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[RIAARAI B T70/30~30/70 BB % H68/32~35/65 1 — 4%k 65/35~45/55 A4k
H62/38~50/50, B fILik H60/40 . AF R 55— M+, FEAE FH = N EE S K BRSBTS
MNIE B B RRORE ST RRE i FRDR P 2 1 o 3% o AT (R A 0 1 R R LR R, et e TR /7K ) A
FREL 65/35~25/75 AL 960/40~30/70 HE— AR % H55/45~45/55 KR HILi%E N
50/50,

[0071] AU BRI IS Af FHpKa 4 . LU R R IR AN/ BZ R IR (1) e 31, AT 7E 1E B8 10
TR EI0-E B 1 1A 8, BEE$E = B3 o A 040 R 50 P8 AR 12 o Mt — 28 R A R B ) 250 R
(R R R, G A e 5 A pKa g4 . 8L AR

[0072]  ESAC K BH A8 H (FJpKa 4 . UL N IR R, rl 24 H 4R H IR 4 R . — & &
B2 S LR =R OFRSE H A R R RIR o N HE— 5 750 T 23 A 1 5 48058 A0 v il 4 1)
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MR, LikpKa 4 . T5 LU R IR , R pKa 4 . T5 LA R B — R IR, i — B ik &
B2 R B I FR R « FiTid pKa g4 . 8 AT IR IR (994 B35 BT AR DU otk 2 A w5 R FH R
B, 40 LL0 . 02~0. 8wt % RE 0. 04~0. 5wt % AL 90. 06 ~0. 3wt % i — 4k
% 50.08~0.2wt % .

[0073] A B, B 20 IR vh B R A A R I PR E , v DURRARE BE R 28 AR R it
G FRIILE g FEL PG e S A R P Ao R A A B 20 BT 7 925 T 348 ‘B R o E — S8 St 7 20, DA
B R 43 BT Rk SR R Lk e FRL 7 g SIS A A A B i VR FE M0 . 2ppb ~ 1ppm ¥ L (%) 5 gk AT
PR 5 1 HoRFH ARV IEAT RS 23 BT o B o, 76— Be szt 77 =0, DAAE 9 20 A o6k G i g 5L
T I S A B T R B S5 TR B M0 . 2ppm~ 1000ppm (14 76 B () 75 EEAT 7B, , I H % B A
VAT B 43T

[0074] A B, TG M D IR AR AT & 490 ] DA L A PR ET L 5 B IR
(PEST) SR HEAS o AN 73T R ABRE (W R HE A s PO Jo AN AR 32 o = 3 DU AR A o 1A% Al 53
M B £ I HARA, 7] 51 245 R 202 vk S v A AR P )3 (1) DP IMS - 2020 JE A7 4R 4 5 140 o i
A AE = DU AT 5 3 A% (5] At 202 e By A AR i 3 T LCMS - 8060 . LCMS - 8045 B LCMS -
8050) |z 2k 3 2 A Sy P 1A T 1) 328 (1) SR L 1 55 L 20 2 T R T 18 4%

[0075]  Jsi il Ay M A0 BR A, BRAEF HL I 55 H B ] DASR I B A e B AR A AT —
Fofry I TR0 AR A A, I R FH R 5 AR o o A — e 3 P si it =X o 23 i 20 3R
H, ] DATE 22 s B M AR S AT itk gt B P e 2R A AR e /S T o 2 RO MR DA
H B A R 25 £ T LA T A A i 24

[0076] b iR ¥REF H ME 55 B 7 Y5 A 550 H R R A e I R R R AT, R R 0. 5k V ~ &
AV, AHABR 2 Tt o B PR MM 55 55 1 U5 P AR EH I B Rl PR e, T LA LA &
K0 T R BT 2 E S R v I AR, 9 mT DA R X2 A B A AR BT 1
17928A1HRET o A LA v tHERf 14 73 B bt s BRL 176 W S8 26 Ak ) W o ) s DI R IR EF R ELAR A
300nm~5um. AL A 350nm~ 3um. i — L1 H400nm~ 2um. FEI R L RN £ 1. 5kV~ =+
3. 5kV. HIRE 4R B A2 450nm~ Tumis , L% B g e R AE il R B H R e B s s 5
S, IR AR AL 32

[0077]  F Ak, AR, G BB 3R AR, BT DA R A — 07k ARTE AN bR AE TN
REAT RN ik AR R WA TR, 25 R A bR, TR A il 28 11 26 1 AH 5 R 508 5 N0 9~
0.99. % —J5 1, #5 K F AR, W B S BN - S840 47 B 22 J8 3h pR i 13 T BBl T Bk
3 R T BT B R R T B N-E A T B IE RN-E . IR T B
Bl 5 22 et bt g FEL G g IS A i 4 T A5 ek A 5% 2R 0 AR A 2% L 1 ER R0 99 A E
TE— L5 HL T N0, 999 b, eAb, R RTAS I PR 388 55 A0 T A bmis o IR bk, MR D 26 3%
I 1 AT P SR R L TR 1 U R R, R SR FH P i g A T g L P S AR DB 45
T o o T N 1 BEL P g SR A D P AT, T DA R I B AR AR I AR5, IR A H. 5
D) ST (R R HH A 5 I3 A5 FH B 5 o

[0078] st fs

[0079]  DAF 5 BH A J BH IR S iAo , (0 AR 2 BHAS BRJE T 3R 1 S 491

[0080] A< S {5 5K FH HAET FEL IS 55 5 1t AR B — R DU AR IS0 A 20 BT R 264 T B VK%
HH BT SRR - B A BT 22 2 B AR 13 B A . T B SR R T B T B R R
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S T B TN-F A T BGFE RN-FA) o IR T B 6

[0081]  DATF HL A4 B 2% B A Rl LA R Aar il 1) 2 A4 L 20 BR AN &5

[0082]  Aszjtifsl b, 4% B0 R B0 BRORAE AR T B R B0 4 R S, FH A RE K
B, 28 1 FRRe S - R4 FR I 25 8 U R T = DU B o B 30, S 3k P ARV AT 20 AT
[0083] (1) ¥ERAFRENO. 2gH% /it T-50mL B8 00

[0084]  (2) IO A10mLEEE (0. 1wt % HER) , FREE , i & $#2H40min,

[0085]  (3) FH FHEE (0. 1wt % FHR) b R 45 2% ) &

[0086]  (4) #E4000rpm N &-0»10min;

[0087]  (5) HX50uL _b-if i FH L BE/ /K (RFALE60/40,0. 1wt %6 H ) ¥ VM B 22 1mLL

[0088]  (6) HXO.OuLAH B IFERE I HT o

[oo89] & E R TAEXKM

[0090]  ACsjita 5] H , A5k X2 b B i A P i) g () — 5 DU AR AT BT 15 {X LCMS - 8060 | % 3¢
PR By e VR B O BRAE Ha i 55 v B0 2 L, ) RO R A H I 55 8 U o K — B DU AR
JFRBEAC (LT AR HDPIMS -8060) , 1 i i 43 s B

[0091]  PREFHEMI S B TN 8 N R I TAE A

[0092]  HWAFEISS[A] : 50sec JRCHLEL R < 2. 3kV (+) /3. 0kV (-)

[0093]  HWAHEA7 & :46. Omm BREHBPE:0.05min (+) /0.05min (-)

[0094]  EBS-FALINFIE] :220msec  #REFHZ 2. 78Hz

[0095]  4REHA1S . 17928A1 (MRl 4t B IR Friflit) , £14: HA2700nm

[0096] = E PUARATF T #5415 e Al T (9 AR 2%

[0097] &1V :PESI (+) DL L EE : 250°C
[0098]  fEIIHEJE:2.5kV I FAEHE - 30°C
[0099]  FAfliAR R : 22 S B (MRM) — MRMB: %4 LK 1
[0100] X1

11
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ALK m/z Q1 Pre Bias (V) CE (V) Q3 Pre Bias (V)
B A N-E AL 342.15>137.10% -17.0 -29.0 -25.0
342.15>120.15 -10.0 -35.0 -24.0
bl 2 J& 3 bRt 366.15>338.05* -10.0 -28.0 -23.0
366.15>>94.10 -10.0 -41.0 -16.0
{2 Bt 352.20>120.10* -20.0 -30.0 -20.0
352.20>138.10 -12.0 31.0 -22.0
THDGHE R B 334.15>120.10* -17.0 -29.0 -12.0
334.15>94.10 -16.0 -36.0 -18.0
FHEE T 336.20>120.15* -10.0 -28.0 -23.0
[0101] 336.20>94.15 -10.0 -36.0 -17.0
BRRIT S 412.25>109.10* -20.0 -35.0 -20.0
412.25>114.05 -20.0 -30.0 -20.0
T BT N-FE A 352.15>94.15% -14.0 -47.0 -18.0
352.15>118.15 -13.0 31.0 -23.0
THRIERN-EMY 350.15>94.15* -13.0 -43.0 -18.0
350.15>120.15 -13.0 -33.0 -14.0
5 T BLE A 366.20>168.15* -14.0 -29.0 -18.0
366.20>150.15 -14.0 27.0 -16.0
W FRCETF F1 560 326.15>120.15* -16.0 -37.0 -24.0
326.15 >121.15 -12.0 -30.0 -23.0

[0102] xKNEBEHT

[0103] 1R WA BFE A0 B 5 A 5N- S AW B 2 )2 g AR 8T BDs i T 2ot
FE R T BB 70 B R R TR T BEDOE TN- 240 T B FE RN-E4e ) e I T Bk
B AR AR ity EOMRM 33 B o B 1 S N - S A0 BT 22 J8 R ARt 131 T Bl T BB EE R
Bl T B 7Bl B R ORSE S T B NS A T DG IE RN-E A 5 K T B hR Y
B th 2 [2] A 75 72 L 2R A O 230 e MEVu L A HE PR 8 R /s T R &2,

[0104] %2

12
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it ae * R ww  owo
T E G N-FY Y =0393X+0.008 0.999 0.2-50 0.22 0.66
Bl 2 & 3 AR Y = 18820.0X -5.759  0.996 0.092-4.6 0.04 0.11
{5 EL e Y =0.737X + 0.000 0.999 0.2-50 0.27 0.80
[0105] T HOGIE R Y = 0.368X + 0.004 0.999 0.2-50 0.24 0.73
T BT Y =0.532X + 0.017 0.999 0.2-50 0.37 1.10
TR RIS Y =0.386X + 0.027 0.999 0.2-50 0.28 0.85
THE7 N-B4¥ Y =0.442X+0.010 0.999 0.2-50 0.22 0.67

THIEER N-BHiL
2

o G B etk Y = 1.566X + 0.050 0.999 0.2-50 0.34 1.02

[0106] K2, ZRPEVE I (BRfing/L) R 73 H A0 SR A (R DA P b AT R B2 R 2R P i
K H PR AN PR (B fTug/g) R A 7 V2 AR (R 5 FRB A 0 r 25 B8 O 4G H
PR E &R .

[0107]  pHZe2m] WL, 2R PEAH ¢ B2 300 T°0. 996 & PR b T-0.04~0. 37ug/g E BFE 0. 11
~1.10ng/g, RILH & REE . H,

[0108]  {fi [ Fikbrutkh 4, 23 FI7E1.00ug /L. 30 . 0ug/L (K] £ JE #h MRB R 41 , Fo ik 52 43 5
N0.09ug/L2. 3ug/L) [k FE T I 2 45 n s B 7 g R AR DR K bR AERE SRS B (n=T) , %
SRR T RS

Y =0.401X-0.003 0.999 0.2-50 0.23 0.69

[0109] %3
oy e FAT I RSD
(ug/l) 1 2 3 4 5 6 7 (ug/L) (%)
B E A N-E A 1.00 081 0.68 085 072 068 083 079 0.76 9.20
300 226 250 23.6 222 227 232 248 234 4.60
W] %2 J& 3 A 0.09 007 0.09 0.06 008 008 007 006 0.07 15.6
23 1.83 2.14 228 205 208 215 213 2.09 6.5
18] B ye i 1.00 067 0.73 053 068 072 081 070 0.69 12.3
300 220 244 226 222 220 227 233 227 3.80
T B Y6 3E R 1.00 092 0.80 094 088 1.0l 081 083 0.88 8.80
[0110] 300 262 285 268 285 281 263 256 272 4.50
T B Y108 1.00 093 0.67 0.79 092 073 092 098 0.85 13.8
300 275 292 29.1 300 29.0 27.6 277 286 3.40
FERRKITE .00 071 049 0.50 068 058 0.70 0.60 061 14.8
300 256 27.1 266 264 266 274 269 266 2.10
T H e N-E 1.00 071 0.62 059 067 048 0.61 0.61 061 11.7
300 231 245 235 236 221 228 237 233 3.40
FHYEIER NFAY 1.00 084 063 081 071 073 0.68 076 0.74 10.0
300 242 231 25.1 21.8 23.1 237 250 237 4.90
e BT B 1.00 085 0.84 078 067 081 1.00 069 081 13.5
300 255 257 257 285 256 265 271 264 420

[0111]  7E T B Ye R B RE b, I N 100ppb bR AW A5 . Oppb N 5 (CBF H &80 , 4R 5 4%
FERE S AT AL BR 7 VR IR 00T, K 45 SRR T 4. Horb, 100ppb bR X BT 245 44 R ) & 845
ng/g, T A E 25 R (40ug/g) -

13
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[0112] %4

s oo PATINR (%) [Eflg
e 4iH ] 2 3 4 5 6 7 (%)
&0 N-5 AL THEE 93 89 97 80 89 92 92 80-97

i 76 97 87 81 93 96 95 81-97
(IEAET YN T8k
180T BL A TH 6 100 102 95 81 88 81 101 81-102
s 87 91 103 92 93 110 73 73-110
F B HE R THH 71 78 73 70 61 65 69 61-78
s 61 59 55 61 53 58 56 53-61
[0113] F B AT T HE 71 80 67 69 63 64 66 63-80
¥ 84 91 68 84 76 78 68 68-91
BRI I T H% 65 76 78 72 70 77 59 59-78
By 65 72 68 75 69 69 71 65-75
T H 7 N-F e T H 111 88 82 91 96 87 82 82-111
i 96 90 82 107 93 90 94 82-107
FHAIER N-EH ik THH 77 73 69 79 78 86 81 69-86
Hhi 80 78 77 83 87 87 91 77-91
5o, BT B FE® 93 84 96 99 102 91 94 84-102
i 93 87 90 99 95 104 107  87-107

[0114]  —FIRAKME

[0115]  Eg AT WL, AL Hta o) v, 5 1 By 58 % , i ik 17 SR i SR L DA B Al AR s e
TR AL BRI L 487 FH AR J B I 25 TR Fa st 25 L B VR 1 2 i 7 VR e T B A RN -
ALY BT BOGRE . T BOGEE R B T B T B IR RF 0. T HA N-E 4. T 5
HHE RN-E AL Se IR T HO6H, K R, e &4, RAEE5E T EBFER
Bl A [T WL 2R AE 50 % -60 % o HeRAGA PO RIS B AE63 %6 - 111 % 2 (8], B 2 Ui 25 40 B 1 22
[0116]  it4h, FIDPiMS-8060F1LC-MS/MS[FIFf M5 1 T HLOG AN 5L 56 Hh bk i L v g 2R A= Pk
()& &, LLC-MS/MS AARUE , TEADPiMS -8060 1) 43 A1 45 i o FLAKT & , il DPiMS -8060%F %
ML s L G i SR AR gt AT TP AT IE , 44 o0 BT 6 R S P30 E R T N IR 65 . @ id LC-MS/
MS X £ Hhk i FL PR g S A WD AT 2 U~ AT I g, 4 2 A 25 S R P 3R T ik 3R 6 1618
1IDPiMS-8060.LC-MS/MSH 1S 1) 73 M &5 SR IMEACE T Tk R 7, 3 H , B T X 234
F UL N ARHEREAT VPN B B 15 20 46 s TR 7,

[0117] G- R &« € &5 RN , DPIMS S5 LCMSHY HUAE /N 155

[0118] M- 5 P25 AN, DPIMS S LCMS Y LUAE K 1755

[0119]  B-AR : REFIAFLE

[0120] %5

14



i

B B

CN 113155944 B 12/13 o1
A=y 28 AT L CPAT 2 CPAT3 CPAT4 CPATS CPATe CPATT MME
(ng/g)
PP A8 N-FAk THEYE 059 0.52 0.60 0.79 0.52 0.78 0.57 0.62
4 0.52 0.55 0.51 0.58 0.65 0.64 0.76 0.60
Faf 2 J2 g M FTHYE 215 24.6 233 23.1 215 21.1 D5 225
i N.D 0.07 0.05 0.06 0.06 0.04 0.06 0.06
{5 B S TEY5 055 0.49 0.53 0.54 0.56 0.56 0.66 0.55
v 2.69 2.90 3.00 2.63 3.07 2.91 2.71 2.84
T B 63E R THEYs o070 0.66 0.70 0.65 0.86 0.67 0.84 0.73
e 1.19 1.18 1.55 1.10 1.54 1.44 1.19 1.31
[0121] T B e T THY ND N.D N.D N.D N.D ND N.D N.D
¥ 0.61 0.73 0.53 0.46 0.51 0.53 0.50 0.55
EEE i TEYs 062 0.39 0.47 0.51 0.44 0.52 0.39 0.48
E g 0.31 0.47 0.60 0.47 0.46 0.44 0.37 0.44
F BT N-FHAik THSE 096 0.89 0.90 0.76 0.67 0.88 0.80 0.84
o 238 2.31 2.07 2.12 1.98 2.03 1.89 2.11
THGHER N-E 4 THYE 122 1.40 L1l 0.90 0.98 1.39 1.30 1.19
B 1.43 1.53 1.48 1.53 0.98 1.44 1.66 1.54
T BT Lt ek THY ND N.D ND N.D N.D N.D ND  ND
L N.D N.D N.D N.D N.D N.D N.D N.D
[0122] N.DFE/RAKH (not detected)
[0123] %6
f et 2k} LEMBMS ()
HHGHWN-FAiLY  TEG N.D ND N.D
5 N.D ND N.D
K 2 J& 96 bR THIE 21.8 220 21.9
£y N.D ND N.D
(R RESIR THOk 0.11 0.10 0.10
e Y 0.16 0.16 0.16
T H O IE R F-H¥ 0.07 0.07 0.07
Y 0.17 0.20 0.19
0124] 1 s TFEN ND ND  ND
50 0.34 0.31 0.32
BRRITHH, T H % 0.03 0.03 0.03
5 N.D 0.02 0.02
TEAT N FEL ND ND N.D
E-Y 0.23 0.23 0.23
THERIER N-HAY T Eb ND ND N.D
Y 0.52 0.56 0.54
ST B T-HIE N.D ND N.D
LY N.D ND N.D
[0125] N.DE/RAKH (not detected)
[0126] %7

15
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et 4kt DTS tugy LCNSMS (88— g fprssm
ave. (n=7) ave. (n=2)

B A N-EAL ) TEh 0.62 N.D B
H5i 0.60 N.D B
Bl 22 JE 3 bR TH¥ 2%.5 21.9 G
T 0.06 N.D G
18] B S T H 0.55 0.10 G
s 2.84 0.16 M
T HL % 3E R THIG 0.73 0.07 M
o 1.31 0.19 G
[0127] T B FaT i T N.D N.D G
g7 0.55 0.32 G
FRRIF THEY¥ 0.48 0.03 M
Y 0.44 0.02 M
THYeT N-Feds  THEY 0.84 N.D B
K 2.11 0.23 M
THGHER N-FY TH 1.19 N.D B
i 1.54 0.54 G
B BT L T H% N.D N.D G
H5i N.D N.D G

[0128]  N.DFE/RAKIH (not detected)

[0129]  HH_FIRFR5AT UL, 5LC-MS/MSI Ml & 45 AR L , DPiMS - 8060 I HEHf K N T78% (AN
GER T EED) b)) R S B 22 JE B ARBRDP IMS - 80605 L.C-MS/MS [ 5E 45 S AH ] o 7] %1, 76 52
Tt 5 P S5 AR RIS 25 R B VA R P R S R R B S R S B AT R B, Sl I o
AT AEE e B I S A e, DT S T R L YRR A AT T

[0130] P2k R AT R P

[0131]  AKHEA A BRI 43 BT 7%, Be s T AL BT AR BRI T 20, S Bl vy RS L v v L
FEAGE FIART I, 7E 43 A i s ERL D g A8 A e FH 3 A

[0132] LR E&H#MER T AR IS SLiEf], FdR B mm i, JEE 55 R0, F Bl
ANBR T BT 48 5 1140 2% St 81 o 7 A Ml 25 T U B P 8% S it 437) 7 3 R RS ek ) A O 6 T AR
AR AR AN SR UV 2218 5O AR BRI A2 2 1T & DL
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