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DE ) NNV FUROE ) AT T Y > BRER LRI Irgafos 168 03 HEE £ 72 1XFE S
720 3E PL WHMEIZ DV Ci, BRERS IEAICHEANZ Sk % NIAS 3HEE £ 721X FE &
ATy, Hg) v — 7 AN S < MEBEE MRV EORE & £ OHRERET D Z
LiIxTcEhrol, BRMASE FEOERLICHER SN EMANCKTT 2 E T L U
RO~ A 7 oo LT, PP ®EIZHLH S A BLBh LA, SEAARUINA], A9
B EO 12 FEOWRMABNIED S D~O~ A 7 v R OB LR Lz, £7-. PP
FICERESNIWEOBRGFER I OBRHEDZLIZOWT HRREE LTz, TOME, —i%H
RELVUVOEASRME YA 7 ukERE LTH, WINAIEO L O~0RE, BT o
IEEMDEFERS L OEHE~OFBIIHR I N>, BTV 2 V%i PET AR hLd
LM T A MRAEICET A28 L LT B L > V%G PET AR b b~ ~ A 7 o i S
HBOR) v —HEEBLOEFL VIR Z2EHEOBL 2 LT, TORREE, ~ A
s ERE L CHR ) v~ — &I A U, "MaTIcER SN D AREMENR D D Ge.
Sb, FA, AA, T/ ~—HBLUOAY I~—HOBEHEOHEMb AN >T-, LLED
FERNG, BT L URR PET AR MLV T, B L VINRIZ L0 I3 A3, K
EOFLHEB Y IHEHA L TWDLIRY AL EOBRSITECnEEB X 6T,

PL HFERETTIZHRE D B RBIIE L O - BERSIZE T A Z L2 HME LT, HTFED
INEW FERMENE W E OB A AT D 41 FEOCEWE R RS E LT, ~y RAAL
— A-GCMS (2 L o3&k Tz, ZORER, ALFWEDOZED 5 H 120 FREIZ OV TERE?
e, ~AAXTZ MLVERE Lz, &5, ZRHICOWTEERA A 28R L, SIM £
— RICBTFBL TN ) A XN BEZOEETREZRE M L, 2k, RO b
D & HHHETH 350 FEEEIZ OV T GC/MS SHTIC BT A IEHE2 UG LT,

BrEoy B DT AL B IR O E

S ENEKREMEATE | 2 pme LT, SERBIEOEREIC BT 5 B

P A SRR RREERIEN | g e s S LI B 5 B

AR e ENPERERGEETED | g woicHOT ¢ 70 % MRS
SHATIE DT & S LT,

A. BFERY FEBEETIE, B EREREORS

AR - BROR BLHORUWH  fa iRy 5 p ORIEEL L bic, 20
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HRSFEHE R 72 L WD DB EHET 57

X, BAEAEORKERICLVHLE ST
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+0ThDH, T TARIFETIE, FHRE - Fis
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Rl 2EIZ B A SN D IEEXBIINYE DR
#, B E - AanERnicERIn s
WINFNCK T 2EF L o RO~ A 7 0
WoEE W RNCELV Y Uity bR b
VDRV BT 2 MEEIZ BT D WF R 4 i
L7z,

AR - RaeodEofhE|ZiX, £
J~—, mEHL WIFI7Z: Ekkx by
%ﬁ%ﬁ%é%VCwéﬁ§-%®4l A FEED

BOOLNTWHILFEWE L H DL Z D,
ﬂlfiﬁmﬁéﬂiivafiér_%ﬁ
D& HALFWE 2RI HIE L E D, FRirE
FlREHEEZRELE L CEZ, LML,
Rk 3046 H OIER ST EIEDOAFIZ LY
EBREE A 0 e f B OB OB S 6, &
M2 6 HXvEMHME - Bavcl oM
B Ch LGRS T 2R T 47U X B
(PL) il 235 MiA T S iz, LﬁL\%ﬁi-E

FREEEDBLEITME R S DB O K7
Wik, Zomf - BEHRE %ﬁjt@®\ﬁ
%iiﬁffﬁé ZZT, RYT 4T YA

MRIEEIC I 1T 2 B R E RS O R A - B
LﬁTéyk%H%kbf\“yFXA—x
GC/MS (T & 2 NS D LRFFIFI] | = A A

J PR OERTRZMHERL, ZHb6DE
P« EREATO T2ODFREINE LT,

B. #FEHiE
1. BBERBRIEOMLRRICE T 21138
1) BE - FAHRAEICBITHIERT = /) — L

ABHBRRIFDIHEERT 2 ) — v

A S3HTEE DM BEREAT
O [FRER

JEEFBRIC 1T, R OB G RE o5l
At & AR 2R AEMGEET R E D 24 SRERFT NS
mii=,

EAT /) =)V A, Tx /=K p-tert-
TIFNT =) —NVEGE0ERKR 2 RBEXE 2
R) &S IHSBIC IR EIEII R CRAAMT L. R
KEIEH% 3 7 HUANICEHEE IRV 8T 2 5
Bt L 7=,

O R o fiEsT

%m%%ﬂaﬁiénkﬁﬁﬁzﬁ¢®

EBEEZZNZNDO 2 PHMTOHTORERE L
T\waﬁﬁ°#/7)/7ﬂx®@@i
EThH D CXG64-1995 |2 L7225\, Microsoft
Excel 2019 Z il L THgEHT L 72,

AT COMTH X EE YR 2 (RSD: %) . ZE[H
FFHLFE XA #EF 72  (RSDR %) 2 OY RSDRr &
Horwitz/Tompson T\ C Tl & 41 5 == f#] FFELAH
AHEHERZE (PRSDr %) DT 5 HorRat
fEaBH L=, 728, PRSDr IZKMIKDEE
\Z %} i 9 % Horwitz/Tompson I T & 5
m&h%z%ﬂmS@:@%ﬁﬁ>#%%m
L7-, £7=. HorRat fE|Z X 5 AT IEDVERERT
fﬂﬂii’ﬁﬁ'é‘@ﬁ%fﬁ@@?ﬁ%& L T Codex Z
Eé@%%%%i%bkoﬁﬁzwim%f

. INTIEOPEREHIYE L L C. HorRat {H 2
MT% HELTWND,

2) WFEANCZBIT B A% ) — VN DMERE
B
O [FIRBR

SE[FFABRIC T, B oD B G A i BE D 5l



At & AR AN IETT R & o 10 RERFT NS
muLi,

A K ) =)V BRI LT P A (2 I X 4 2
RAR) 2 BRI IR B IER R ClRAAF L. B
KB 3 7 A UIPIZEHEE e Wi 2 5
Jiti U7z,

Qs R DOFENT

1) 288 - RBEEIIBITAIERA T =2 ) —
VAEHRBRIRDOIUBEA T = /) —/)L A
SIATIE DO MEREFEAM & [F U,

2. MM LICEGFET DLW EICEET 5

%t

1) ARIERGEE - RHRBECEAIND
FEREHTMIE DR
ORBRIER DOFHEL
HEHE 2~3 mm AITHIEI L. D 0.50g 1
vruan~ttr -7 a ) — (1:1) &
10 mL Z %, 37°COIERAE Iz FE LT
—WHRIER A1l LTz, AR 5.0 mL % ZERZ X
T 40°CT#H 0.2 mL F CTiME L7=, 50°CI2hn
BLZZT7E = U VEK 45 mL 2T+
I Lo, EERTTYTE =M L E
MACEEEZSOmL & L=, ZDO—i%& A
TTUT 4 NE—TAHEL, A%k GC-MS
HORBRER E LT,
Q#IEFMHF
77 2 : DB-5MS (0.25 mm i.d. X 30 m, &=
0.25 pm, Agilent Technologies £1:fi)
717 KNEEE 40°C (2 A FEAREE) -10°C/min
(F-R) -300°C (10 47 REIPREF)
HEADRE : 250C
FEAET—RK: 27U v FL A
HEAZE 1 uL
XX V7 — AR E : He K 1.0
mL/min (& &)
NTZ VAT 57— A4 RE :280C
A A UPIRSE : 230C
Y EEABRIEEE : 150°C

HEE— K : SCAN (m/z : 40~800)

OfFHT

MassHunter Unknowns Analysis (Agilent
Technologies L)% VN, DL F O THE)
TEVERRAT 24T > T2,

7477 YU :NISTIT ZX—A &L L7cbD
S/N :10 LL E

(L= O 7 B VEPS 1T VS = PN o A e S
LT1%LLE

B — 7 i RE 1000

—HE  70%2L |

by Ml RH ;3

2) BMARE - FaAnERMRICERAINS
WINBNZH T2 EBEF L OERBED~ A
ZA=230%%

O~ 7 vk iL#

WA0AD (100 mg) . & L<IIA S mm A F
723 1X2 em (ZYIET U725k A 5 Al
BEEFILICER Y . B+ L > PIC AR 500W T 1
i~ 7 vz Lz, iR Tlmtk.,
AR OE/EEZ 2 BV L, 33 RI~A 7 1
B RS (500W - 1 /7RI X3 [R) L7z,
Q@A o 53 Hr

WA X~ A 7 o AR L 7= Al
TR R THRWI AN L2 EE 50 mL
KDAATZ A LT, &7k M~
ZMATS0mLIZER LI, ZOE 7T & K
> T 100 fFICHR L= H 02 BRiEik & L
GC-MS THIE L7z,

QHEHF DOEEH DT

Ksmm AU L7 RE EF-ITonge~
A7 LZb D% 02 gV, 20 mL
KT 7 AT AT, 7 a~FH 2.
ZwasN—v (1:1) ‘K (CH - 2PrOH &
R) Z4mLz, 400CT—HeEpE L7, =
BICE L%, AL TAIKIB LT CH -
2PrOH IBIRIZ X DR 72 SmL B A X7 T A
2B L, 52 CH-2PrOH {BiRZE A 5
mL CERLELDZRRIEKRE LT
GC/MS (2 X v Z3#r L=,



@B DD DR BB D53HT

F1X2 em (U L7t 213 hve
~ A7 A L2 0IlER- O Y v
TEAT, HE D 60°CITHE L7 8 mL
DKETNIA VA7 Z AT AN, KOBAIE
95°C+30 i, A VA7 % > DAL 60TC -
90 MK TR LIz, D%, T4
ICREZE D L, RBRaiR e Lo, R
WD K DAL UPLC-MS, A VA7 #
DAL GC-MS IZ X 0 44T LT,
®GC/MS &4

%7 2 : DB-5SMS (15 mX0.25 mm, &

01 ym, 7YV 77/ ay—X4fk

1)

A —7 > :50C — 20C/min HiE —

320°C (15 4rfERFE)

¥ U7 —HA (i) : He (1 mL/min)
HEADRE : 250C

EAFR A7y b (XY > MEETO

1)

NTZ VAT 57— A RE : 280C

MS A A U PRIREE @ 230°C

MS P9 EARIEEE : 150°C

HEE—F :SIME—F
®UPLC-MS &4

71 2 : ACQUITY UPLC BEH C8 1.7 pm

(2.1 X100 mm, HA Y 4 —& — Xt14d)

AR : 1 mM BT o E=17 A 0.1%F K

TR

B : 1 mM X7 o E=7 L 01%FHE

HAHZ ) —)v

7Y b B 75% — 10 /0 — B

100% (6.5 7rHIfRFE) — 0.1 43ff] — B

75% (3.9 Sy R FE)

Wi : 0.25 mL/min

B 7 LR 40°C

A — 7T —EE 10C

HEAR :Sul

Desolvation gas {2 : 500°C

Desolvation gas ¥t & : 1000 L/min

Cone gas ¥itfE : 50 L/min
Cone &/ : 40V
HWEAF L ET—F RS T 4 7TE—F

3) BF LV U PET R bV DEEMIZ

B9~ % KRaE
QR Y ~=—5%7

AEEZE 7 L VI AR 500W T 1 4~
A7 i L, |RClmg, Rk
BEZIHIZH D 1FEFEVIRL, §F2FE~A
7ok RBE L7 (500W 1 43 <2 [\]), 3
B2 g% 10 mLAEA AT 7 A ZENEH
& ICEY & W, HFIP 28 9mL Nz 7=, =
IR C— B iE Lalkt 2 i S 7D 6 HFIP
ZMZ10mLIZER Lz, ZOWREY 7 1
72 A% T 100 FEICAIR U CRBRIEIE & L,
PY-APGC-QTOFMS T X v 7341 L 7=,
QLR

FBHZ K F 721% 4%HEEE 345 mL & AL,
AKigw FHWT 60C - 30 /ofl, Lo v T
500W + 147 50 FVRE], E 721X 55CITRRE LT
TEIRAENIC 2 R E L CTIME L, 5oz
Wik BRm e L, 7 v~=7 A (Ge),
T oFEL (Sh), RILLT LT E R (FA).
TERTILTE R (AA), £/ ~—¥H, 4V
o~ —J§ % . ICP-MS. UPLC-MS/MS .
UPLC-QTOEMS (Z X v 234 L 7=,
®PY-APGC-QTOFMS %4t

PUBkE - 5l

PY Z3 fRAF RS © 600°C

777 L : DB-5MS (30 mXx0.25 mm, JE/E

025 ym, 7YV b7 7 nv— Xt

%)

F—7 2 50C (2 pRfRE) — 20°C/
gy iR — 320C (26.5 oy MIERER)
X U7 —HA (izd) : No (1 mL/min)

HEADIREE : 300C

HEAFR AT Y v (A7 Y > R 100 :
1)

EAE 1L



FNTURT =T A REE 320C
MS A A PRI : 150C
Desolvation gas Jfif& : 300 L/h
Cone gas it & : 140 L/h
@ICP-MS HIEZRM (Ge 38 LT Sb)
TTGRAHA T (Ar)
2 Va A~ A (He)
HEE— R :He E— K (Ga, Ge). No gas
E— K (Sb, In)
HEF : 1 points/peak
T REfE] 2 0.1 sec (% ITR)
HEE E% 71 (Ga) | 72 (Ge) , 115 (In) |
121 (Sb)
®UPLC-MS/MS & (FA B X T AA)
REBAR | mL & 2 mL & 7 ASA T ILIC
PRV 20%Y > 20 uL. 0.2% DNPH A% 50
pL 20z B <RV B2, 2R T 20 7
wE L CHIERK S LTz,
71 A : InertSustain C18 columns (2.1 X150
mm, 2 pm, ¥—T/LY A T A1)
AWE - K
Bk : 7 h=rU W
77T b i B40% (3 rERE) — 5
5 — B 60% (5 oRlIfRFF) — 0.1 43
/] — B 100% (2 /3ffRFF) — 0147
[f — B40% (2 7 ffREr)
Vit : 0.3 mL/min
717 MR 0 40C
F— Y7 T —HE 10T
HEAR :5uL
A F PR 150C
Desolvation gas i@/ : 500°C
Desolvation gas it & : 600 L/h
Cone gas ifif& : 50 L/h
®UPLC-MS/MS &M (£ ~—8)
717 I TSKgel ODS-80TsQA (2 X 150mm, 5
um, B Y —HRREHh)
ATR:0.1%F | mM XEET E=7 LK
iR
Bk :01%¥f 1 mM X7 E=7 A5

A MeOH

7T b B 5% BoMREE) — 5
53fH — B 100% (10 Zr[EfREF) — 0.1
7 — B5% (3 ArfEfREF)

PEE 0.2 mL/min

717 NREE  40°C

F— 7T —HE 20C

EARE 10 pL

A F PFIREE  150°C

Desolvation gas il : 500°C

Desolvation gas ¥fifE : 500 L/h

Cone gas JfifE : 50 L/h

HEE— R : MRM E£— R~

(DUPLC-QTOFMS (#V 2~ —3H)

7717 2 : MonoClad C18-HS (3 X250 mm, ¥/
—x /LY A = AR S

77Tk iB80% (3 rEtRE) — 17
53 — B 100% (5 4y fifRfr) — 0.1 57
Ml — B80% (5 7rMifr#r)

Pt 0.3 mL/min

717 HIREE - 40°C

F— 7T —HE 20C

HEAE 10 ul

A F PRIREE  150C

Desolvation gas &€ : 500°C

Desolvation gas JifE : 1000 L/h

Cone gas ¥t : 20 L/h

WEAAY : R T 4 TE—FR

MS BIE#PH (m/z) : 50-1200

FRESNADOEMHTO® LR,

3. RYT 47 VR MEIEBITICHE D HSHriE
DB FE

1) AlEEROFR

BB (1 BEO 10 ug/mL) : fafnitl
AK10mL Z 20 mL 5~y RAXR—Z/A T )L
WZER Y | BEUERR A 10 £721% 100 pL Il %,
T AR PTFE/V U a2 7 X A& TV
SF v v S TER L,

HERH (100 pg/mL) : fAFIAHE/K 9 mL



% 20 mL &~y RAR—ZNA T ILIZED |
FEVEJFHR 2 1 mL 1z, 9 AL Z PTFE/S U
A B FELMPET Iy v S TER L,

2) HS-GC/MS 48

OHS &4

DNEIEEE @ 80°C

DR+ 30 43

Yo T —FRE 90°C

N7V AT 57— A RE - 130C
HEAE : 1mL

@GC &4

717 I :DB-624 (£ & 60 m, N£E 0.32 mm,
)5 1.8 um, Agilent Technologies f1:%%)
717 HIEFE 1 40°C (1 min)—(10°C/min, F-i&)
—220°C (6 min)

Xy U7 —HAKOViEE : He 2 mL/min
EAE—FR: A7V v R

A7V 2001

HEA DR : 220°C

@MS 54

A A UPRIREE : 230°C

Y BRI 150°C

A H—T 2 —ARE : 280°C

A FALERE : 70 eV

HEE— R : SCAN (m/z 40~800) F7=i%
SIM

F=2—="7 : DFTPP (Decafluorotriphenyl
phosphine) 7%

3) REFREBIV~RARARY NLORER L
ERTROEH

M ERHE & HS-GC/MS D A ¥ % & — KT
HE L, BNt — 7 ORI L O~ 2
AR MVEHER LI, EHIT, YTARAANT
MVDA F R L IR D E = — A
VEBEIRL, SME—RTHELYZF L)
A X (S/N) ZHEH L, S/N 10 [ZFIY 3 2 5
ErBrZzoERTFRMEE L,

C. MABRRVOELE
1. BHEERBRIEOMRRICE T 285
1) 8BE - ZBAECIBIFAERAT7 2 ) —L
ABHRBRIBRDIHEERT7 2 ) —)b
A T D1 RE B4

24 BT bW S-S REO T
FES A I TRRET U7 fE 5. ISR ek (i
FE . % 0.6 ug/mL) TiE, 3 FOGHrxigb
B8 U T, iR 4 RBRATO 0 HTikE R 3ok
AVEIZHY L, mRERE (RE . & 24
ug/mL) Tix, 3 FEOorxgbews@E e
T, K 3 BT O TG R AVEISFE Y
L7z, FFIIRRERECT7 = / — /L O4 A
N RHERFOBBNRKESEEL TS
EEX LI, o, PHTHTICBITAR
DIHTEN 3 ROt gb- &4 T—HEiC
BRWGEEbH 0 MEREKOREIZE T LT
b= MU ATMEDOERE 5> BIENT T4
ThoT- EHERINT-,

PERENTA—Z —ZHEE LT fh R KR AR
BT CTlE. RSD & 1.7~2.3%. RSDg i
3.6~54%ToH v, miERBOSHT T,
RSD; /& 1.2~2.0%. RSDg 1% 2.2~5.1%T& -
Too IR SRR K VR EE Bt D 3 dr iz B8 1T
% HorRat fEi%. 0.15~0.36 O#IFHIZH Y
Codex = B2 DFFEAE 2 % Flal> Tu iz,

U EOREMFERLID . KBERAT = /) —)L
A SHTET, B ot Tchr BN
776

2) AN BIT DA E ) — NV irEOME
B2
OF 272k &)

KRB XD Boabrika iz, =ML
TR THW D 0 TIEE G LRGSR, b
T LIZONWTL, B L O —2 R B
UG, OB A——THlE - e SN T
W5 624 RO T LERAWSLZ EE LT,
AR D\ TE, RERR O i iR R
%8 L. 400 pg/mL 7>% 500 pg/mL (228 5



L7, 708, 2 OIRE DN HEYHE 2 H W
THIERE 2R L= & & ORIERE T O
W FEAE DL X 25 ng/mL & 72 5,

QL FIEBRIT X 5 it R OfFHT

10 #REED b HE S T A RUBO AT
Ba AW TN LR B, KR ERE
(MeOH 72 : 0.300 mg/g) Tix. 2 ikBrAT
DIIMTRE DI IABEITEE Y LT, e B ikt
(MeOH 2% : 1.00 mg/g) TII I EIZIFTE
Lo Tz, MUE & 72 o 72 2 BRBRPT IV
NHFHMEATHY . NEIEEME TH D
2-PrOH DOHBEDIEZLSE N KEN-o72,
Vet AN A EE R 233 £ TR 0 JIE
WIRIIZRORRME N B D720, 2D 2 ilBR
A ClE Ao TOVIEREOBEN A+ TH
D REHE CE A R ORI ENED
T REMEN B o T EHER S T,

KB R (MeOH R @ 0.300 mg/g) @
B ASHETE DR DR THR T YE(R 22 (RSD: %)
1% 1.9%, =EMAFHRAMEERZ (RSDr %)
X 52%& 7ot Fio. HHHEO BT
0.295 mg/g & 720 FHEIRE (0.300 mg/g)
T WEE NS bz, & R e
(MeOH £ : 1.00 mg/g) D HefEHEE D% R,
RSD, 1% 4.7% . RSDr 1% 102% T - 7=, £7-.
YWD 1.01 mg/g & 720, ol
JE (1.00 mg/g) & FEE I WA STz,
R R X OVE R ERE O ST 1T
% HorRat flii%, N 08 BLN1.8 TH
DWW Y Codex ZEEEDIRIEAE 2 %2 FA|
ST,
PLEOfET#E R X 0 | ARILFERER THV 2
MeOH 3 HTiEIL, fEfE72 ATIE CTh D & & 2
b,

2. MRERICEGFET AILEWEICET 5

7

1) GEBEREGER - ARaZCEFIhD
BRI E DRFR
PP Bdih 24 FufA o L 72l =

GC-MS THHT L2t R, B < D& — 27 Hifk
M=o, BEVEWEMTY 7 b =7 O
Unknowns Analysis ZFJ/ L, i Sz 82—
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