFI160 C, fRFF6 min, FF
BI20 °C/min JHEF210 C, {F#F2 min.
3.46.2.2 ik
JTEAHEE: 356~300 amu; B57YR: ELUE, B TUREE: 200 C: fLMiZkiRE280°C; B LRER: 70 eV,
3.46. 2.3 WFIL&MF
F4EE: Trap-10; W mal®EA; WOBRE: 11 min, MEHTEE: 180 °C, f#HTIIE 4 min, K5#53HE
J¥:210 °C, K5I8 min, FH5 mLIKIAE
3.46.3 &R 51w
3.46.3. 1 brdEHh 22
P B R 40, 04 10,04 20. 04 50. 04 100. 0. 200.0 W /L2456 MFRERHGL Horf R T IR IR 45
wg/L, FHEFES T AAE, LA IR N 5 AR N2 LA R GAARAR, B2 53 IR BT B 5 P AR o
FEZ WA A bR il i th 2, WLk,
3.46.3.2 JIEATH PR, RS
FRALK PO NARVEE P R b5 Sbac ), AEFBURIREE NS wg/L. BERERS ol I, HEIE N6 K,
TR RS 2 1, a5 WKL, FERINFRIRIES 1g/L, HEFEES mL, [HIicaille 45 L WK1,

R brdE M KO R B R

5 5 LB 1) IKEE bREE IR TR 5 we/LimbRIE  ARdEmZE KRR
/min /(ug/L) /(ug/L) /% MXRE  TME (n=6) SD /(ug/L)
1 1L, 1-—HLK 9.95 0.0 54.5 109 0. 9966 5. 44 0.25 0.79
2 TETE 11.45 0.0 47.0 94 0. 9939 2. 04 0. 26 0.81
3 R-L2-TE4KE 12. 28 0.0 52.9 106 0. 9989 3.80 0.43 1.34
4 L1-TH Ok 13.53 0.0 43.2 86 0. 9945 3.80 0. 34 1. 08
5 -1, 2- S 4K 15.23 0.0 53.4 107 0. 9996 2.99 0.10 0. 32
6 2, 2- SN 15. 24 0.0 49.1 98 0. 9967 3.91 0.35 1.10
[ XS 15.92 0.0 49.5 99 0. 9957 2.20 0.29 0.92
8 & 16. 15 53.8 103.5 99 0.9984 3.57 0.22 0.71
9 L1, 1-=54k 16. 73 0.0 50. 7 101 0. 9992 2.73 0.12 0.36
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10
11
12
13
14
15
16
17
18
19
20
21
22
23
24
25
26
27
28
29
30
31
32
33
34
35
36
37
38
39
40
41
42
43
44
45
46

1, 1I-— &N
IEREA

P

L2~ Lk
LI

1, 2- SNk
TR
TR
-1, 3- S A
CIES
k-1, 3- S A
L1, 2-=5 2%
1, 3- =&k
VU S 2

— R IR
ZIROHR

£

1,1,1, 2-PU4 %%
A

X R

Jf] - FOR
AR
KON
=W
SRS

1, 1,2, 2-ME 24t
R
1,2, 3- =5 A%t
LR
-

1,3, 5-=HI%
4-FA R
CQIIE S
1,2, 4~ ==
F TR

1, 3- =&

of FH 5 S A 2

17.
17.
17.
17.
19.
20.
20.
21.
22.
23.
24.
24.
25.
25.
26.
26.
28.
28.
28.
29.
29.
30.
30.
31.
31.
32.
32.
32.
33.
33.
33.
33.
35.
35.
35.
36.
36.

21
23
82
85
74
41
7
25
63
73
38
99
54
52
30
71
36
63
74
13
13
52
55
19
81
82
88
99
27
58
91
96
09
26
89
27
42

0.0
73.9
58.4
0.0

0.0
0.0
0.0
0.0
48.7
0.0
0.0
0.0
50. 6
0.0
0.0
0.0
0.0
45.2
34.9
34.9

i

[\
.

-3

A e s A A A I S
© o o o o © o o o o o o o o

54.
119.3
111.3
48.
89.
47.
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49.
44.
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(o I Y e S S e

L o
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0

3
0
7
0
6
3

= o1 Ol

-3

—

w o N

108
91
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97
87
95
92
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97
99
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97
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106
107
104
112
106
108
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105

100

© O O O O O O O O O O O O O O O O O O O O O O O O O O o O o o O o o o o O

. 9987
. 9995

9999

. 9986
. 9986

9998

. 9999
. 9989

9985

. 9960
. 9994

9978

. 9979
. 9991

9978

. 9992
. 9997

9994
9983

. 9991
. 9991

9992

. 9994
. 9995

9988

. 9995
. 9998

9962

. 9992
. 9995

9995

. 9994
. 9993

9995

. 9992
. 9999
. 9996

o W W

N

L I e B L - o

w v w

o o

oo W W W s e

. 66
.95
. 80

03
33
22
22
78
95
07
63
02
42
32
13
94
24

.34
.27
. 38

38

.69
. 28
.96
.01
. 26

46
66

.24
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73
76
37
36
96
64

.04

S © 2 2 2 2 2 2 2 2 9 2 92 2 92 9 9 9 92 9 9 9 9 92 9o 9 9 9 S o 9o 9 9 o o o 9

.14

19
10
56
10
19
29
16
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07
12
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12
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19
16
13
13
17
13
18
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. 20

—_

o o o

S © 2 2 2 2 2 2 2 2 9 ° 9 2 S 9 9 9 92 9o 9 9 9 9 o 9 9 9 o o o 9 9

.45
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.32
.75

33
58
92
51
38
96
33
96
97
39
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13
22
38
53
53
15
14
36
37
48
42
99
59
50
41
40
55
40
55
46
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47
48
49
50
ol
52
53
54

1, 4- 50

ETR

1, 2- &

1, 2- " WR-3-N K
1,2, 4~ =&KX
NET I

1,2, 3-=4%

. 60
.01
.05
.99
.93
.51
.68
. 46

e e e e e e @

SO O O o o o o o

50.
50.
50.
53.
48.
49.
52.
50.

©

-3

S N

101
102
102
107
97

99

104
100

101

© o o o o o o o

. 9999
.9990

9998

. 9963
. 9994

9988

. 9956
. 9996

S @ o ® A s

.50

47
67
28
20
19
10

.78

S o 2 2 2 2 o 9

.15

22
15

.29

16
24

.25
.18

© © 2 2 2 2 o 9

.47

69
46
90
ol
76
79

.98



3.47 [EAHFEEL/ SO G B vk R I g 240K SR H AR AR
3.47.1 {488
Agilent 6890N-5973inert MLSAHIE I, (LiliAl: J&W DB - 5ms (30 m X 0.25 mm X 0.25 unm).
3.47.2 MELME
3.47.2. 1 (il 4tk
FEIR60 CLRFFL min, JSLALO C/minTHi3(280 C, fRFFI0 min; HEFEHEE250 C; AR, 2 1
ml/min;
3.47. 2.2 kA&
PEINRE280 C; B IR USRI 22 W 230 CHIL50 C; EHEE 1 (SIM) Wi, k. &5,
3.47.2.3 FEi AL
SPEM:MI 4. TSGR (BB P i N 1g XAD — 23E0KL, I3 ml R, FH A B Bt sh i A<, 1
JEINZ0. 5 e (HERD ;WAL AKIRHI10 ml 2R WS, 5 ml AIEIAIL0 mlZE7Kmkyt; #H: B LK, hno. 1
ml BRI ARSI, JRA), 16 mol/L ERMRIMpHE /N T3, LAZJ15 ml/min FRI3AESd it [AH AL HURE, AR T
50 mlZlsKiEUER A IFMASPER:, J137 2%, ZJFHIEZ%0. 2 min. JN2 ml ZPR LBEVEL 228 I I BISPERE H,
PAZJ1 ml/min RISREBENL, ARG T I FEIIAS ml LR £ BagkSLpe i, WA A ue ik . FUEmm i ANZ2 ¢
To/KBRIREN, A, FHE 10 min, B0, FESBAAA T EEKBEREIL nlf5 EALIE .
3.47.3 R 51
3.47.3.1 Wix5Whrr 4
ACRHdA - 1, 2 - Z&CK, d10 - B0, d10 - JERd12 — Jm PUR A AR C e R PR, A = Fp
WSE T GRIFTSFRAERE FHW 2 IER0. 54 0. 1. 0.05 ml) FIIIFR Lt ML AR Ak 4325, B &fl s R 1FT R IIA4LIN
brE ik
3.47.3.2 JjEHSH
DABOREL L b5, D5kt R 21, 25 4120 iR HE BRI TRR (. NS0T I v el AR 50 %/
A, AR A IR B B AT R IS ILPE, BT LAVE S RT LA H I IR IE o e 2 93 1R [ AL 3 S il A
TIEZEER, ANTRERE o KERA T TS W AT 2, i ARSI BRAFR 8 i, AN RIS 1% 22 20l TR AH
SRR ZEAET. 6% ~21%2 [H] o

KL IE¥BH

4R FRIE T PSR  CPIBICR AXERMEIRZE ATHER £ R FREL
(ug/ml) (%, n= 6) (%, n=6) (ug/L) (1 g/ml) r

d4-1, 2- 5K 150, 152 1. 00 / / / / /

1, 4 - &K 146. 148 1. 00 92.5 4.3 0. 005 0.01~1.00 0.999

1, 2 - &R 146, 148 1. 00 104 4.5 0. 005 0.01~1.00 0.999
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I, 3, 5 - Z&XK

P

[

1, 2, 4 - =K

Pl

s

*

1l

Pl

1, 2, 3-=
NAT M
e
SRR

d1o - &
2, 4, 6 - =&
a - 666
INEHIK

IR )

B - 666

Y- 666 (BKJ])
5 - 666

I

L&

KRR

pp — DDE

pp — DDD
WS- 1
WS TE- 2
d10 - #EAE
T4

B

FH B0 e 1
Ty i 1
BESEIR

X i B3

op - DDT

pp — DDT

d12 - Ji

180, 182
180, 182
180, 182
225, 227
109, 185
87. 125
164. 162
196. 198
219, 217
284, 286
164. 149
219, 217
219, 217
219, 217
200, 215
272, 274, 337
198, 119
246, 248, 318
235, 237, 165
181, 253, 251
181, 253, 251
324
266, 268
266. 264
109, 263, 125
173, 125, 127
314, 199. 316
291, 109
235, 237. 165
235, 237. 165
240

SRR R — R lE149. 167, 279

FIFHE

252, 250, 253.

126

1.00
0. 50
1.00
2.00
4. 00
1.00
1.00

00
00
00
00

S

.00
2.00
20.0
2.00
2.00
2.50
2.50
1.00
10.0

.00
00
00
00
00

S S

.00

5.00

97.2
114
114
55.5
110
105

110

96. 0
85.5
97. 4
90.0
92.0
103

87. 4
87.2
93.4
95.1
93.4
89. 3
94.5

103

¢ © © ® © N X
A O &~ o oA~ o =

10.6
18.9
8.27
9.25
8.20
7. 46

11.79
.98
.38
49
98
09
07

© © o @ ®» © ©

.02

12. 20
8. 56

S o o 2 o ¢

S © 2 2 2 2 2 2 2 2 2 2 2 ©

© o 2 2 2 2 o 2

005
005
005
01
01
04

02
02
005
02
02
02
02
02
02

005
005
02
02

02
02
02
02
04
005
01

02

. 005

0.04~5

© o o o S © 2 2 2 2 2 2 o © o o 2 2o 2o

© o 2 2 2 2 o 2

.01~0.
01~1.
01~0
02~1.
.02~2.
1~4.0

/

.04~1.
04~2.
01~1.
04~2.
04~2.
04~2.
04~2
04~2
.04~2

.01~2
01~2
04~2
04~2

2~10
04~1.
04~2
04~2
04~2
08~4
01~2.
.02~2.

.01~0.

50
00
50
00
00

00
00
00
00
00
00
00
00
00

.00~20.0

00
00
50
50

00
00
00
00
00
00
00

00
50

o o o o o o

© © 2 2 2 2 2 2 2 2 2 © 2 O

S o 2 2 2 2 o o

. 999

999
999

. 999
. 999
. 996

. 998

999

. 999

999
999

. 999

999
999

. 999

995
999
999

. 999

999

. 992

996
995

. 996

997
994

. 994
. 999

0. 997

. 994



3.48 MRK I R MA I E A B GC-MS T VAR 5T

3.48.1 188

Agilent 7890A-5975C “SAH - Ik IpE AL Ai%4E: DB — 5ms (30 m X 0.25 mm X 0.25 um).

3.48.2 W&t

3.48.2. 1 (il 4tk

BERE LT E300 C, ANMFHERE: #/<: He 0.9 ml/min; A: 45 CARHFL min, BL10 °C/minJt#[130 C{4
F#3 min, LL12 C/minft#)180 ‘C, LL10 ‘C/minft#]240 C, LL20 ‘C/minJt#325 CHE4F2 min.
3.48.2.2 Jilk &M

R TR EAER 4.3 ming BFUREE230 C; HRIGET 4. 3min, 2 T64, 66, 71, 93, 99,
112; SRR 3 min, FI§E 154, 77, 82, 111, 123, 157, 162, 164, 180, 182; FIifltifmtin18
min, FEE 150, 75, 168, 172, 196, 198, 214, 216; FIFELAN 23,5 min, FIHEE 775, 89, 165,
188, 202, 210, 264, 266, 284, 286, 330, 332, 173, 200, 215; FAFEELAIIH28. 5 min, FHHE 192,
149, 167, 184, 244, 252, 181, 251, 253,

3.48.2.3 FEibAbEE

WIAHACH: KRHIEPAS2T0L HIARE (Hkl: IR AM-— CIRAERMIREL D , 200 & ke, I, Iz, /K
TCAEEUBE, KR AR IL, Eh YRS EIpHE-T , A G beksb2 ik, EARIE 1, FJE KGR R A ok
ZIKG R RWORA 0. 8ml e, IMAAER, H =& HPoE AR 1nl, R

3.48.3 ZR 51

3.48.3. 1 FRAERE S A B R

2TFHSVOCTIE R B T s B WIS 1. 45 K2 H0b S Re A SR AR (120 25 . FUA/E20minZi472, 4, 6- =K Al
FE-d10 CPARD + 2Tmin/eAy BPRF AR TS AN GE 58 20 B, eI &8 AN R B AN 2 s i e 45 2R

== o

TIS: =oo=2C4l=—13. Dhudata. mx
s=ocooo ==, 1mo

==. z31

== o=o

aaaaaaa

=27. as=

==oocoo T OF4

==, a=a
aaaaaaa |

== aga

1=o0oooo =Za. cas
iS5 rE oor -
1z, Puw =o. ==
1908000 13, mwa ! 1 I 1= =23 | ?z. -==_|_=_ I
pd. TET1sS. 3355 So. a7 x=FE ST5a. =13, 3=s == Taim
B [ 111 | N Y .l
|
- L - ||.|JL : - | L il ‘u . : . |
10. 00 13. 00 14. 00 1. 00 1. 00 0. OO0 3=, 00 4. 00 ==, 00 IS. OO0 I0. OO0 Z=. OO0 Zd. OO0
B [ ——

BT B X SVOCTP i Kl
3.48.3.2 MRIERTF. K% RS H R
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PSS T AR MR BEBEA T 00T, A AN RS IE R 7 BOER PR E . B REE (6UCPATEE R .« 4R
HJ168-2009 45 R THET ik AR A B, 25 R W 1. Lrp 23 il 1E K1 IRSDAE30% LA, A AR i
B IE R FIAIRSDARLRE T30 %, 4054 1-30. 6-32. 2 %2 (0o SEBR/KFEF 27 RhSVOCIH) 7 v H B AT Lk 0. 02~

0.17 ug/Lo
F1 SVOCKRUERE it PRI IE PR Ol % FE R g I A H PR
Frg & REITE R RERT RIERT RSD % PARr A (1%
(min) [ RSD% HBE (ug/L)
1 EN 9.08 93 0. 6069 4.16 2. 08 0. 06
2 TEE /S 12. 39 77 0.3933 10. 4 0. 28 0. 06
3 1,2, 3- =50k 13.75 180 0. 5398 2.77 0. 57 0.03
4 2, 4~ AR 14. 78 162 0. 2631 20.8 0. 50 0. 05
5 1,2, 4-=5&F 15. 08 180 0. 5066 7.39 0. 43 0.03
6 1,3, 5~ =& 16.01 180 0. 4984 2. 47 0. 42 0. 02
7 B N 16. 53 111 0. 2299 18. 4 0. 52 0. 03
8 (pto) - AHHESA 16. 94 111 0.3418 14.0 0.21 0.03
9 1,2,3, 4-P& K 19. 29 216 0.5733 5.05 3.77 0.03
10 1,2, 3, 5-PUG A 19. 38 216 0.5733 5.05 3.36 0. 02
11 2, 4, 6= =K 20. 19 196 0.2114 25.8 1. 46 0. 06
12 1,2, 4, 5-PU&H 20. 89 216 0.5303 2.83 0. 44 0. 02
13 o~ AL 22. 35 168 0. 0625 21.3 1.03 0.07
14 p— i EEIR 22. 60 168 0. 0937 32.2 0.73 0. 05
15 m- A AR 22. 84 168 0. 0951 31.1 0.58 0.03
16 2, 4- " Hl LK 24. 06 165 0.1343 29.9 1.58 0. 05
17 2, 4= AR 24. 54 202 0. 0571 32.0 1. 60 0. 04
18 2,4, 6- AR 26.34 210 0. 0539 28.5 2. 68 0. 02
19 INFR 26. 46 284 0. 4608 3.63 1.31 0. 05
20 (TIPS DA 26. 99 215 0. 1267 29.9 2. 06 0. 07
21 T 27.05 266 0.0516 17.1 5.19 0. 04
22 AR HR TN 29.19 149 0. 8296 24. 4 1.56 0. 06
23 B 30. 87 184 0. 4298 30. 0 2.85 0. 05
24 AW (-0 e 33. 32 149 0.3134 30. 6 3.09 0.17
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25 I (a) 35. 09 252 1. 0445 20. 2 2.22 0.07

26 RE A 35. 60 181 0. 0450 5. 44 2.77 0.16
27 FE-d10 (HHR) 20. 13 188 / / / /

3.48. 3.3 [HI AL
T ] o A R AL A AR 64> 2% 1 ZKAE RGN SE B KRR HEA T AR (e 3k B, ZKAEBE1000m T, K A IR iAe JBE A AR Bk
K A2.5 ug/Lob, HEYBEI A 10ug/L, &5 R HK2.

2 KK LSRR AR RIS (n=6)

EY 2R [ KKE PR RS B A KFE S BRI [EfvE
[ (%) EER (%) i %) [ ZE (%) MR (%) HTaH (%)

BN 53.2+4.9  45.8-72.6 / p-~ AHFEIE 87.0+£5.3  74.8-102 /

fiF L% 80.84+6.5  60.2-75.9  35-180 m— AR 88.3+5.5  78.5-114 /

1,2, 3-=5K 60.1+4.7  36.5-60.5 / 2, 4~ AR 83.5+5.9  73.9-107 39-139

2, 4- 5K 55.04+9.3  48.5-63.0  39-135 2, 4~ h R 89.1+£6.7  73-103.9 /

1,2, 4-=50K 63.845.2  45.7-65.0  44-142 2,4, 6-=AYEE A 86.64£6.0  63.1-100 /

1,3, 5- =&K& 64.64+5.7  42.1-67.3 / INER 66.1+4.5  59.8-83.0  D-152

m- AR R 79.2+6.8  51.2-78.1 / (TS iAE 74.5+5.3  71.6-98.7 /

(pto) - i 81.3+7.0  58.5-94.0 / Enc 40.5+6.5  17.5-35.3  14-176

1,2,3,4-PU%K  51.7+6.7  42.0-66.0 / AR T THE 65.246.8  82.8-111 1-118

1,2,3,5-P4%A&  62.1+5.3  42.9-66.8 / P N3 14.5+4.0  4.0-14.8 /

2,4, 6-=5 M 54.626.0  26.7-66.0  37-144 A R 80.2+3.5  73.3-123 8-158

1,2,4,5-PU%E  63.4%5.2  47.3-68.4 / (2-Z 33 Big

I (a) ] 70.0+4.1  57.9-106 17-163 o~ AiHHEIE 85.5+5.7  69.2-92.9 /

WS 87.746.2  71.4-140 /
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3.49  GC-MSVEWE /KK B LHER TRV

3.49.1 {438

Agilent 6890N-5973inert RV AHCIE FUEICHA; A% : DB - 5ms (60 m X 0.25 mm X 0.25 pm).,
3.49.2 WELME

3.49.2. 1 (il 4tk

B AAE AR 1 mL/ming RCIUES PO MG BEAE R 250 °C; #ERETTA: A URaEERE
BERER: TuL. FEWRE: 45 'C (1 min), LA30 ‘C/minf}Z130 C (3 min) , LA12 ‘C/min JF%180 C , FHLA
7 °C/min JF&E240 C , HJELL2 C/min FFZ320 C (15 min).

3.49.2.2 k4

J iy 45~450u; HIE 7 E1; HTRER: T0eV; BEIEE: 280 C; BEFURIEAE: 230 C; DURLATIE
JE150 °C; FHi a0 SIM; JEFEES T K AR R I R WL 1R

3.49.2.3 FfibAbEE

WAk I TR CBERI SRR 55 mLIRGECI8 /M . 10 mLFEEZF PR IRIE A /N, PRI L0 mLAlizK 43 Pk
WANEE, RIS AR, RELLRERUEA T, AR TR R D InL. E AR BUKFELL, 1§TTpH<2,
IMNT mL R BEAW, VAT A/KFELA20 mL/minfRs i 2O NE, ANEELNER T . ERESE R4kl 10
mine Pefii: 43 5IH R SRR S T he 5 mLigvere MM, JFOH8m ME, EH3 nL S FHR L%
CBEIRA W AT L 1) PESRAEHURE, G KBRIR ARG, 7540 CoRMPEWOIRAT L oL, AW, F55 07
3.49.3 ZR 512

3.49.3. 1 (il B acR

KHISIMEFAHE T2, 36N 2 BRI LI, FUA 0t ek P T £ A 2 20 B 52 420 TT

23 26 28
I 9
27
4 13 2122
14
9 29
12 16 18 24 3 3132
3 & 1] 33
° 8} 038 19 35
Hn2ges 20 - 34 36
L] ] I 1 Al 1 1
10 15 20 25 30 s 40
£ min

B 3eMfdE R MEAT B RISV 2 1
3.49.3.2 brAEHhZ 2
KWK 2 bRk i, WARL SR L10-5AE . 125« 120 . A Sl PR IE 4R 5 050,
HRER N 1~12 mg/L, HEFFEL wL, EIZaXtEFfR1~12 ng. MHOCREGEH0. 994~0. 999,
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3.49.3.3 JARIENECER . XA A H BRI 7 vEAS H R
TN A5 1 g/l SVOCTEAR, fisurrogate F6-d12, MIAFREIRE N2.5 wg/L, &I IEREAT M
S8, [ICRTE FIAAES 1%~ 118% 2 8], AHXTARUEMZELEL. 90%~9. T9%2 8], PEWE 1R, BRI LA T,
JFRIHBR A0, 02~0. 32w g/L, AR HIFRM0. 40~27. 3 pg.

K1 IR E &5

Jrg iy E T fREEIE [ RSD(n=6)  JVEKGHIER XIS R
t/min R/% s, /% p/(ng/L) m/pg
1 X il s FR R 91. 137, 65 10. 07 99. 33 6. 44 0.19 8. 40
2 [AELESS 109, 185, 79 10. 16 117.89 3. 66 0.03 -
3 PARISEEBN 75. 111, 157  10.41 84. 54 9.25 0. 07 2. 80
4 T A 152 14. 46 55. 13 5.06 0.08 0. 60
5 & 153, 154, 152  14.57 51.61 8. 36 0.15 1. 10
6 2,4~ hHFEHR 165. 89. 63 15. 04 62. 57 5. 68 0. 32 3.30
7 il 166, 165 16. 41 74.18 6. 59 0. 04 3.00
8 R AVAVAY 181, 183, 219  18.30 74. 28 4. 69 0. 09 2.50
9 N 284, 286, 282  18.47 58. 22 9.79 0. 04 0. 70
10 P W T 88. 60. 170 18. 53 67. 15 2.93 0. 10 27.3
11 R AVAVAY 181. 219. 183  19.09 75. 14 2.74 0. 04 1.70
12 SR AVAVAN 181. 219. 183  19.47 75. 63 3.85 0. 05 2. 20
13 B 178 20. 10 72. 18 6.57 0.03 0.80
14 E[H 178 20. 30 67. 35 1. 90 0. 02 1. 10
15 L EAVAVA 181, 183, 219  20.37 78. 28 2.98 0.03 3.30
16 PRS0 B 263, 109, 125 21.54 78.17 2.90 0. 07 2.30
17 & 272, 273, 100  22.02 60. 08 8. 47 0.03 2. 50
18 b Ry it 173, 125, 127  22.54 80. 93 1.98 0.11 7.00
19 X T fe 291, 109. 97  23.13 74. 63 4.75 0.12 1.80
20 7N 353, 355, 351  24.50 77.73 9.16 0.16 1. 60
21 PR 202 24. 85 80. 81 8.07 0.16 0. 60
22 4 202 25. 75 80. 18 7.66 0.12 0. 70
23 4,5” -DDE 246, 318, 316  26.24 79.53 7.99 0.13 0. 40
24 A I 79. 81. 263 26. 61 81. 87 8.17 0.18 2. 60
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FEAK IGH 263, 81. 281  27.31 86. 75 7.98
4,4’ -DDD 235, 237, 165  27.58 81.58 6. 23
K R 345, 67. 347  28.07 81.91 5.57
4,6’ -DDT 235, 237, 165  28.79 80. 76 6.12
K (a) B 228 30. 55 83. 39 5. 64
it 228 30. 69 85. 79 4,96
ZIE (b) YHE 252 34. 56 82. 62 5. 49
HKIF (k) B 252 34. 66 83. 12 5.37
HIF (a) ¥ 252 35. 72 78. 56 5.88
Bidf (1,2,3-cd) T 276 40. 23 82. 89 5.19
T (a, h) B 278 40. 33 82.98 6. 34
HIF (ghi) J& 276 41. 47 83. 13 4. 89
JE—-d10 164, 162, 160  14.46 - -
B-d10 188 20. 01 - -
Ji—d10 240 30. 59 - -
JE-d12 264 35. 92 76. 50 3.45
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3.50 ASAHE IS EE A PR B K KUK P R R LY

3.50.1 1428

Agilent 6890N-5973inert HYSAHMIE BTN AL (AilA:: HP-5MS AR BAHEH (30 m X 0.25 mm X
0.32 umo

3.50.2 J5E4AE

3.50.2.1 il

BEREFRRAE . 270°C; AN idiRe; FREFF . WILAERE40 'C, BA15 'C/min F+%250 CIOR¥F3 min, FFLA
10C /min JF#280 CIPRFF6 min; #: @2, fHEREAL 0 nL/min,

3.50.2.2 Jik4&M

LN 280°C; EI B 77U, ML JAEE: 70 eV; BY JUEIRE: 230°C; DUMATELZ: 150°C; FrifIdiii -
50 ~ 450 amu; WEFIGEIR: 6.5 min. EMEEHIScan; EHEEEHISIM.

3.50.2.3 FffbabE

7£250 mL K NINaOH ( 45 %EpH > 11) , JH15 ml ZR703 RARHG, BERIFE 70730 5. 104 15 min, ##
B10 min, SIFAEC, BB PELA Sy . P50 mLAKINGRER G EpH < 2) , JH15 mL K533 WRIREK,
TR L, SARRYEA Sy o A IR PR SRR V2 2 h A ML, IF I R TOK IR IR SN, IE 25 min
T, I ERELAL mL.

3.50.3 &R 51

3.50. 3. 1 ARAERE i B SR

= S I

6 18 20 22 24 26

K1 SVOC JEF s 1 i &
3.50. 3.2 bRt h &2 K 3 K -F-RSD
PRUER IR R0, 0.54 1.0 2.5, 5.0 10 mg /L, WHRIKEENL. 0 mg /Lo 2P R IEA AL E 1
R st 4 (m/z) PR S PR ) R DR PR A v AR 22 L.
3.50. 3.3 Jbxme e A R
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FAZSES ANKFEA T RARE, IR 10 » LIREEA500 wg/ml FRvEiRAHOINEI250 mLAKFEH, JEAT sl

WORE, MESRE (0 = 7) WRITR.

KL BN VDS TR (n/2) « PRI T WA DR (AR e 22 o [RDAC3 R g i PR

Py EY TR B I ) HbRE 1
/min (m/z)

1 K 8. 424 93, 66

2 il 2 9. 825 77,123, 51

3 1,3,5-=F0K 10. 347 180

4 2,4- 5K 10. 728 162

5 1,2, 4 =& 10.850 180, 145, 184

6 1,2, 3-=5K 11.236 180, 145

T KSR 11.377 111, 157,75

8  [AMHHEGER 11.485  111,157,75

9  ARAHIRECR 11.565 111, 157,75

10 1,24, 5-PY&A

1,2,3,5-PUs 12,388 216

11 2,4,6-=%&M  12.580 196, 198

12 1,2,3,4-PY%%  12.853 216

13 X CREHESR 13. 267 168, 75, 50

14 8] REHER 13. 450 168, 75, 50

15 AR hEHEIR 13.643 168, 75,50

16 2,4-"AHIEHIZE 14. 165 165, 89

17 2,4-AHIEEIE 14.405 202,75, 110

18 2,4, 6-=H§ILH K 15.482 210, 89

19 AY N 15. 651 284

20 HEURM 15.952 266, 268, 165

21 AFOK HIER TG 17. 250 149

22 AR TR (-2 CHE) ME22. 131 149, 167

23 X3F [a] ¥ 25. 465 252

T

1.
1.
1.

oS O O

—_

2.
0.99
0.

RF

45
08
16

.61
.10
.05
. 57
.43
.40

.05
. 20

87

.14

20

. 16
.32
.22

15

.53
.08

51

59

111

RFJRSD
/%
0. 59
10.9
9. 29
14. 8
6.77
7.21
16.5
12.4
10.0

0.74
16.6
12. 4
5.40
9.93
6. 64
15.2
18.4
10. 4
9. 86
11.8
8.83
14.5
15.8

o H B
(ug/L)
15
12
08
12
08
08
15
15

© © o 2 2 2 o o ©

15

08
12
08
20
15
. 20
.12
20
20
15

S © 2 2 2 2 2o 2 2 o ©

.50
0.08
0.20
0.02

Hes

/%

66. 8
111
75.2
43.6
78.8
82.4
106
106
109

115
45.6
85.2
113
111
114
126
117
117
114
32.5
142
156
111

RSD

5.
3.
1.

3.

/%

27
72
53

. 97
.58
.63
.93
.76
.73

.76
.93
. 55
.02
.62

53
30
26

. 36
. 26
.55

85

4. 02

1.

23



3. 51 SAHEIE FUE AN 2 K AKE P60 LI K EF LY

3.51.1 {428

Agilent 6890N-5973inert HAVSAHCLIEIIEHCHAG: (k. DB-5MS A EFEAFE(60 m X 0.25 mm X 0.5
nmo

3.51.2 WEL&ME

3.51.2.1 it

BANAT, WEAL 0 mL/ming AZMRPEFE, BRI 1 w Ly HEFELEEH280 C: AR, #)ilAH90 C,
3 min/GlA3.5 °C / minfHEA180 °C, 1##%5 min, LA 8 °C /minfHE %250 C, {##F 8min, HJELA10 C
/min FHEZE315 C, #4518 min.

3.51.2.2 JHit4&Mt

B N ED s B TARERNTO eV B ALHIA300 0 Ay BT AE300 Cy BT HLUE N 1706 V .
3.51.2.3 FfEfbAbEE

S R BEBOR AR B R R EAT AT AR B . 45 1 LEARVUEIRIZKFERE N 2 LA Sk, JA30 g NaCl, %4
PRAE BNaCLyE RHF . FEMA60 m L —SHbe, WRZEIL0 min, R/GHEL0 min, HBATHAR: TH5KH
Zp H>11, B8 FRFEROIH: WIKFERp H=7, H=ES BRI, WkFEEp H<2, &
Ji—KER FRAERGIRE, ARG HU; SR KT 3 g) /KBRS Ta VLA . 35~
40 CAM TR RIRATATHIA, 4RER RS 8 ~10m LIy, H 28 MM TP HUH, S5 R 4k el gt 7%
K, HEFEMARN 2 ~3mL . BRRIRAWR R EWORGE, AUOK4i40.5 m LAk, MAIECKE~8 mL,
PR 0. S5mLAS, EE 3R, REHECKERE I mL, GC-MSlE.,
3.51.3 &R 51HR

3.51.3. 1 ARdERE S 2> B AR

2AHI0 TIC: HSOVS4.L
pALLELL
2NN
5 1800000
-
E 1600000
2 1400000
<
o 1200000 -4
a8 .
e 1000000 A3a . =
ANNON0 . el -
£
G000 b gE
00000 T e T | ’
o i i ] :
R I A | L~
500 1000 1500 2000 2500 3000 3500 4000 4500 5000 5500 6000 6500  70.00

1 60FFSVOCs i B T
3.51.3.2 bRUEHHZZ2 ], R H PR, IR
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FHAMRIEIT 60 SVOCS HEAT 3 53 HT o B AIVR B 4351 0. 05, 0. 105 0.20, 0.50 1.00 n g/ mLIARAERE 75
ImL, FHRAIR AR, bl s — A HE i 2. a5 LW, HFMLAWLE0. 05~1. 00 u g/mLHK
BN A B2 R R, NI A BER2>0. 99, AT ERAhRAEMR FEREATINE ,  DAEMEEES/N=3 v, BV H Axdig
TR (i) Gk BME R RE 2R 1 3 AU IR (B m) I AR R AR R, AR 1. 728 (KPR
HMASVOCSFRAED AL HA N0, 10w g / mL,  $ASCSER T VAT AR MIOAS:, 45 R W& 1 .

1 REAWEE, K BRORURE RO A

g AH TR P B4 B[R] b I AR RSD ST}l S e
(t/min) (ug/mL) (ug/mb) (%, n=5) (%) (ug/mL)

1 N — W AHAE = F i 10.97 0.10 0. 090, 0. 098, 0. 092, 0. 090, 0. 088 4.2 92 0. 020
2 Ky 11. 60 0.10 0. 088, 0. 090, 0. 092, 0. 096, 0. 090 3. 91 0. 005
3 X (2-Z ) M 12. 05 0.10 0. 096, 0. 098, 0. 090, 0. 096, 0. 092 3.5 93 0. 0057
4 PN 12. 84 0.10 0. 092, 0. 090, 0. 098, 0. 086, 0. 090 4.8 91 0.0033
5 1, 2- &R 13. 14 0.10 0. 096, 0. 096, 0. 092, 0. 096, 0. 092 2.3 91 0.010
6 1, 3- &R 13.98 0.10 0. 094, 0. 098, 0. 088, 0. 096, 0. 094 4.0 90 0.010
7 1, 4- "5 14. 26 0.10 0. 096, 0. 098, 0. 092, 0. 092, 0. 088 4.2 90 0. 009
8 2- 2R Wy 14.78 0.10 0. 090, 0. 088, 0. 086, 0. 096, 0. 086 4.6 89 0.010
9 M 2-H RN W 14.97 0.10 0. 090, 0. 088, 0. 092, 0. 088, 0. 090 1.9 90 0. 0057
10 4= H SR gy 15.82 0.10 0. 088, 0. 090, 0. 090, 0. 088, 0. 086 1.9 88 0.010
11 N-TEAHEE T IE R 16. 07 0.10 0. 092, 0. 090, 0. 092, 0. 092, 0. 090 1.2 91 0.010
12 INH L 17.39 0.10 0. 088, 0. 092, 0. 092, 0. 090, 0. 088 2.2 90 0. 0016
13 VRSN 17.95 0.10 0. 090, 0. 098, 0. 094, 0. 096, 0. 094 3.1 94 0. 0019
14 SRR W 18. 61 0.10 0. 096, 0. 094, 0. 092, 0. 096, 0. 090 2.8 94 0. 0022
15 2-TH LRy 19. 30 0.10 0. 090, 0. 088, 0. 090, 0. 090, 0. 092 1.6 90 0. 0036
16 2, 4= LT 19.91 0.10 0. 096, 0. 098, 0. 092, 0. 096, 0. 088 4.3 94 0. 0027
17 MW (2-FLEHE) HEE 20.45 0. 10 0. 092, 0. 094, 0. 090, 0. 096, 0. 090 2.8 92 0. 0053
18 2, 4= G 20. 67 0.10 0.092, 0. 092, 0. 092, 0. 094, 0. 090 4.5 92 0. 0027
19 1,2, 4-=50K 21. 17 0.10 0. 096, 0. 098, 0. 090, 0. 096, 0. 092 3.5 94 0. 001
20 % 23.71 0.10 0. 090, 0. 088, 0. 092, 0. 090, 0. 088 1.9 90 0.0016
21 ARG 24.93 0.10 0. 096, 0. 098, 0. 094, 0. 096, 0. 090 3.2 95 0.002
22 N T T 25. 96 0.10 0. 088, 0. 086, 0. 092, 0. 086, 0. 086 3.0 88 0. 00009
23 4-F -3 26. 76 0.10 0. 092, 0. 094, 0. 092, 0. 090, 0. 088 2.5 91 0.003
24 2-FLZE 26. 97 0.10 0. 092, 0. 088, 0. 090, 0. 090, 0. 088 1.9 90 0.012
25 INFIRR 28. 22 0.10 0. 096, 0. 098, 0. 092, 0. 096, 0. 088 4.3 94 0.010
26 2, 4, 6~ =G KWy 28. 86 0.10 0. 090, 0. 092, 0. 092, 0. 092, 0. 088 2.0 91 0. 0027
27 2, 4, 5~ =G KWy 30. 24 0.10 0. 096, 0. 098, 0. 090, 0. 094, 0. 090 3.8 94 0.010
28 - 30. 69 0.10 0. 096, 0. 098, 0. 092, 0. 096, 0. 088 4.3 94 0.010

113



29
30
31
32
33
34
35
36
37
38
39
40
41
42
43
44
45
46
47
48
49
50
51
52
93
54
95
56
57
58
59
60

X

PASTEE 3
BRI — HR
2, 6-ZAiHAE R
JE I
3%k
B
4-fiBEA
2, 4 REFEE R OR
S RN
AR R LR
Vil

N
I

ESi

g

0
Pl
[
s
=

T
s
|l

=
Pl
MO M M
[t
gé

/{'
Pl

= SN
A
N
g

AR IR AR T e

X (2-ZEL 3D ABFE RN
AR — FAR — 1F =i

FI (a) WM
I (k) P
FIE (a)
EiJf (1,2,3cd) T
—#FIF (a,h) B

31. 30
32.07
32.83
33.53
34. 33
34. 48
36. 43
37. 14
37.20
38.21
40. 11
40. 38
41. 36
42.42
42. 65
43. 40
45.16
49. 40
51.24
55.10
57.60
57.76
59. 02
59. 32
60. 20
60. 53
61.83
63. 00
63. 17
65. 06
73.98
74.11

S © 9 o 2 2 o0 O S O © O © O © 9o © 9 9 9 9 9 9 9 9 9 o 9 o o o O

10
10
10
10
10
10
10
10
10
10
10
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10
10
10
10
10
10
10
10
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10
10
10
10
10
10
10
10
10
10

.10

SO O O O O O o O O O O o O o o o o o o o o o o o o o o o o o o o<

. 092, 0. 090, 0.
. 096, 0. 098, 0.
. 094, 0. 092, 0.
. 096, 0. 098, 0.
. 092, 0. 094, 0.
. 094, 0. 096, 0.
. 090, 0. 092, 0.
. 094, 0. 096, 0.
. 096, 0. 098, 0.
. 096, 0. 098, 0.
. 096, 0. 098, 0.
. 094, 0. 096, 0.
. 096, 0. 096, 0.
. 092, 0. 098, 0.
. 096, 0. 092, 0.
. 096, 0. 098, 0.
. 096, 0. 098, 0.
. 096, 0. 098, 0.
. 096, 0. 094, 0.
. 096, 0. 098, 0.
. 096, 0. 094, 0.
. 096, 0. 094, 0.
. 096, 0. 098, 0.
. 096, 0. 094, 0.
. 096, 0. 098, 0.
. 096, 0. 098, 0.
. 096, 0. 092, 0.
. 094, 0. 096, 0.
. 096, 0. 098, 0.
. 098, 0. 094, 0.
. 096, 0. 098, 0.
. 096, 0. 098, 0.
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096, 0.
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094, 0.
096, 0.
094, 0.
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088
092
092
092
094
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094
088
088
092
088
092
088
096
096
092
098
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094
096
090
094
088
098
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094
098
096
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. 005
. 0016

0001

. 0025
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0025

. 0024
. 0001

0065

.0016
. 00005

0042

.012
.0019

0019

. 0036
. 00004
. 00005
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. 00025
. 00002
. 00009
. 00025
. 00008
. 00005
. 0004
. 00025
. 00008
. 00002
.2X10-6

0. 00005

. 00005



3.52  VRRAEN M - B B A VR S TR K 19 R 2 5% B B

3.52.1 188

Agilent 7890A-5975C SAH - Ik IBe AL Ai%4E: HP — B5ms (30 m X 0.25 mm X 0.25 um).

3.52.2 WEL&ME

3.52.2. 1 (il 4tk

HERE IR 280°C; BT hmali R, EREH], WML 2 nl/min, TEAVHEEE, 0.8 min JEITREAVR, W)
FIRE20 mL/min, WHIZERIS4.5 min , BEFERL 0 wl; AREFER HILRILE90 C, f#4F1 min , LLI5 C
/min AR TF4180 'C, HLL40 C/miniEHTH4260 C, {F4F15 min.

3.52.2.2 JRilk &AM

HL s 8 IR (D), U IHief35~400 amu , HIESARETO eV , B TURIRE230 C, fediiE260 C, 1Y
AR 150 C, R &SRS 1414 (STM) B

3.52.2.3 FfEbAbEE

BUKFE250 mLT-500 mL a1, A A FREIREEAL0, (/K RELABUR S 5 AR TRk 0. 5 mg/L),
M HHE20 nl, REE2 min, FFES)E, B EFBOE T WA . #IE 0 H — S BRI (B
UOHERL0 nl), AIFAERGE T R, Tedt ZRmas, T/K20~25 CHl4i20.8~1.0 ml. HUFK
i, R/ —SUR B RRAE, I &FEEEL 0 mL, AR,

3.52.3 &R 5iid

3.52.3. 1 FRyfERE S (a1 7 i

14 HE N
2-18 5718 1114
g 1 17
1 3 10 1%
11
Li. . |
85 9.0 9.5 10.0 1035 1.0 11.5
‘ t/min
19
L i I i i i L i M DN
4.0 6.0 80 10.0 12.0 14.0 16.0 18.0 200 220

1/ min

BIL 19 2 TR A bR vt (10 1 B8 59 1 (4 3 5]
MUY : 1 BGEOR; 2. a =N/ 30 ANEHE; 40 SRE; 5 FEE 6. B-ANAN; T Y AAN;
8. S-/NAN/N; 9. EHRNE; 10. WL 11 -BE&G 120 DR 130 SEAEEE; 140 XFEIRE; 15.
P,P’ -DDE ;16. P,P’ -DDD; 17. 0,P’ -DDT; 18. P,P’ -DDT; 19. 4 4iMs
3.52.3.2 ZeMEVuHE . A0 FRANEI R
AN TAESAT X S AR PR AER R ST E,  19F AR 24 MR MY I A VR R HE B (3S/N) W1 fEANE
AR 211250 mL KK A BN GG AR 25 b, 423850 VR A F R M T e, RSG5 R A L.
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75 Fid
SRV AVAVAN
R AVAVAN
S AVAVA
(SR
FH 0] i
Lt
fr i
AL
X Bt i
P, P’ -DDE
P, P’ -DDD
0,P’ -DDT
P, P’ -DDT

I S e

284
125
200
181
181
181
266
263
272
125
197
291
246
235
235
235
181

1 ITENEIEE SR IR FICR (n=6)
EVEE T AMSEE (ng/L) AR (ng/L) bR g RS

186
219
284
87

215
219
219
219
266
109
100
173
97

97

318
165
165
165

253, 209

0.

5~3.0

0.1~1.0

—

©S © o o 2 2 2 2 2 2 © o © © o O

.056~0.5
.3~2.0

1~1.0
1~1.0
1~1.0
1~1.0

.056~0.5

1~1.0
05~0.4
1~1.0
1~1.0
1~1.0

0
0
1~1.0
0
0
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. 008

002
005

. 002

002

. 006
. 002
. 003

002

. 007
. 005
. 005

005

. 005
.002

002

. 003
. 007

1

125 97.8
25 100.0
12.5 81.1
75 98.7
25 98.7
25 92.7
25 92.4
25 93.3
12.5 101.0
25 98.0
12.5 91.7
25 99.8
25 94. 2
25 98. 4
25 96. 2
25 97.1
25 103.0
25 97.6
250 90. 2

RSD%

7.2

~
C RN

—
S O o O



3.53 PKF5T FRARZIHIGC/MS BHIEK K T VE

3.53.1 {428

Agilent 6890N-5973inert MY AH(IGBUEIE A (A% DB-1701P (30 m X 0.25 mn X 0.25 wm).
3.53.2 s

3.53.2. 1 a4t

FEIRA ARV ER0 C, 452 min, LBL20 ‘C/min JFZ150 'C, LA3 ‘C/min JF%235 °C, LA30 C/min JH&
280 °C, f#¥5F12 min; #/<: He, Wi#1.2 ml/min; HBEREIREE280 °C, ApUidkkt.

3.53.2.2 Jilk &t

SRR A 2 i 5280 °C 5 PUARATHLELS0 C; B EE230 'C, 70 eV. RFISCANZE M, SIME .
3.53.2.3 FEfAbEE

HERE 200 ml/KFET-500 ml/0 i ~Frf, n&4ksht 58, F10 ml. 7ml. 7 mL 5 Ber =WEEL, JFH
AT A 20 mI LU AIRE, JRAT RIS R, AR TR R 24 ml, (HAERUY B
THAFRERAE20 ml, AT SRR K)o Fe FIR - TR AR SRR S AT
3.53.3 &R 51w

3.53.3. 1 ARdERE S 2 B AR

Lﬁ_ ‘MJ Hu_,l! ’L

K1 57TRRARZITIC K
3.53.3.2 MVEMIREE . WERIRE. REE R, KR
K HISCAN FISIM A EATAT I, A3 A0 7 Jr 0] I P AR 249K B8 (mg /L) TH SRS HH FR o DRI A BB B A 9k 4 110
&%, FrLATT VAR H PR EEACR A H PR 1065 o 45 RSCAN K sC gk tE IR7EO. 3 wg/L ~ 4 wg/LZ[A], SIMK;
MR BRAE0. 07 we/L ~ 8 wg/LZii), Hp KZ . M. $REL B d. Mm%k
SRAL. FEAEME. CWERREE. SS9 FIAR AN TR AR TR o FEIKEE OIS TRIAR 25T AR, AERFRIAR 24
WPEA0.025 mg/L, ~FATIES K. IR NEL.

13 ;

3 il 11! 1
:._I_ = | |
Wi 1 i

] I
. . |
| I
|I

'_-.J.-

2 III]

"‘—.
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R JEENERINE 5 bR Ao FR A5 R
K2 FE REINTE] (min) SENEE T bt/ (mg/L)  ME¥IE/ (mg/L)  RSD/% [l /%

LEhERs 9.382 109, 145, 185. 220 0. 025 0. 0242 14. 49 103. 31
LNED 9.874 149, 164, 165. 221 0.125 0.130 3.57 104. 03
K 12. 909 127, 164, 192 0. 025 0.028 9. 27 112.19
IR 16. 242 282, 284. 286 0. 025 0. 024 4. 41 95. 82
KA 17. 002 109. 153, 168, 225 0. 050 0. 0546 9.98 109. 27
T 17.312 107, 121, 160 0. 025 0. 0223 8. 83 89. 05
VR 17.972 110, 111. 152 0. 025 0. 0229 7.98 91.72
SiEaS 18. 095 121, 153, 231. 260 0.025 0. 0257 10. 73 102. 85
a —pkSt 18.92 183, 219, 221. 254 0. 025 0.0233 9.02 93. 40
TSRS 19. 095 237, 249, 265. 295 0. 025 0. 0241 5. 69 96. 49
g 19. 169 126, 151, 166, 223 0.025 0. 0234 7.98 93. 53
TN 19. 392 135, 136, 152. 207 0. 025 0. 0248 10. 40 99. 05
737 20. 161 137. 179. 304 0. 025 0. 0232 8.73 92. 86
Y WSt 21. 15 183, 219, 221, 254 0. 025 0. 0232 6.71 92. 78
g 21. 439 149, 164. 165. 221 0. 025 0. 0231 6. 47 92. 45
P s 22. 884 138, 166. 238 0. 025 0. 0251 3.99 100. 25
R 23. 674 125, 143, 157, 229 0.075 0. 081 7.79 108. 03
prawl 23. 792 261, 263. 293. 300 0.025 0.0234 7.15 93. 64
i 24. 999 276. 290, 305 0. 025 0. 0234 6.15 93.73
B —#kFt 25. 752 109, 181, 183, 219 0. 025 0.0233 6. 70 93. 26
I i 26. 425 200, 233, 246, 263 0. 025 0. 024 3.87 95.95
§ — St 26. 982 181, 217, 219, 254 0.025 0. 0238 4. 56 95. 25
I 27.165 153, 169, 278 0. 025 0. 0252 9.98 100. 84
LRz 27. 396 125, 158, 173. 256 0. 025 0. 0236 10. 68 94. 35
A B 27.601 109. 125. 260, 277 0. 025 0. 0238 4. 28 95. 07
B 27.717 115, 116, 144, 201 0. 025 0. 0254 5.02 101. 51
L& 28. 046 217, 237, 253, 353 0. 025 0. 0243 2.59 97. 07
975 TN 34 i 28. 622 107, 123, 136. 168 0. 025 0. 0243 6. 23 97. 22
Xof i B8 28. 748 186, 235, 263. 291 0.025 0. 0243 9.37 97. 06
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WA i fk 29. 575 129. 146, 157. 241 0. 025 0. 0237 4. 62 94. 77
P, P-DDE 30. 77 176, 246, 248, 318 0.025 0.0243 2.39 97. 16
Y il 31. 443 263, 277. 380. 345 0. 025 0. 0237 6. 42 94. 73
A HU 31. 569 109, 329. 331. 333 0.025 0. 0228 14. 44 91. 40
A 31.97 125, 145. 146, 302 0.025 0.0234 4.73 93.78
0, P-DDT 33. 302 165. 199, 235. 237 0.025 0. 0242 3. 66 96. 81
PSR 33. 393 154, 217, 288, 303 0.025 0. 0238 5.38 95. 26
LA 35. 548 153, 231, 233, 384 0. 05 0.0474 3. 89 94. 71
P,P’ -DDT 36. 073 165, 199, 235. 237 0.025 0. 0239 4.93 95. 44
J¥ie 4 i 37.97 164, 135, 232 0. 025 0. 0236 6. 74 94. 56
544 1R 38. 04 265, 181, 349 0. 025 0. 0251 7.58 100. 43
AR B 38. 174 116, 186. 255. 301 0.025 0. 0254 13. 55 101. 63
et i 38. 868 160, 161, 192. 317 0.025 0. 0246 4,02 98. 22
THURRE R 40. 176 127, 163, 165. 183 0. 025 0. 0232 6. 80 92. 96
TS 1 45. 901 167. 181. 269. 419 0. 025 0. 0232 7.09 92. 95
a KSR 46,771 167. 181. 269. 419 0. 025 0.023 6. 60 91. 86
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3. 54 [BAHZEEHERUAT A SO B - B A 20 8 K 2, 4T ALK BAR

3.54.1 188

Agilent 6890N-5973inert ML AHIE BRI (i%AE: HP-BMS (30 m X 0.25 mm X 0.25 um).
3.54.2 WE&ME

3.54.2.1 il 4t

RO R THE, EEE N150 C, f££F2 min, LL10 C/mindRTHE 230 C, HEFEOESE N250 C, 43
TREFE, A A10:1, A maiEA, WEN1 5 nb/min,

3.54. 2.2 il

W O P, HRT0 eV, JRIGAHIHIE R A30~300 amu, AL 280 C, BRI A
230 ‘C, VUMLATHLIE A150 C, PSS TR (SIM) s

3.54.2.3 FfEf b

HlOasis HLB /NFE, 30 I HEAU T Belk-HIE (90+10) ¥¥R9 mL, FIEE3 mL ¥&fk, HI4EK3 ml ~F. #H
KA (pH<D) 200 mL, PAL.5 mL/minidiZ&ad M, SR RS/, AR BERCT Ll FTEE (90+10) 9
mL 433 OB/, WERIFG IR, AR ST

firdt: H i ST e iRk 6 N50 mLEGEE, I B — ST 0e il 10 ml, DU T JR6R e sl -
SN0 mL, B RS0 mine MIPKZKFE R N BEAE10~20 "CZ Il RIVIERUS, FH R VK %50
mL 30 SF, WA E AR AR KA T &TEE10 mLAH, S IEAHUE, A& R0, 5 mol /LR
WHE, AR HTOKBRIRI T, HAEAWRG 2T, HIECKERRL0 oL, EHIE.
3.54.3 &R 5iig

3.54.3. 1 ArAERE S EE 1A

D% A
2,4 -7 H BE
| |
Et P, T
< > 6 7 8 o 10
t/ min

K1 2, 4RV AT AR SR =S I (8 13 4]
3. 54. 3.2 brefE L 546 H PR
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CAUETHT AR A A bR, o ik P A bR B T AR k. 76 iRk M0, 1~5. 0 mg/LyGREP, 2, 4-A1 KRR
(LR PERIA TR 9 Ay = 3.485x + 7.367TH1y = 4. 775x + 204.5, AHKERESH140. 9991, 0.9990. 4]
200 mL/KFEREAT 73BT INE, A2, AT AN K A I € T B (10S/N) 73530 240. 02, 0.10 wg/L.
3.54. 3.3 K K5 AR A
B3 I ANEr2, 4= AR FERA 7K FE200 mL, 435I AAN R 5 (AR HAE TAER, 33000 4 A 04T 1 AR BRATI &,
SPATIIES PR A3 HAT B b D S A b dw 22 (RSD), 45 5R WL 1.

R1 T3V RIS BRI 5 25 5 (n=6)

& 2R EME T FRAEIIANG/ (ng/L)  [mldE/ (u g/L) MZ/ % RSD/ %

2, 4 145, 161, 175, 199, 234 0. 20 0.16 80. 0 4. 43
2. 00 1. 67 83.5 4.77
5. 00 4.12 82. 4 3.58

PRV 105, 133, 175, 212, 254 0. 20 0.17 85. 0 3.92
2. 00 1.61 80. 5 4.31
5. 00 4.07 81.4 4.76
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3. 55 JK A 24k & 4 ) [ AR AR B SR ER F EE I S

3.55.1 {428

Agilent 6890N-5973inert I AHCIE BTG (Ai%F:: HP-5MS (30 m X 0.25 mm X 1.4 um).
3.55.2 W& &M

3.55.2. 1 il 4fF

BEFE 250 C, #AUNRR, WL ml/min, ANZMREEFE; FHRAFEIGE 50 C, fRFFL min, BA10 °C
/minf} 4250 C.

3.55.2.2 JHik4E

KHE T 78, E230°C, H 7 TAERT0 eV, Scanfizlkill, 93 HIn/2z 45~500, ¥WHIERS min.
3.55.2.3 Ffih Ak

01 000mL/KAE, HANHCLASMIMpHA 27047, AU AU T JElk. Il B4k iEK0asis HLBIEIAHAEEUA:, 7KAf
PA5~10 mL/minZEAHARON &4, LIS mLAU T JEEAVEMA ARG, ZWoes1 oL, ARl
3.55.3 R 51k

3.55. 3. 1 ARUERE S 2 B

as
60 7 il
55
sod .
45
4an |

710

8
|

35 l

30 i

254 ?

204 0

15 5

10 1 : .

* L
500 y 000 ii00 1200 i34

t/min

K1 12F0 A A W GOMS A B 13t 1]
UMY : 1. K8, 2. 2-%M, 3. 3-FM, 4. 2-fiEM, 5. 2, 4- WM, 6. 2, 4-—%&M, 7. 4-%-3-
LY, 8. 2, 4, 6-=&W, 9. 2, 4-HYIEMY, 10. A-RSILEY, 11. 4, 6- “AYSEALHEY, 12. TG
3.55.3.2 ARkl 5 iA R B
Tl L 2 PRV S AR RAVBEAT . AR S 5, A3t CAE IR A R ¥ JELEMET Ik, LAMDL=
3. 14X SD( SDA 7 YA I R bR e AR 22) THS 07 A H IR (D) .
3.55.3. 3 JiikRIeR HEEE
XF SRR AKRE R FRAE IO, AR AL IO A7 i IR fds e v, Lkl 7k, e R IEL,

_—
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Rl MRS EL . JRER R IbRPIBCR AR (n=T)

&Y ERET R e EVE| HI<ZRE MDL K foAE SR [EE RSD

(mg/L) (1) (ng/L) (ng/L) (mg/L) (ng/L) /% /%
BN 94 0.10~10 Y= 7.44X10°X - 7.41X10"  0.999 2 0.10 0.11 1.00 0.95 84 5.3
2~ 128 0.10~10 Y= 7.45X10°X -1.12X10°  0.999 8  0.10 0. 00 1.00 1.19 119 3.8
3-H 108 0.10~10 Y= 5.77X10°X -1.45X10°  0.998 8  0.08 0. 00 1.00 1.16 116 1.5
2-TiHFE Iy 139 0.30~30 Y= 7.45X10°X -1.07X10° 0.999 2 0.17 0.00 3.00 3. 66 122 5.6
2, 4-—HITpy 107 0.10~10 Y= 4.69X10°X - 1.49X 10’ 0.999 5 0.07 0.11 1.00 1.02 91 1.6
2, 4-—H M 162 0.10~10 Y= 6.43X10°X -1.51X10°  0.999 6  0.06 0.08 1.00 1.18 110 1.8
4~ -3- PR 142 0. 50~50 Y= 4.74X10°X -3.35%10° 0.999 7 0. 26 0. 00 5. 00 6. 02 120 1.7
2, 4, 6-=%ME 196  0.30~30 Y= 5.22X10°X -4.43X10° 0.999 0  0.15 0. 00 3.00 3.22 107 2.1
2, 4-TiHHERy 154 1.0~100 Y= 1. 11X 10°X -2.46X10° 0.999 2 0. 56 0. 00 10. 00 11. 26 113 3.4
A-TH 5L 139 0. 50~50 Y= 2.78X10°X -3.95X10° 0.999 5 0. 42 0. 00 5. 00 4.68 94 8.2
4, 6- AL B 121 1.0~100 Y= 2.11X10X -3.75X10° 0.997 1 0. 69 0. 00 10. 00 11.20 112 8.1
F & 266 0.50~50 Y= 4.41X10°X -6.28X10° 0.999 5  0.24 0. 00 5. 00 5. 02 100 6.2
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3. 56 UM BB B I i K PR SR R A b T AR
3.56.1 1438
Agilent 7890A-5975C “TAHCIE-Frik I, (Ai%4E: HP-5ms, 30 m X 0.25 mm X 0.25 um,
3.56.2 W55
3.56.2. 1 {aili4t
WA AR/ (99,999 %) s EFAEER, WL 2 ml/min. HERECHESE150 C, TAMWBERE, 0.8 min/s T
PRI, 20 D1 ERERR2.0 p Ly ARE: WRE30 °C, fR¥FS min, 20 C/minft#260 C, fR¥F3 min.
3.56. 2.2 JFilk4&M
SRR B8 2 12160 C, PUAT#EE150 C, B FIH(ED: 70 eV, 230 C; SIM AxUiE$em/z = 57
YENERES T, m/z =62 HMim/z =49 VENAIENER 15 WHHREIES. 50 min.
3.56. 2.3 FfbAbE
I200~400 mL ZKFET500 ml 230, A0 g SAGHY, IRERATH SRR, o L —SHH, #fRam2
min, FRESNE, BORAHURTWRAEE D, ik i & 53 nl. 2 ol IREEBUKEE, & IFZEET F)
—WRGEE T . FIRGEBRONKD RZE ST, T-35~40 C/KIBTHIRAE 1. 0 mLZIRE, AR RS- RRE A HT .
3.56.3 R 51T
3.56. 3. 1 brdERE s itk &
800 SIMIfENE
700
g 600 P
 s00

HFAwET

'

400 r

"“"ﬂ L i i __j §
1.5 LN . 4.1 4.4 4.7 5

f1almin

BT BRSSPI (0. 1 mg/L) STM B4 % /€]
3.56. 3.2 hrEithde Sk R
W IR S e b VAR — S el R B FE 43 1) 40, 054 0. 104 0.50. 1.00 F12.00 mg/L FIRFbrHETAE
VW, AE RS A T 2 MIRERE, FIHFIEE Tn/z = 57 FIWEH Ay SRR SN X VEbrvErZ, ()
Jifthy = 5.536x - 1.728, MRFHr 40.999 6, LMLRRL .
71400 mL 7% [ 52456 F K AP RS AR HE RS, H4 R il AL 3R 7 A B0 5 BERE I E , T AN o NS It
T3 P o PR A S 0 L W S R I3 (S/N=3) I R R S T I e ATt o S A
AR 0.1 1 g/Lo
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3.56. 3.3 IARHINCER 5 R %
7E200 mL A H PR AR SR 0 SE B/ RE R 2 IR S 20, 054 0.20 F10.50 ng, MM TIREIRIE S
0. 25, 1.00 F12.50 wg/L, #FERPACHINERATALEE, REAMREEPATIN6 T, HERENE, HEITEAN
SR bR [l AR AR UE S 22 (RSD) , £ WK1 .

R FEGUA L AR [0 e 25 52 55 A AR i 22 (n=6)

wEY) IR JEE/ (o g/L) SEPMASE/ (ng/L) PR /% RSD/%
0. 25 0.21 0.23 0.23 0.21 0.20 0.22 86. 7 5.59

b7 o 1. 00 0.83 0.85 0.91 0.85 0.84 0.87 85.8 3.33
2.50 2.23 2,05 2.14 2.22 1.98 2.31 86. 2 5.71
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3. 57 KR B P MR B R R SAH B — i il s vk

3.57.1 188

Agilent 6890N-5973inert AV AHCIEFTIEIBCHIAL: (4i%4:: DB-BMS (30 m X 0.32 mm X 0.25 um),
3.57.2 MsESAME

3.57.2. 1 (il gtk

HERE IR 250 °Cy MERE T 2O AN IERE s RS AETHR AR Y. WIURIELE65 °C, fRFFL min, A5 ‘C/min
FHEA210 C, f£¥F2 min.

3.57.2.2 il &AM

BT URIRE 230 °C, DUZARRE 150 Co BERER T 2, 3-DBP (m/z) 4152, 150, 108, Llm/z jEH .
3.57.2.3 FfEibAbEE

100 mlZKFEE 17250 mIfEI A, A6, 0 mIBRFRIEHIRS], & TUKAR30 mine MOKAE HECH R pliss i,
SRIGINIANLS g JAGER, WG INANT0 mlEREREARIRS), TUKM i E30 min, FRAUKHTTECHIREE, A
1.0 ml GRACHRIRBAVE, 250 ml J0=FH, 23125 ml 40 SEEAHUN IR, BERAES min, & JFA8
B 1100 ml HETRIHD, SI0KImBRM KRS, AT nl%H.

3.57.3 R 51

3.57.3. 1 FRUERE S I

152.0
108.0

| S—

1.6 8.2 8.8 9.4 1.0 100 110 120 130 140 150 160
it fi] #/min FHEWM R B miz

K1 2, 3-DBP ML es a8 il COREAIN )28, 12 min)
3.57.3.2 &M IR Sk R
28 CBERBEFRUER)HO0 0.1, 0.31 0.5, 0.7, 1.2, 2.0 wg/ml MIksHERIEMR. Fifd2, 3-DBPILME
[FIHT7 R y= 281.979x + 71366. 794, R:RAFHIZIERFR, r=0.999 52. LI3 fH{EMELTHEAL R, 40. 03
wg/L, RTEFRIA IR 0.05 ng/L) .
3.57. 3.3 Jilhs D 5 0Rs % P 5206
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Huatizk. ASRAKS WKKFE, SRS SIMAE (0.5 ng/L) « 1 (2.5 ng/L) « & (10 ng/L) 3 MA
WA, 2 P PATEERRe I, SRR L.
FE1 7K e AT A T e AR 8 B — S 000 2 R bR [RBGR 6: (n=6)

TKAE

4K
H kK
K

IR Iz

SFRIEE CFAmEER RSD

(png/L) %) (%)
0.431+0.04 86. 2 0.41
0.442+0. 06 88. 4 0.42
0.429+0.07 86.0 0.45

R LR

FRJNGEE P eeR
Cug/L) %)

2.412+0. 18 96. 5
2.407x0. 32 96. 3
2.507x0.25 100. 2
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RSD
(%)
2.23
2.52
2.32

R IR

PR PR
(pg/L) %)
9.8140. 37 98.1
10.2440. 40 102. 4
9.8440. 25 98. 14

RSD
(%)
3.01
3.07
2.95



3.58 SAHERE-FIEEN E K K H 4R

3.58.1 {428

Agilent 6890N-5973inert ML AHIE BRI (i%AE: HP-BMS (30 m X 0.25 mm X 0.25 um).
3.58.2 JsESAE

3.58.2. 1 {aili gtk

WA MR, W 1.0 ml/ming; HERER: 1.0 wl; #RFE . B UEERE; BERERAEE: 200 C; St
WL WIHRIEEE J35 °C, fR4F10 min, FFLL2 C/minKBEFRTHEE65 C, {455 min; JTi81THE260 C,
3 min,

3.58.2.2 JRilk &M

TSR A R . 280 °Cy B R AR U (BD s AR 70 eV; /230 Co iR
LEEE TR (SIM) o SEEE T2 DCAA. TCAAKNM/Z 59, 1,2- " IAKEAM/Z 41, WHIEET min.

3.58.2.3 FfibAbEE

BOUKAE30 mL, BAL 5 mL&RME, 13.5 g BRfdh, 3 mLFIZERUT LMk MTBE), #%¥%5 min, ##&, MAS3.0 mL
10%% R - VA, 7650 “C R/KI2 h; 4°C FAHI0 min; AOAT7. 0 mLERERAN (150g/L) 5 B2k, in
AL 0 mLMLRIBRIR AN, #R9%5 min, JECHAMA: B mLorAT.

3.58.3 iR 5T
3.58.3. 1 bRAEFf il &

30000 |

M

2RO

Abundance

1O

-

1 M | P L P 'l ra——|
8 10 12 14 1 & 18 20 2 24

rfmin

K1 SIMEIZX R 100 1 g/L HAASYR S FRAE AR I (1 4]

3.58.3.2 hrdth e

KRR SR UEN, TOHRIRT AN IR EKSE (5,10, 20, 40, 60, 80, 100 w g/L) (B IEARAER, I ThI1E
P TAE M. DCAAHIZR yy= 9. 127x G Jsi) , AHIRARHEON0. 9996; TCAAHNZ Jyy= 7.4793x CidJsisi) , A
KERHCN0.9999,

3.58.3.3 KPR, A Bl

SR FH BAAL K BC 1 R AR HE I 2N, ATy A IR (MDL) /N 1.0 g/L(RD .
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HOHBRAEI & IC I T A sliACbs (5w g/L) FESEATFATINE, 43 70 T SEDCAAFITCAA P it 2 43 (1 1
MR HER 2 (SD) + AHRTAR#HEMW 2 (RSD) , &5 RANIE LR,
3.58.3.4 R E
B0 & s s RS ANREEKT (80, 40, 5 wg/L) [ HEKAKFEMER, M mIR ., DCAA [ nkxla]
e ok P8 M s BRI R 101, 87 %, 93.91 %, 82.07 %; TCAA FRI IR A1 283 B M s BRIk 103. 95 %,
98.56 %, 94.65 %.

F1 EgKmbs (5w g/L) AESHHAASHIR I ZE R (n=T)

wEY  FEIEE (ug/L) D / (ug/L) MDL /' (mg/L) RSD / (%)
DCAA 4.77 0.23 0.72 4.8
TCAA 4.94 0.14 0. 44 2.8
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3.59 R BRGSO RIS S S 7 AU E KO K R LK P R R
3.59.1 {428
Agilent 7890A-5975C “TAH G- FUIkEAIAL; (Lil4E: HP-5ms, 30 m X 0.25 mm X 0.25 um,
3.59.2 W54
3.59.2. 1 ittt
WIEAWES0 °C 5 {3452 min, P15 C /minJHE %80 C, f##50 min, JFiB4THE260 C, A1 min; BERE
FRSEL70 Cy WA NES, Wkl ml /min, ERTR; WG 1) 3R,
3.59.2.2 k&M
ETEFUR, MSPUZRAF150 C, BFURAE230 C, B FALRERT0 eV, FIGa8iR1259 V, fLHIZkiEE280 C.,
3.59.2.3 FffbAbEE
H10 ml/KFEEGE BRIRVA T-60 mL/MBOR FH, A2 mLik S RMVAW, 2% HEA), {E%0 N N30 min, N
AL 5 mL 5, ZH4min, FEDE, BCEMERAFN, 51 GC-MSDREAT R 734 .
3.59.3 &R 51w
3.59.3. 1 trdEh &2
A R REARERE S, AR 22 3 00, 1.0, 2.0, 4.0, 10, 15, 20 wg/ L, Hd@VELBatiriiE. L
W= A GNAARR, IR B AR bR ME 2. 2R RE: y= 340.89x + 312.47, r= 0. 999.
3.59.3.2 UERASE. K FE Sk th BRI e
SEATH A R HUKFES10 ml, b —f AL 6 giibkIR, FHZM FR AR M B8R AE,  LAAMRZE
AT INFRIEIBCRIE o JUAF IARAE S P BRIR (K 54 149. 01 v g/Lo VHEAFBIMIKCR K93, 16 %,
FEHILOMIRBELIAT. 0 1w g/L MIEWRIRZKFE, 5k RN RNV SO BE AL, 44 S0 00 BREA T 4K I
Lo, SR IEL
ARSI SR H R SOAR €185 — JB i 056 FH ASC ey S 7R R O TR DA R AR e LU A e A R B, (L (S / N) 2 18R3: LI
WEE, S5ERW, BT R R 0.4 ng /L.

Rl 7.0 w /LIRS KRR KRG 2 B2 150

e AL 1 2 3 4 5 6 7 8 9 10 RSD/ %
MW (ng/L)  6.52 6.40 6.49 6.51 6.45 6.63 6.56 6.78 6.42 6.67 1.8
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3.60 SAHEIE-FUEERNERIFH R RER (%)

3.60.1 1438

Agilent 6890N-5973inert ML AHIE BRI (i%AE: HP-BMS (30 m X 0.25 mm X 0.25 um).
3.60.2 WS

3.60.2. 1 (il 4tk

FHEFEF; 150 CLR¥F0 min, LA10 C/minFt%2230 °C, fR%KF5 min, BA30°C/minft%2280°C, fR%Fl min; %K
A (He) ifi#1. 0 mL/min, BEAEEREZ250°C, HEFEER 1ML,

3.60.2.2 ik

& (BT B HTRERT0 oV; fRMLkinE280 C; B FRE230 C; PUZATILEE, 150°C. %
BFHH (ST : m/2=279, 292, 294

3.60.2.3 FERATAL

0.2 ml 0. 1%PUAHFRAH AR, 0. ImL 0. 1%BRAR, 2 mL2E 7K, &EE AL RN nLiE CEek ik
IE10 mLELOE T, PR30 minfa, L4000 r/minfFEH B0 min, WREC EJEEERE.

3.60.3 &R 51w

3.60. 3. 1 FRAERE S I

Abundance

bn 294.00 €93.70 © 294.70):0101001.D
6.48
8000
T000

6000

4000
3000
2000

1000

L LS L U L B e T T
5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.0010.5011.0011.50 :

K1 0.5 ug/glfRAk AR G i 21 29411 £ 335 /<]
3.60. 3.2 JIVEMZEIE ], [ICR LR PR
e B R BE 433140, 05, 0. 1,0. 2, 0.5, 1. 0 ug/ml ZRAL FIERMARUE N2 . JE M RIA 77y = 160. 3x +
3197, MK ZEHr=0.999, ZMEIEHIH0.05~1 ug/ml.
EREAR T IBRAER 0.05, 0.1, 0.5 ug/g=ABBE) , BABURME, B3I FRMAT R R KA
XbRdER 2= (RSD)  (WLFE1) , AGr I BRI & 7 PR (AS N 0. 05 ug/g iU B TS 45 th, 4% B35 A5 e LU B K
B, ARHE10R5AR e LE P vee R, (5 LU ph A s AR w45
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R RAPRR A, E AR, [PPSR RARR PR E 22 (n=5)

FEROAE (mg/kg)  MAE (ug/g) LOD (ug/kg) LOQ (ug/kg) El &R RSD %
0.01 0. 05 0.4 1.3 109 13.2
0.01 0.1 89.9 11.7
0.01 0.5 102 7.5
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