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THE APPLICATION OF CHROMATOGRAPHY IN
ETHYLENE OXIDE PRODUCTION

ABSTRACT

With the growth of demand for ethylene oxide in the global market, Asia has become the
largest consumption area in the world. Because of the huge market demand, from 2010 to
2015, ethylene oxide industry of China has entered a period of rapid development. Many
companies plan to build large-scale production plant of ethylene oxide, and ethylene oxide
production capacity will increase rapidly. Meanwhile, the downstream industry of ethylene
oxide is a hot spot, from the early surfactant, the ethanolamine, choline chloride to the current
water reducer, creating a booming downstream industry of ethylene oxide, which is a
fundamental guarantee of ethylene oxide hot selling.

With the rapid development of ethylene oxide industry, people put forward higher
requirements for ethylene oxide analytical methods. Chromatography as an analytical
technology is widely used because of its wide application range, high testing speed, high
accuracy, and it has been well used in the industrial production of ethylene oxide. This article
describes several specific applications of chromatographic techniques industrial production of
ethylene oxide.

First, in the industrial production of ethylene oxide it is often necessary to test the content
of ethylene oxide in the control sample, and adjusting the control parameters of the production
by the test results. This paper describes a measurement of ethylene oxide (EO) content by gas
chromatography methods. The internal standard method is applied, eliminating the
measurement errors introduced by volatiling of ethylene oxide. The experiments show the
limit of quantification of the method may reach 0.01% (m / m), in the range of 0 ~ 5% (m / m)
there is a good linear relationship, the method can be cover the range of concentration needed
by the production and the recovery in the 95 ~ 105% and the relative standard deviation of less
than 2%. It has a high accuracy, good reproducibility, wide linear range, which covers all
concentrations of the conventionally production, and used as a routine analysis method of

ethylene oxide process control.
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Secondly, in the industrial production of ethylene oxide it is often needed to test the
composition of the recycle gas, depending on the concentration of each component in the
recycle gas, adjusting the production parameters to controlling ethylene oxide production and
reducing the incidence of side reactions. This paper introduces a gas chromatographic method
for ethylene oxide gas cycle. The method uses double-column, dual detector (TCD and FID
series) technology, simultaneous determining the content of nitrogen, argon, carbon dioxide,
methane, ethane, ethylene and ethylene oxide in the recycle gas. The method is simple, and the
analysis can be done only once all components of the recycle gas concentrations tested, saving
analysis time, can fully meet the requirement of actual production. Confirmed by the
experiments, in the concentration range needed by the production, the recovery is between 95
to 105% and the relative standard deviation is less than 2%.

This paper describes the determination of the aldehyde content in ethylene oxide by
HPLC method. It is inevitably generated aldehyde by-products in an ethylene oxide
manufacturing process, if the content of the aldehyde product is too high, it will affect the
quality of downstream products, therefore it need to establish a method for monitoring the
aldehyde content in production process, to help reduce aldehyde content in the final
production. This article describes a method by derivatization, and ethylene oxide can be
measured in the control sample and the final product of formaldehyde, acetaldehyde and
propionaldehyde content in a wide linear range and can provide a more comprehensive
analyze data to guide production device reasonable regulation of production parameters. After
verification, the linear range of formaldehyde is 0 ~ 30 mg / kg, the limit of quantification can
reach 0.1 mg / kg, the linear range of acetaldehyde is 0 ~ 80 mg / kg, the limit of quantification
can reach 0.5 mg / kg, linear propanal in the range of 0 ~ 80 mg / kg, the limit of
quantification can reach 0.5 mg / kg. The linear range, recovery was between 95 to 105%, the
relative standard deviation of less than 2%.

In addition, this article describes the determination of argon and oxygen in the ethylene
oxide recycling gas by gas chromatography method. We know that industrial oxygen is used in
direct oxidation with oxygen in the production of ethylene oxide process, argon impurities
contained in it will accumulate in the reactor, and therefore, we need to set up a method for the
determination of oxygen and argon content in the ethylene oxide recycle gas. The method uses
a low temperature cold trap technology to solve the technical problem, it dosen’t achieve a

complete separation of argon and oxygen. The experiments show, good separation, recovery
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methods around 100%, the relative standard deviation of less than 2%.This method can
provide more accurate content of argon and oxygen for the unit and guide production of the
plant.

Finally, this paper describes the determination of the alcohol content in the aqueous
solution of ethylene oxide by gas chromatographic method. During ethylene oxide industrial
production, it is inevitable that various alcohols will produce and they can build up in the
system. So we need to establish a method for determining the type and content of these
alcohols. The method uses an internal standard technique, can be accurately measured the
content of ethylene glycol, diethylene glycol and triethylene glycol. The experiments show,
recovery of between 95 to 105%, the relative standard deviation of less than 2%, a wide linear
range, high accuracy, can satisfy the needs of ethylene oxide production, and the same applies
to the ring ethylene oxide glycol production needs cogeneration unit.

Through the above description, we conclude that chromatography technology has broad
application prospects in the industrial production of ethylene oxide, which greatly improves
the efficiency and accuracy of the analysis. With the extensive application of hyphenated
techniques, chromatographic techniques have become an irreplaceable tool in the field of

petrochemical analysis.

KEY WORDS: Gas chromatography (GC); High performance liquid chromatography
(HPLC); Ethylene Oxide
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1.1 FECENEXRER
YL 4 FR: Ethylene oxide, fij#§ EO;

HoAh PR HEE; Ao, —%8 =%¥; &ki. Oxirane; Anprolene;
2-Epoxyethane; 12/88; Ciba-Geigy 9138; Dihydrooxirene; Dimethylene oxide; ETO;
Epoxyethane; Mirror Ox; Oxacyclopropane; Oxane; Oxidoethane; Oxirene, dihydro-;

Oxyfume; Oxyfume 12; Oxyfume 2002; T-Gas;
P AL A FR: Oxirane!';

RAcS T AR

B B e
{Lewis structure) (Skeletal formula}

7F: CH40;
FAXT 4 F R B (2011): 44.05;
2 ST B T 75-21-8;

WR Ot — MBS AN A, AENBUEY. a8 O A RS
R, IS R-111.3 °C, ¥ AT 10.7 °C, HAIZEIRE 145.91(20 C), N £i-20 °C, % 0.882
g/L, 5K, BT RZEHEIEF,

fEREfa . PR LLRE ARG RO E R . Sk R
BEARZIHAE G Sk O, FH %, i, P R E;
HESNABE. FIERES. GPRR. BT BT, UEERE. e Lol
BEMBTDIRESH . HRIKR 5 Al AR ER RN, B TEDI eV R & Bh AR O
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FEo BORIEARRE K AR L, BUNS R, S BT S0E. BARAIR A, AT
BURBID . kR KB, n WA MA RS SRS LAY Th R
il

111 TR E Z IR AR E K
S FEBIEN], THUMAR R .
LAV AR R ZA R A2 1-1 s AR E R,

R 1-1 R I ARER

Table 1-1 Technical Requirements of ethylene oxide

=g
mH

R — &
IR ORI PR 3%, > 99.95 99.90
S (LB BIRESE%, < 0.003 0.01
KPR 80/ %, < 0.01 0.05
i (LA BImES 8%, < 0.002 0.01
AR T E S BU%, < 0.001 0.005
g /Hazen FAL (H-E4(5), < 5 10

1.1.2 RRCIENLEFEE

BRI S AERE, R BN B LTI, RIS
BAEIRE . EVGRIEN SRR B O e B i R (D, ZFPa i LR, 3%
BT, mE KR A, TR 28O . (8 B 2 A8 AR G e 4 o
B ISR 2 TR s S B SRS, TSR WESiachh. ARibi i ARG .
P26 AR L it o T 5B P VR 97 4 A R s I S A B e 4

fEAFE R A7 TR R . B KRR, IR BEREi. FiR
ANEEEE 30 'Co BLEERI. T WK, RN THEG VISR . KRB
PRI BB . SR8 S AR KAE I U e A L o i DX 463 T N
FEYOSERP S
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iR N AR AR MRS R XN D B XL, IFSZRIBE R 150 m, A%
BRANE AN o DI KR BN SR BN S8 A 20 1L PR, B il LR ]
FREVIT IR . P b7 o 2 o B W A7) A ks s BT ) KIS, Bl <
RN, SEHEN, DA BERIRARE, Wi. ARE R S A R B K
UWHTATRE, FHRH HHDX WU T B SoE e, U aREas b, B8R,
e 5 -

1.1.3 MMF IR EF Iz

WA TV A LR AN AAE, BRI REAAT R Y AN 1 FE 4=
R . RAEE N AR EATRT 079 kg/L. TIVHMA LR AR N A
W IFRE, PRI PR, A7) AR Hk bR, AR5 H e B AER .
R AP RNIE S AR AR HE g T 5 . 7 i AR A A LIE N 2 AR ] GB190
ST R AR L PN i B 3 it hr P

IEHERE S SRS s N AL B ERTE B (e Styis D) e R
PRIMC R AT O o« SR P WIHRLIE o P 06 0S8 BB ) 22 i o AN — AT T
I RCRIH I B[R — T3 1, ANFTAE X AT B AR, JF = AR
RE, PR . s s a4 AN e A AR L e A AN ORI B s b . A2 )
(4 U L I A PR B, R AR 5 7 A K AE RO LB e 2 A DR . ™
ZEGMIE. B, Bk, LA IR RS . BRNRIIE K, Bk HOGREm.
R {5 B I MO B R AR BRI HRIN B E AT R, AR R RIXAA
AR XA B o BRI S EE AR 1R TR

1.1.4 FE K ETE
Bkl LRI RIS U, HRERSEKYEED 15 min. k.

MR M R fioh: 7 EDPREEARIG, K ERShIE KB B E KR PE 2 20 15 min.
INVSE

Ton: BB A A R AL . RRETTOE . WP, AR
SRR A 1F, 7 EIHEAT A TR, WEUR B IR, BT TR A L
B A
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1.1.5 | 2 Ir0iER 5

JebaRitE: KRR S R RGE R MR EER G . IR  KCAA
BRI SIS . 8 R AT R AR R, ST SRR . i)
AEA ST AR BRI TOK S SRR A P ] A, I
FIRETI AR . HARRH S AE, RABIRAY BRI Hm it )s, EkIERE K
[E1 45 o

AHERBE . — R MR, k.

RKITiE: VI A AREVIM IR, A FC VAR IR AL KK . WK%
KRS, ATRERI TS A KR BB Ak

KK WK FUEMEIIR. T, %K.

1.2 Mg OB T & Rk
1.2.1 FEZHEITIERRBFASE

WE e T A= mT DUEWIE] 1914 4F, Bk (BASF) #3775 — KUK
B PR L ) o S X R AR bR, RUNTEA: e fE 2 A K
EMAA, BB, TSUIAEE, TS S AAEEE EEAERP . 1931 4E Lefort & BRI
MR EREEAE A CIRRT77E, EMITEMEESEA A 8%, i 2s
Wk, 1937 4, BEBRA R (UCC) FRTH—FRXHAMT M T ™, 1958 4, 7
A AR R T RRBEEALE, DASRESSAFT"HE Ok, WAk N
BR 2T 20 4 50 4K, fEEERAA P T RHAXM T ZA A Ok,
MR T 1975 SELUR, KR53 2 se B 7 DUE AR = 5P,

122 SESEEMITE LK

HEHELE IR OB =BT D RS KRNAERIRAR, RERESZ
W S NI R Ol 2) R OB A KL BACE AR O Lt 3) SR L2t
RSP BOEESLATIN. 0, ERA KR RN

Cl, + H,O — HOCI + HCI
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CH,=CH, + HOCI — OH-CH,CH,—Cl
CH,=CH,+ Cl,— CI-CH,CH—Cl

AT N LI R A ORI N, FEAE PR AR R A R R N 2R TR 4
W PEAE 4~6 %%,

Bk, & OB K VBT 221 30 %M Ca(OH), U N AR iR 48, 2 B Al S AL
N FEE AR .

2 OH-CH,CH,—Cl + Ca(OH), — 2 (CH,CH,)O + CaCl, + 2H,0

PRI R O ARSI A S RN AT 15 3 T & rE . X R L2 LS
WHALRIE 80 % /its, Ar7RCRWEAL, HHAAEREE S D JHERS,
KETG K, EREEGYR; 2) LEIRERA PR CTER, 724 AR~
Yy, 3) TEE ORI AP IR L vl e pfb o A1, G R Okidik, L4
BMFEE: 4 PR ES E .

HETEEER TREN, 7ED. FEZE. MR, lifkE, 5AEESIE
AP E R EE A R E T SR
123 EESWEERTE TR

LI BEENEATT R N ERIRZ, (BEERIRE b &R AR KER 1
AEAT e (ShelD) « EEFBIZETTAT (SD) MEEPHKAT (DOW) =FA
FFTZEWT, AN SRR A E AR R H A At A 7). 75 1E Huels Al KF|

Snam %5, AR A L4 E, KA Shell. SD. Dow = K2 AR AL/ fg
15 LR S 90% A B,

LG A EAEAREALTT] B S A R e, RZE RSB R -

EE& AVAH
2 CH,~=CH, + O, — 2(CH,CH;) O

) SV
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CH,=CH, + 30, — 2CO, + 2H,0
(CHQCHz) 0O +2.50,—2C0O,+2H,0
CH,=CH, + O, — 2HCHO

(CH,CH;) O — CH3CHO

NP RASEACA 2065 B3 BRI SR e R 2 B — AT 4 LA JLAS

B VET

N WAV TRy
N WAV TSR S
VURARE TS

AT R AT VR A

FRPBIAS: RS FHECT A BRI AT B 2R . X e A R A
6 & 15mEK, WHENKN20ZE 50 mm. ZEIEXLE HRIMENTE—LER 3 2 10 mm
RIERERIR . fE B AS, SONIREE N 200°C ] 300°C, KRBE SN 153 MPa. AT
PERFIZIEE, RNARAAHRGERE R XEENER. MEELTINZN, HER
VERRAS,  SOBEo 28 il B 22 1) — AR B =40

W Levtleds: WESMERASEIR, ALk (1~2%) M7
Wik (5%), $RE)E, BANEA KGR EXH, KEHTEER, WEZH
WA LM —E s AR, BT O, PRMEE CRIEAIRIGIAD. B4R,
—/NR B BRI R S e ds AR (0.1~0.2%), BoEsR %, DIBGIE—
LAY (BRI s R,

HELHER VB W LBk a8 R (A S8 L Ie /KR B S L Je i
Wbt ds . FEIXEL, INELKEAENIETI i, TG i L B — SRR . 43
A LFAMIEAT KGR BE KU, AR o7 2 — e B SR 5t (R 2 %,
TLOTIEMAER AT K, Oy TRIEENIER G T R, RO EATA R &
gt %

FRMZIEIE: L, M LHR R b i kbR, RRZRM, DURH
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I3 B BUK MR LK

TRAERMLR: WA R LR A AR B AR R S . I ZEN A
Bl o oAl — AR VA AR T TR IR B /K I CEIR A D o — AL BRI TR A
AMGEMERI G, BRMEING, B AR AT R B s L A= et B = A

K2C03 + C02 + H20—>2KHC03

TR B YR Ay EIRIR KA CE 2 AR, O A%
Pelrdt, EXBETEMBYEED GEEMD) £k, B-DEBRERIAUE, H2
A IR R —H AR

LM B s R GRS B A2 AT LS SO U ),
JaHERWEKRT 95 % (R KR SE AL

SR EEA: BREEENERESEENT, R b A S0
B E, DAB k2SR 3 44 T N SN 25 17 s M AL A RS 1 . SRR B AU
MG G I N gs HBE, B3 S N 28 AR S R8s, A 32 SN 2% 110 7] (1) 9 P £
FRER K (63 %-75 %) > 8% MR WREEE (20 %-50 %) -

AR EREAE: 2R F A Al B HoAh SRR AT . BTN AT
BLMREAE A ES, M Tl A 5 Tl @k 2 s H &SR LR
A, TROBEETEEE, WEBEREKR, AACRKEREZ, MEIKHE,
R 25 4F5K, @iE MR 2P A LM L) RAgABEEAEA, —&
JE S 2 SRR ISR b LT 8y Sy g 4l B A B R . 4l B 44 AL
BRI S ARHT S CIG s RED, AIEREF RSk (REN
0.83~0.9 t ZJHMEO,JG# N 0.90~1.05 t ZIHAEO) , W&AMEIE LSS5,
BT MRS, HESMMEN, T ARESSEE, WESERHREET
TAVEHERRG AT @RS EER, W, A7FEREEE] 20 Ji ta UL R,
AARIEMBR AT L SRR, BT AEEENR, EEEI N RFE MBS AR
I, KRR A R SE EIME ] . AR EE TR R A T2, A&
PR TEEICRE . RONAAE R ER AT IR AR, DR B AT E N SRR 2K
FUBE Tl AL AR 7= 1P AR - A R B BRI
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1.3 IFE RN
1.3.1 FE TR A

WA KA —FEER R, g 2 AT T A Hd, KD A
CHMM T ERC B, RINAAEM W O TN =2 7%, X524 BRE 2 1)
75 %o FAREER)E G ALHE L IR, CRERGAN Z A

L BE R AR RTR), AR ARSI B 1T A K, Atk
dt, Zokh, A, ERRERIAEEE Z TIERE AT T A RS YRR,
VAL MERFREL. SRR TR PR AR HIE AR R . LR
VIFe A O BE, BREUIE SN =8, BATAT A= Welsm), SRR,
(& IE T Sl

1.3.2 FRCIEVIETI R A

WALl A KM (KHENAT) - Bw AR, P E oy — AR %
et T T B it LSRR SRR ). IR X Jm AR, Jehk B ORI
s HETTZ T BRI 7 B A S, WARAPRIANARES, T ARABI A % R K R T 75
P, R LB A (MR ke il 8.5~80 %), AEHEFIE CRA LK
BN 12%) HERINREY, wIE B S vt YRR EARER, AR,
BB SO AT N PR S el mT LA T s R e

WR LK H SR, I ER PRSI TR el b, A i £y
JoR AR P B A P A AN P 2R IR . 9, AEAE PSR T AR, R TS SR
IR A SR A S AT A SR INNIR S 2 e, T RS il BT 576 4 A PR B AT K 3

R LK R SR E KRR, R ] DUE NSRS R s kL=
S HEz) M,

H T4 8 5 R AR SR AT TR BRI ER BTG, & R PR RSk
PRI Y . IR O KT H B RET Re = E B KRR, BT DUME N K i RIms S e ik
WHIBN T, — ORI A A SRR EY) (60: 40-95: 5). XFHRAA
BHRGevERE LT, e AR, MERILERE, A5514%.
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1.3.3 £ A LIRIVE = R iinEKER

2000-20114F 2 FREOF= B R AL BRI

25000 “

20000 -
15000
10000

5000

0

A SO - A S S S K
& & & & & S
R I I I S S S T S S

&g K

mfE(kt/a)  m PR R (k) m il K (kt/a)

B 1-12000-2011 F4 3k EO /= A& BRAEE 4R L
Fig 1-1 2000-2011 global EO capacity and supply and demand situation
BLAA: 1) 2T ATIBERKGEK, FAHXRD D LFAETEGRTZAB, 2R 42K EO
T B KEH: 2) 200115 2T AT = 8 A 2]246077 ok, F3+20174F & 2K 7= fit i 22700
Tok, ARILFRARERAIBE, 2FHHHE K.

201144 BR & BhEO = B IE

B 1-22011 423 &3 EO ~ AL 438
Fig 1-2 2011 global EO capacity data
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B 1) BN FACIRG E 24 FH, FRART 36%; 2) HARZILE, B, PR, X
A KR 5 42K 85%, B iz ma A KIS AL 2 26904 % X B

20114E {10 KAV I F=RE 4 A7

e A1k
fauk Tl
AR

)1
ERCAEE

B R
thE AR
TR
b (SRS
P EC AL

-
0 500 1000 1500 2000 2500 3000

moHE (kt/a)

B 1-32011 A7 10 KAk b9 = G 547
Fig 1-3 Capacity analysis of top 10 enterprises in 2011
WA DERRRKGE T bk, e X AR FZEEALZRKE, * X2 2942kt/a,
HhERE T 15.8% , 2) LRGN, i, mhRETZ, k. EEEARE,

1.3.4 FEME TR

PR 20 TARTE I SO T R LR R L BB T 5, R
PR A UL TR A R . SRR b R T 2, R
Wi ZBEBRVER. AR TREEIEAN. AT REEZE R, L8,
SRR

H AT, BEIA A Lbe b R b Ak P K JERT BL Tk e 25 TR oA T i o
BT A LS R o i, AEK@IEH, BA YRR, 1 E N R L LN
PRREIEANREIA BT e SR, DRI T LA RIS L J5e 1 il 7™ e 1At 1 i 2 PR
K&H. hh, SRIEEGAMLIL, REE L T i Rk, Fekizb T E
bb, VR RNSETT S AR 1 [ NI SR LBEAT ML RAR T BRI 5% 3E 5 7,
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TR L HETH B AR R B, PR L T s T ST R, BB L
Fe N ERE AL b B, PAORIE R FE AR 2 e Tl i (i e A e K e o

W O I TIATAED AR T BR IR R A LR EEA N TR
Hig KHERE R, HIGRA T RA CIRBRERIEVER . OBk £ Bk,
B2 U . WAih, 2011 SEEERIA Ll 72 /g 1 2k 2460 J5 t/a, SEPr
FEE AN PRI EN 1991.1 73 to Filit 20072017 SEAERINE LB TR K 0H
4.5%, 2017 FIRE LEEF=ReIAE] 2700 J7 to

BB A AL P R A R, FRIEFA AR ke T e P Mk AL TR e B B,
FERFE IR L7 REA T BAF KGR ARAE 10% /4, M3 e B il Lk i
ERIIARARIRERN, HEr Efpath. RS S CE R IR AR L T i
FANk, B E NI LK KT i e B A REIA BT R, 4 T RESE SR
S LKE MR AL L ahi R M RE AR S PUES KRS ZERE, RERL
S SRR L IR LR RR A

1.3.4.1 HE LI Rer=EA L, T mRKEREE 0. BarE NI E Ok r=per=
BIEEAE, TRV L E AN 4 SRR A ORI T PR S KRR R . Sl
[FIS, A2 R SR B AT PR KR, R E A o ZRE =i KREMAE N, B
FCT BN  SR O A A I SR T, 4 Bl NIV OB AR PR R B A R T
ERHITe 4 K A RS . A4, RO NS, Bl s . 28
Bk R 2B Fe S = it Ak D B el T AR R, AT T B A B E A O
7 it B BUES = 1T - 40 2008 AR IR E £ 7 RE D 2195kt/a, Tk HETA ] T 5216kt/a.

1.3.42 EFH oA AL, Vet 20 Tk . JEME L pr 1 25
FAELIR. Bl dbat. SAREER, BT AL 2R, K2 A M A A
IR ST s AR S R A AR R B AETR . I IR, LR, b
W Wb W BRPG. JERG. RESEETH, HATIR AR dk. WL, BRI,
REEFHIIA AR L SR E EARFEAL R R s ARG i, AR L iz e 1A R
PRSI R HL 38 P vy, 3K 37 15 TRk 7 Py £ M — 7 T v Wi 75 A 28 S e B R G TR
R RS, —J7 RS R AR P R 52 2SR, 1 I A T B s

1.3.43 TP MM G, 75 T2 RR 15 . B AR b7 2t
TR T 70 % UL L, iz T ROE FE ZON X RV S B . T2 AR B
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MR L= s, Ui E IR SR Tl R e ar fa, Folk A &
B, mEAR. SMIERFTE T ES. N EE, BARCHWE OB i
b 5000 RFR, TREAA 300 ZF, FE2HSTHERES . MHOIME SRR AT
A AR . B AT E IR B LA N R LR RN LR R AR
W R FEHRIRIEERE,  BEA — AN LIRS LR ToAZ ol 45 0 B R ) TRER AR
Ha

1.3.4.4 HARAEFBEL IR, BAMRLEE TR Ho MR ke N ahn]
WAL TZHARBRE A, HENCEITR T RERMR. g ksl o=
B, DUBRBCRAR SOV R E A R BRI A 220, H AT DR
AR LRI — TR i 2, (HZPUR AR L e N ORI 2R 7 T2 i ZEEoR _EAT
PN

PR, A LR E A BT 17 ORIEE N, (A5G 2 FK, wHEKE
BEH 2 R EATAEE A TS . TOHEARRALEER, IR LB /5 R AR ey i
K, DA 2 I Py R N T SR

1.4 BERARERF TS =heI N A

il BEARNIREN 0 B AR O Z D BEEAR, & @R REEY %
P WA ROTE . E AR A [R5 AE [ € AR AN S AR R AR & b B AN ]
W BE A%, APATERIXTE 3, XY BERsi —itizsl, FHAEPIAT R
REZ R IEE, ITAE S BE R 73 5

CINEN A IELIRBILOR, & 78 E - MELZNR RIS R AL MON R

HER R, TN T2 U, ait T AL AL
P2 PA . BRI, JIREARRE,

1952 S5 5y TR G4 SRR i s AR BEAT (3 70 B RO AR, AT Ak i
IR B TR AN E e A, R SAE RN 20 & 1A TR N T R R A AL

2o

AR T PR H B €0 1 B M A AT 0 88 T BLitt — D Oy B 0 B g
s ENE FBL I HARCKHIRIE 7 Ok BORMER KA R . AL T R
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i, USRS AR B (i 0 £ R B iy, AR RE T g R AL . it
FE B4k AN i 7 R AR T R B R e B, X Rt TR AR Tk T
SAH TS AR AT AS (3 2 BB A DU R Bl 27 230 o 35 B AT 1 S5 AR B
W Van Deemter 72, ULJARBENTA] . CREFHEEL. g9 S S 2 EM LA
AT AR SRR T

SUHEREEOR, B EAERE 0, REBUL . oOrd RSN A, oA
WAL T 1528 7z RN . Biltn, AR . BRI AR . R
RERAC AT, A TS, BEN 21 ALK, SRR 1K R Ol
Jls, SRR TE BURT BRI IR, EEORYER D — BAEATE, RS
FH R B R PRI FEATS ORI R

1960 A8, N T o EEAR . RREAN LR T8, A ik e g
AINERE T GIAN LM (i . 1960 FEAKRBI 72 wafa. A7 fullr, Wi, B
WS AT R THEF 55— &R il A, JFE 1o i i . &
ROBUME BT A PR AT SE AR [ E AR S (i AT, R s A IS, DA R 3KE)
WA, 52 Bt /5 ZE B H Y B HOT 58 B 70 8 TARAS AR J LAY /N L 2
JUt2 8 A 58

1971 SERF 025 AR T QRAHEIE IR ED) — 15, FrE s 3ol ti
% (HPLC) 1EZUESL. fEICR A B, e RGBUH Cuil O f oy i FH 1 70 s A
MFB AN EMss. B, AYIPR BRI, (LD, gikies.
WU PR AEAS A5 75 T |2 KIS o e S8R €[] P S AR R R 38 1 il s
FARER RIHA . B AL B AR DA K (i B R R J

WA RO Lok R i, JUH R R e (i, R BAT R P Y
Iy BRI RBUE A RE i N T AR Z . e Bl A ORAN
e B 5 58 25 AN U SO ORI BRI 20 AT BORZ — o AT R il 2177 dh it
P AR TP B AT (i, FL R R HRR | TR B SR SRR ANE SRS 4T
SURT LS BT AR BT R, TS T B R RV B A . BRI R IR
BRI SN T, O T I R RGR (G N, RO A AT AR 23
BB VAR, RGBS b AT, CHRAEA R 2T EUR
R3OS 5 T AR T SRR PR 2
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141 SHEBIEEERE RIS ~FINA

HECHEAT BB EER, FHH T KRR . RN b
JE AR, KEY ISR R R S R R A AT . RN RS
GBS, RMNKRIERAGE . P, w RO AR G B A S A AR 4
bedr i, IEHIHIRE, FREXIASERTG g, b AR

J34k, Tl BRI )6 B EAELE IR Ok, KPIMOER A
FIREE I L g, W, S AURREE AT, AT R S5 L s s L7 it (1 Jo
A DB S AN S AR S I BB A i, T S it o A ) B
e

1.42 SMRERIEEEIR I T E ey N A

HELHAEA T IR &, 2SR SOKEESA LR R, Ja
BegikgEtilo T BUR e U g BRI MR Lpe S ST R, L E
GHUES WA YNANS =y ¢ PN -GS NI YV i bz B

L5 MERENXFER

FEAR TV AR P24, AU R N T EE 02, B an FHA=ORE Bl s P58
AP EE ORE S, MHITIE SO AR I — O BT R T AR L R

WAE DMV ZE =, T3S L J5e (0 P PR il B 2877 i, 22 KR S VA B O
JGIEEVEINE EE, AR WAE A g ASCHE R RSO G, ATlE Tk AR
PR IR AR L. A ARG AT, PR AT AL B R O faT R, AT
B, EFXIE LK IR IRE, R T ARREOR, BBb 1 RE S 5 G R 20 i
2, MERRE R, EBLELF, ZeMEVERETE, SEar Rl DL AR L A R
MATHAERKIM 2, b 7 Hril sl N 03 53R S et iRt 1a], - S8 22 434
(73

R LR TN IEA R s S A E R, B, R MR b Lk,
WG O, Horp, Wibe U ERSEA A M A L e R A H 1 2R 7

-14 -



LRSS ONE 2 e S AT

UOL - SRR IR BL I R EERIF Y, A E S IR SR, SR e, 1E
JREE LR BB, 10 LA A SR L J5e i B ] DA S R 2R B R 2R PR o FR R AL
LA SRR ) o i A TR R B A T B S H

7 L A SR 0 B K 2 O 5 B2 43 T T S A R S A T A
SCREFE I A 7R 8 I SO A A seke M 22 1 22 A 00 2% 150 IR
T — R T E A TR A o, RORHTE T i [a), Rl BUSE i s
772 LB (LT A 2 T 20 A R

F

FUAT, B bR PR e VA DI e PR SR L e e & B, XA I RESR S B HAE 2
TSR T LA s R o be i R A S () 2 B, (RIS BRGA Hh FR 1) 5 PO,
DRI R 7 R AN R e 2B 7 2 B AR M S A i 5 i S 0 A A

(il

—

TR SR 2 g5e o Tt AR /DA P VB Ca iRl i, RO PR, ZREAT T 18 5 4
FLBAARHE AR MR 1, A SO 5 K3 Py 12 e OB € 775, R AT A AL
BoR, € BN R RN &4, ANBCRTBLgeda i, iy HEE AR, X
FREORAAE G T RN E P, ZRERTIRE R & R, w] IOV B R T 24
RMEEA ZHMENEE .

FEMER LJe 77 v 7 BERE MR, (HR ROV R SAMA T T &+
L, e MO TE AR AR B . A TR RIRA PR, SEEl T
GAME RN TE e B, BRI REHER I E A A L EA TP R A SR, N
Az B AR X A A HERIR E, NI 2 24

EHATIA R ORe AT L2, AR LB T K e gt /K s ,
ANF G e A 2R B (RIBR L R, A TR ER O R, @ 2
BLZSHWIEHARTE . AT T — P AU 2 7KV v 8 b i S o
WI75%, 407 iEAN AT LU E M8 L e K R T BB 2R, T DA 5 A= i 7
T B KR P RER Y R IR L . VSRR 98, MR LK 4 e 3 B
d, RFEESL—ANJE, AUnT B RE 2 RO, A I R R SR
JiiEs DEREE AR R ) & 2RI & 5. AR A, SRR, W
PASE G B N A 2 B IR S «
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EE SHBEZINEARE KNS E

B AT E ol A e s iR A SR e . A TR G TE, R A
HT AL BRI RE A2 o] 8, 3 BTt ()4, BEXTIA SR Z b 3 R R, R T RSB,
D T RGN AT iR 22, HERREE . EELVELF, SRMEVEEITE, SE4rnl LU
AR LHETAEFRIFT R AT FR KRR, B 1T Hrilil N 5 535
LW A, SN2 a3k

KGRI E AR R L b BT, AT RIRERE &, AT ERNE . X
TR, TR AR el S i KR, KRR R IE . HET, Ebs
PE DAV S Jer= it BRI A, AR ERARTNENE R EH L

S
2.1 MRIFNFEE
2.1.1 EIRIg&

Agilent 6890 S AH 11, OpenLAB L {Euk; Mettler Toledo AX204 X~ ; Millipore
Milli-Q &K 2EE .

2.1.2 SEIGIR

W OIEbRFE, >99.9% (mim); SFAEE, ifal, s2i6H/K N BaiK, HEER
>18.0 MQecm; 25, >99.999% (viv); A, >99.999% (vIV).

2.1.3 tmERRBECEH

7 250 mL a5l COE™T L FRER 99.5 g B4k, KEHE 0.0001 g, FFRELER
B LEhRRE 0.5 g, TN ik K e, KRR E 0.0001 g, TBAS, B 0.5 % (m/m)
IR BRI -

1 AXALKRRZELR, EAEEZENR, RENEATHUETFNEEREHFTEAL
WeiB . B BAE, ATk 250 mL B 35 A 0BT RIEEC B ey e, XRT DL R I
EARETRELR, RSN EENZ2E, EFER.
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E 2: NALRATHE R M AKAR FAH, WP TALIEL, RETHIR.
A8 B AR VEVE VR B, N 7R X AT YT AT R, RSB EMG. 5 T ATEE R
BRRER, THAM.

7 250 mL 5 5 g A, FREX 99 g #4lik, FEIZ 0.000 1 g, FHRRPGAAL
BebrkE 1 g, N BB aikd, K4 0.0001g, 82, B 1% (m/m) HEL
FEAR AE VL o

7F 250 mL 7 e D, FREL 97.5 g 84K, REHIZE 0.000 1 g, FFREUASE
CRERRFE 2.5 g, N BBk d, KA 0.000 1 g, EE, BIfH 2.5 % (m/m)
BN Wiy 5% i RS

7 250 mL 5 56 i€ A, FREX 95 g #alik, FE#iZ 0.000 1 g, FHRRPGAAL
BebrkE 5 g, N BB aikd, K 0.000 1 g, 82, B 5% (m/m) &L
VST R8T

& 2-1 FATKARR BRI F &

Table 2-1 Preparation of Calibration Solutions

EOWFEME R . EORHEHE TR HIIR
AKX E &g RER/
/g E1% (m/m)
KF1 0.5398 99.1728 99.7126 0.5414
KF2 1.0412 98.1978 99.2390 1.0492
K3 2.3115 97.8675 100.1790 2.3071
K-F4 4.6922 90.9267 95.6189 49072

2.1.4 RFFRARBECH]

7E 250 mL 55 AE AR, FREX 99 g #B4E/K, A4 0.000 1 g, FFREUR AR
1g, MANFLFRLG R KT, K% 0.0001g, A, RIS,

BRI R T HERIR L, PZIRE RS 515

N V W
IPA EWHIREE, % (m/m) =——PA_ «100
W/k + WIPA
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W B S, BOGF 10 5 OIS A AR N DR A AE 3 B R Bl e, e
RAE, IR i AN 2L — A H .

2.1.5 MEXARAEVEIE

PRI 2 ¢ WARIEW 2 20 mL FEss /M, M4 0.000 1g, BN 1 g FEMEL 1
g MAUHEVATR, FERIZE 0.000 1 g, FosriRE)E, EEMNERAEWR . st EEsr, Bz
RWOEE S 2 mL SO MRS, Ei, BiA),

2.1.6 BIEEH

i+ : DB-wax, 30 mx0.25 mmx1.0 um; #/<: 2 #:R: 35 °C, £#4F 3 min,
PL 35 ‘C/min R THE S 200 'C, ££4F S min; JWHE: 2mL/min; SALFERE: 250
T, FMEHESE: 250 C,

22 ER5118
22.1 BIEEHET

FIEFIM A CKEHIIE R 107 T, EMNIRY) N EE AR S, P
LA DB-Wax BAIEHERIBEAT 08 B TG H 7 0 AR ELEUIR, O 75
LRE R B I RN RN, RS I UG SCRE S8 420 18, R Py THIR (A S it P At 23X
SE TR, (HAn RGE G B BOE R & 2 IR RN, ARHRAEL ],
BEEFEH RS T 35 CHENEIRTRE . B iE v RE & > Bk B I 2R
Ji, BT CARR IR 0 fE B TR T A 200 CAEHRH . Sl BRI L,
W€ 7 Bt S 7B B ACR . ik B LK 2-1.
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71 front detector E@

Time: 3 48043 Minutes - Amplitude: 3 92734 pA

15
front detector

EQ

Name

100+

IPA

75

A
A

504 r®

2 {2z
|
i T Lo

T T T T u
25 0 15 40 45 50
Minutes.

T T T T
00 05 1.0 15 20

B 2-1 FA A EMNZ W AAE LR

Fig 2-1 Gas chromatogram of EO determination

2.2.2 ZMHSeEMEXRE

R B o (R b YR A VR 2 G, RS HRE BV AR 2-2, H iR il
FAFREAT T, SERWAER 2-3. LI NIRERI T A BT RE 2 M, 13 212 ]
HITRE, VR 2-20 S5RERY], HATSRE A PR LS EA 0~5 % (m/m)
TGN R RAF, MRS r* KT 0.999.

y = 1.603582x e Lk e 2R
2 _
13.0000 RZ = (.999897
10.0000 »
/
£.0000
/
/
6.0000 /
4.0000
/
2.0000 /
s
0.0000 . . ; ; ; ; .
0.000000 1.000000 2.000000 3.000000 4.000000 5.000000 6.000000 7.000000

B 2-2 FATI A 2N A E &

Fig 2-2 Calibration Curve of EO determination
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& 2-2 FATIRA KB R &

Table 2-2 Preparation of Test Solutions

PRUEEE R EOFRUEVATRINIK B PR T R R R
WHR I E 5 /g
/g FE/% (m/m) /% (m/m)
KF1 2.1108 0.5414 1.0366
K2 2.1285 1.0492 1.1007
0.9643
K3 2.1164 2.3074 1.0293
K4 2.1266 4.9072 1.1086
% 2-3 LA TR RBHREGLER
Table 2-3 Result of EO Test Solutions
EORIEE AR SEEEAR AR LAY
WREELL T AR EL
R T AR e RSD/%
526760 729473 0.722110
K1 521533 713149 1.1431 0.731310 0.704962 0.76
522700 724496 0.721467
994340 743840 1.336766
K2 975513 733303 2.1039 1.330300 1.334581 0.28
991766 741964 1.336677
2204054 710744 3.101052
K3 2201054 711776 49197 3.092341 3.095083 0.17
2173579 703001 3.091858
4448140 731026 6.084790
K4 4446623 734637 9.7614 6.052817 6.066991 0.27
4381503 722619 6.063365

2.2.3 [EERFNEZE

BLHI R LIS EN 2% (mm) 1 1% (m/m) MIARAEAR, FCHME BIE LR
2-4, BEEFFE4 W, HEELZE, Hb 1 % (mim) BAsHEEGE S 8 Ik, it
BRERRE, EERKB, BRI 100 %its, MAEAERZENT 2 %, 55 EL
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R 2-5 FI3K 2-6,  [AISCA RIS w5 1 A0 2o 2 253K

%k 2-4 RACUKRFRAERRGH &

Table 2-4 Preparation of Calibration Solutions

. . EOIRHEA TR IR
EAEOMER/g BaA/KKNEER/ BER/
B/% (m/m)
X-FREE 1 2.0560 95.3230 97.3790 2.1113
X-FREE 2 1.1952 100.4224 101.6176 1.1762
%25 FEL®ZAEN R G EIE
Table 2-5 Recovery of EO detemination
EOFRER R EI% (m/m) MR F/% (m/m) [ET 2 /%
2.1578 102.20
2.1450 101.60
2.1113
2.1406 101.39
2.1527 101.96
1.1607 98.68
1.1652 99.06
1.1762
1.1675 99.26
1.1658 99.12
% 2-6 FATUKEAENRXGHEE
Table 2-6 RSD of EO Determination
%5 1 2 3 4 5 6 7 8
4
1.1587  1.1607  1.1652  1.1569  1.1658 1.1546  1.1508  1.1511
/m/m
RSD/% 0.50
224 =R

BLHiA R AT E =N 0.01 % (m/m) FIbsHEERR, ECHE B1ENR 2-7, EE B
FE 4, THFREEIRCRFIRE %R, BEiE R 2-7. 458K, BIBCR KT 90 %, #
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KFREMRZ N T 2 %, EE=RATIA 0.01 % (m/m).,

2 2-1 FRAUR R ERB R &
Table 2-7 Preparation of LOQ Solutions

X-FRUE2 VA ) ~ L EOFRHETE WL
Ak E /g MEE/g
HE/g FE/% (m/m)
LOQ 0.9318 98.9389 99.8787 0.0111

%28 FALRASENRHRIKEZMR
Table 2-8 LOQ of EO determination

EOWRAEVE I EE /% (mim) MR S5 /% (m/m) EIEVEILA RSD/%
0.0106 95.50
0.0104 93.69
0.0111 1.64
0.0102 91.89
0.0105 94.59
2.2.5 +Hig

FE S 1R rh R L PN A A VR 2 A TSP T8 (R B AT R B 38 m - 9
JE2IZHAL AN, TR AR BRI L I 5 A5 PR 5 f1 F) S P B AL B . (RIS, 3
AR VERIR R B, %57 A I P A TV ) TS L I ) i e AN B — A T, R T
JE I ASARAT T ek T A2 (1

FAN, TERRSIINA LT & B E 2 R, B P L e bR 3 o,
TR LK SRR, ARPEBCHIXERE G R, AR B A PR AR M DR ALE
b, SRR A2, EFENL T 0~5 % (m/m) BUbRHEHTIZE.

2.3 IhNg

A AAHORNEN E A O & BT, @ i0iE, &R UL 0.01 %
(m/m), £ 0~5% (m/m) IIVEENETESC R BRI, RENSHR oL/ P IR EEVE
[BICHAE 95~105 Y% 8], AR FREMZE/N T 2 %, WS 1AL, BF ol i AL BRI A ]
LI e STV N WAy o B 4 S e N
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E=F SHBEZEENE CKRERSNEPRIN A

UM LI F L 2 LRI T, SRPH S 1 2 BRI B8 RO
B SO T MR R, R R T 2k LR
LA, JTERIOE, UM R T R AR, iR T
2P R R T — b 2 S R K.

3.1 SRR A
3.1.1 SEWRE

Agilent 6890 S AHEHE, OpenLAB A,
3.1.2 SEEGI

PRS0, Air Product 28 &) 2557, R FE R A5 9 A A S 460D, VR4S B LR 3-1;
A5, 299.999 % (viv); A, >99.999 % (viv).

% 3-1 MEZARACHMBFR AR L

Table 3-1 Standard gas information of cycle gas detemination

Hy441% (m/m) FrRRAE/% (m/m) ¥ RAHE /% rel

C,H, 25.00 0.5
C,Hg 0.3000 2

EO 2.000 4

CH,4 53.70 0.5
CO, 4.000 2

Ar 10.00 1

N, 5.00 2

3.13 ®IEEH

B4 1: Haysep Q, 2 mx1/8" 80/100, f&ifh4t 2: Molsieve 13X, 2mx1/8"; #
e RS FEE: 80 °C, {£FF 6.5 min, LA 35 ‘C/min FIEZETHE S 140 C, 153 5.79
min, FFLL 40 C/min FIE K [EIRE 80 °C, {#%F 11.5 min; FID f&IIZSHEZ: 180 C,
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TCD KBy EE: 150 °C; MWFEIRE: 80 C.,

3.2 R51
3.2.1 BIERHES

N T SEI— IR A REA P A A HIRE, HEIRE 6 5 RS
MGk, BAARCE FEIE 3-1. Hdr, @it 1 2 Haysep Q £, & E/EH,
A 2 2 13X 0 FikE, B 1. 20 3R, 1R 4 2 RIRI .

UARFE LB I BEAE I S NI, FEATREE BT NI AL 1, ARG 1
FAPE R PO RAERAE 13X 70 FkE B2 R AGRE, BT S gt At
WAL 2 Z AT B A 2 S5k PRI, TR N CIE AL 1, (IR R R
NEGER 2 1, 1) 5 ON, M, AWM is: 2 b, 128k, 2k,
LI EA O e, i 5 OFF, FRRFES, RAMH BRI K. )5,
SMRETERE 1, AT EEH I R L, ORI it e, 45k 70 A e

(O 2 AF L A R A TR SE IR S I DD RIS [R) o R SRt (b A 2 558, WD
€ LB R [R), AR5 DASKIN [R] g Bk ati, R 5 800 I 1] .

Fromt Dhetectar

Caolumn 1= packed HayeSep ¢}

Columm 2 = packed Malsiove 43¢

B 3-1 MR A KA A0 A &AL E

Fig 3-1 Gas chromatography config of cycle gas detemination
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5] front detector EHEHE\
Time: 12.371 Minutes - Amplitude: 337.524 pA
500001 FE0000
50000 3 £ 50000
@
[ =
40000 E 40000
[0}
=
< 30000 30000 <
200003 {20000
2
10000 3 b E o £ 10000
ol L
PEN I | L
T = st | T T
L
o ll ! 8 0 4 'I5 0 2 4 ..}
Minutes
B 3-2 ME AT A FID 4] 25 49 &35
Fig 3-2 FID Gas chromatogram of cycle gas detemination
A back detector fole ==
Time: 23 &5 - Amplitud: 8 3827 25 uV
MName
5000 o
40004 4000
= -3
20004 = 2000
L)
™ (=]
Al LRI
) . iy — ! T ‘\A | — )
Q 4 3 Q 4 ‘5 0 2 4 p.-J
Minutes

B’ 3-3 M FRACHEIEHR A TCD N E 6 &g R

Fig 3-3 TCD Gas chromatogram of cycle gas detemination

3.2.2 EIERFBEE

W S5 RIEAR SRR 7 — AR AT B e se g, g5 R ENER 3-2, [
CEETE 100 Y%A Ao BENUEEL— AN SCBRre b SRR 3 0, TR R I 2
ZE RFK W] RSD B/ T 2 %,

E 3 BT EERFWNRAAFELNTALKHT — AR E, FRFEERALTFRAE
B B AR A E 2R
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% 3-2 FETIRAEIF LM Z B DR

Table 3-2 Recovery of cycle gas detemination

B4 41% (m/m) PRFRE% (m/m) MR R % (m/m) Bl /%
C,H,4 2491 24.94 100.10
C,Hg 0.304 0.302 99.47

EO 2.043 1.999 97.85
CH,4 53.81 53.79 99.95
CO, 3.987 3.935 98.696
Ar 9.96 9.99 100.32
N, 4.98 4.95 99.30
£ 3-3 LA CHAEIR M R M F K
Table 3-3 RSD of cycle gas detemination
H4r41% (m/m) WAL /% (m/m) EHIEI% (m/m) RSD/%
24.825
C,H,4 24.820 24.853 0.21
24914
0.310
C,H, 0.311 0.311 0.49
0.313
1.289
EO 1.289 1.291 0.22
1.294
53.884
CH4 53.887 53.904 0.06
53.942
3.893
CO 3.889 3.908 0.77
3.943
10.119
Ar 10.134 10.118 0.17
10.100
5.126
N, 5.115 5.111 0.34
5.092
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323 Wit

FZEAHEIEICER, FER AR, BT ReA K 'S, HrTReA
SRS, FUUECE T 1 mL 50 pL W E B3R, Al I a] R4 SEBR 1) 75 2ok
TR R, 75, BRI A IR BOENE, BANENRR ST RIS E LA
B PR TN SRR, DRIE TR E A M

E BRI A &4 T, AP AR SRS TR AT RS B, SRR
AR, MRFERHI S SRS E, TUSERRCERENH
17

3.3 INEE

A AR T2 R IR LB 3R S AR TR 1 ASRETRII 0 AT R P e
o MBS (AR, a0 1 AT Ta), 3R 1 MR, DR e SE ARG 1
NAFSRBEEOME R R, 253 900E, A TR R, [FSCRLE 95~105 %2
6], FAXTAR AR 22 /N T 2 %, BN I A R o R I A 7 5K
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ENE SMRHEBEENERECKTHIESE

TR SR E BB RE P SR e P R P AT A A, w0 0 48 Zobe ™ i S
IKIER R, CREATNRER) SR, AMRGERRE R B A iR AT L, fElgdR
PEEE TR AE S, A LA T SR A A I E 8 S50k .

4.1 #RIAEE
4.1.1 SLITE

Agilent 1260 = S0 AH G IE1X, OpenLAB TL{Euk; Mettler Toledo AX204 K,
Millipore Milli-Q 1=y 4li/K % & .

4.1.2 SLIGRF

CWE, HPLC 2; FWEE, HPLC 2% IR — S %%, iral; 4-fgFe"Satiafgsh
fREh (PNBA), Zr#rdl; HEEFRFE, 36~40 %; ZFEFREE, >99 % (m/m); NFEFR
FE, >95% (m/m); SEIG /K AEZK, HFH#>18.0 MQecm.

4.1.3 I FIRHIE

FREX 4.6 g BEIR — &%k, TEMAAE 100mL #E4iKH . I 0.5g PNBA 7E ik iR —
SHOKERH, TR, 1100 mL FNEE, EAEZ 0.2 um JERTIE, FIAEREIR
AP, HERAT

4.1.4 Rahtd A (BER_SKRR) HIHl&E

FREL 1 g HOBEIR — Sk, VAMRAE 1 L gk, W5, RIS . s f AT 2
0.2 um JEMRLLNE, WRTELRAE, NIBAEUKAE R, B bR .

4.1.5 ¥RERRBEIE

7F 250 mL 77 55 i€ R, FREX 98.8 g #AAi/K, FEHIA 0.0001 g, HERMFREHEE
PFE 0.4 g, ZEERRFE 0.4 g FINEERTAE 0.4 g, IINFSERREFIIEEAK, K52 0.0001 g,
VRAT, B EEZ) 1000 mg/L, ZBE%) 4000 mg/L, L) 4000 mg/L )i & -
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7 250 mL H7 5 HE A, FREX 49.9 g #A4liK, 504 0.000 1 g, HUERR 0.1 g, N
NFFREFHEB A KR, 4 0.000 1 g, RS, RIS,

7F 250 mL 5 EhE i, FREL49.75 ¢ HB4lK, K542 0.000 1 g, HUE&R 0.25 g,
TN AF 4k, KA 0.000 1 g, TRA, BIf5.

7 250 mL Ay RS HE IR, FREX 49.5 g B4k, A4 0.000 1 g, BU#ERIR 0.5 g TN
NFRFRUFHEBA KR, S 0.000 1 g, RS, RIS,

7 250 mL G HE IR, FREX 49.0 g B4k, A4 0.000 1 g, BUE&IR 1.0 g, TN
NFFRUFHGEBAK R, 4 0.000 1 g, RS, RIS,

PC ) AR VAR N I ARG P, I RANBESL RIS, ZRORAFAEDKAR o, (EATSIRAN
BEATI,  CEL I IR Hh T 5 B R R K

% 4-1 FEUKRBAYENZHERRGH &

Table 4-1 Preparation of Calibration Stock Solutions

HAKEE ERBIRE  WEEIREE%
Hor4 div) R EE/g BE&/
/g /mg/kg (m/m)
FH % 0.4000 1477.75 36.9
2% 0.4400 98.5751 99.8814 4383.20 99.5
A 0.4663 4491.13 96.2

R 42 FRUKELSENRATERR G &

Table 4-2 Preparation of Calibration Solutions

& &M E /g Lk E R/ HEE/
0.1117 50.6692 50.7809
0.2504 50.9351 51.1855
0.4329 50.9990 51.4319

0.9801 50.9239 51.9040
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R 4-3 FRUKELSENZATREER S RA

Table 4-3 Consentration of Calibration Solutions

s & &/mg/kg Z B & &/mg/kg P& &/mg/kg
KF1 3.25 9.64 9.88
K2 7.23 21.44 21.97
K-F3 12.44 36.89 37.80
K4 27.90 82.77 84.81

4.1.6 BIEEH

g4 Symmetry Cis, 150 mm x 4.6 mmx 5 pm; JishAH A:
W, WEEHAE B: ZE: HEE: 30 'Cp HEFEE: 10 pL: ASWIBAK: 280 nm: (]

IR — Ik

W 4-1.
& 4-4 FRCIEES TR R 6 LA
Table 4-4 Gradient elution program of aldehyde determination
B[R] /min PE/mL/min % A % B
1.20 70.0 30.0
20.00 1.20 25.0 75.0
22.00 1.20 70.0 30.0
25.00 1.20 70.0 30.0
] VWD: Signal A, 280 nm o B =
2004 £ +-200
IR
: 5 2
100 2—; L1oo
I
1 M | }l\ } I |

Minutes

B 4-1 FATKEE S Z N T 6 &% R

Fig 4-1 Liquid chromatogram of aldehyde determination
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4.1.7 RN B RIS

Al PNBA iS5G /DB, CREMARE, Tl BEMAE, SR, 1E
NEH, RS IRE R PNBA 51 ARIEE .

FH PNBA % 5 mL, % 20 mL igss/Mid . EREK LR 30 min f5, B L
THWGE R, EANRAHERE MR, B,

H1F PNBA WA 1 S e ANF], PRI, Bl e PNBA Bl5f#R
%%mﬁﬁm@Awﬁ,mi%ﬁ,%%bﬁkﬁﬁom%akﬁm,W%%mﬁ
IR S R I E, P A R

4.1.8 #EEMEAAREVEIE

F2HU PNBA %W 5 mL, % 20 mL JEzs/MiEd, Mo 1 mL A S kkE i, R’
Ao K FIRTE 30 min 5, B ETEBOER, A GIE NES, BIE],

ATZE 5 HORE S IR U AE 2 h WEEAT 0T, 75 U R A7 A 22

E 4 A RMEERA R MAKAEFAH, UWRITALINEL, RETHIR.
EBBRAALIN, MARRNRFOHTHTERE, RRLENTFHER. | ml FAT
WMEEXTUEEOCHNEE, FALKETHERE THWE EH# LW X,

419 WERZLHNESLFE

F2HU PNBA ¥ 5 mL, % 20 mL Bz /MR, A 1 mL AR#ER W, R 1E
REIR EIRPE 30 min J5, GG E, RANBAHEORE MRS, SRA B PR %1k
R T . S PAREIE IR IR Y Tk BT ROE, PR M ARURIAR IE J5 ik
FE AT AL R

42 ER57HE
42.1 MSeE RIEX R

Y PR TR T W, LI R TR A T 2 [ml U O R, BB R 7 LR 4-5.
4-6. 4-7, WEEMLMETLE N 0~30 mg/kg, ZEEMLIETEE N 0~80 mgkg, s
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(LR MESE Y 0~80 mg/kg, MISSHRE r* KT 0.999, RIEMhZVE WA 4-2. 4-3.

4-4,
B B B A7 B 2R
30
W= 1.027E-06x - 1.246E-01 /
55 E= = 1 000E+00
20 //
15 /
) /
o
; .// | |
0.0 100000000 200000000 20000000.0
B 4-2 FACKEE S 2T FEAYAIE ) &
Fig 4-2 FA calibration curve of aldehyde determination
B A B 2R
90
30 W =1 A24F-0Fy - 1 MN30FE-111 . 4
F= = 1.000E+00

70

(510

a0

40

o /4’

20 ¢/

10

a . .
00 200000000 40000000 .0 60000000 0

B 4-3 FACIEE N Z CER AR E i 5

Fig 4-3 ACH calibration curve of aldehyde determination
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R EE B B2 1E B 2R
80
80 w =2 123E-06x - 6 7T56FE-03 ad
R= = 1.000E+00
7o
G0
S0 /
40 /‘
30
20 Pl
10 /4//
U ’{ T T T T
0. Too00000.0 200000000 300000000 40000000.0  S50000000.0
B 4-4 LA CILEE A2 N T A B AR IE i 4%,
Fig 4-4 PA calibration curve of aldehyde determination
% 45 FATKEBESENR FROKEHSRE
Table 4-5 FA calibration data of aldehyde determination
FEE& B/mg/kg P I T A P 2 i T AR
137238
0 138366 136928.0
135180
3252415
3.25 3295576 3284133.7
3304410
7186580
7.23 7250583 7224128.7
7235223
12234461
12.44 12363465 12299644.3
12301007
27263534
27.90 27336504 27310552.0
27331618
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& 4-6 FATIHEESF MR TR ERRE
Table 4-6 ACH calibration data of aldehyde determination

B 5 E/mglkg RIS AR LRI

38022
0 43827 42549.0

45798

6286182
9.64 6362071 6342486.3
6379206

14079287
21.44 14229617 14183417.3
14241348

24218908
36.89 24422978 24347775.0
24401439

54200714
82.77 54394624 54342973.3
54433582
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R 4T FRURELEN ARG EHSE

Table 4-7 PA calibration data of aldehyde determination

B & B/mg/kg PR I T AR RT3 e T AR

6836
0 6106 6778.7

7394

4591410
9.88 4644198 4621071.3
4647942

10274012
21.97 10388891 10342937.0
10386244

17805651
37.80 17917316 17870587.3
17909131

39883631
84.81 39936425 39927288.7
39982146

422 ERFIBEE

BC 1 AN [FIR B AR VAR, i AT 2B e abeE, IR 100 %/iits,
IR 4-8, A — MNREMASHEATRE S I 8 IR, HHEFEEE, 455K RSD
INTF 2%, FEWFER 4-9.
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% 4-8 FATKEELSFN R EILE
Table 4-8 Recovery of aldehyde determination

Hor4 FRFRAE/mg/kg WAL R /mglkg B &I
N 5.63 5.65 100.48
e 23.74 23.58 99.31
N 18.69 19.01 101.71
b 36.24 35.63 98.31
n 19.22 19.15 99.66
PIRE 84.10 84.41 100.37

£ 49 FRUKBEESFMNZ G E R
Table 4-9 RSD of aldehyde determination

Hor4 PR EZE B /mglkg RSD/%
13.20 13.19
13.15 13.16

FH % 0.13
13.18 13.16
13.19 13.18
38.57 38.59
38.52 38.49

V7 0.12
38.54 38.50
38.60 38.61
39.88 39.91
39.84 39.84

L3 0.09
39.86 39.80
39.90 39.88

423 E=R

Boiil S & 88 0.1 mg/kg, LS8N 0.5 mgkg, WEESEN 0.5 mgkg HIbR
A, TPEEICR, BORTENE 4-100 Z55RY], BICRLE 100%A 4, JER
€ R EERTIA ] 0.1 mg/kg, LMEEFIAFE] 0.5 mg/kg, AREFIAE] 0.5 mg/kg.
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410 FATKBLENCHRZER
Table 4-10 LQD of aldehyde determination

Hor4 FeFR(E/mg/kg R4 R /mglkg 2R /%

FH % 0.17 0.17 100.00

s 0.55 0.55 100.00

A g 0.56 0.59 105.36
424 g

FEFCH] PNBA ARG AL, WA R — AN S FIHE R PNBA G
W& EWAEER, FWEROITHA LT IRER, SEFERTEE. 55, 1EH
R IERE 2RI, S5 e BURS 25 B /N (1) PNBA WRFIELHI AT A, XA RECRIE(R IR BE S
PR R HERA 1 o

AR E PRI AL, TR 2 hm, B BRI, X e R
Ao, RIEREFEATE S 2 h N ZE B At

4.3 ING

I S G (BRI e P AR L e B B U7, I IE, R A A 1
N 0~30 mg/kg, EEIRFIAR] 0.1 mg/kg, LEERIZMILEIN 0~80 mg/kg, & &R
AL E] 0.5 mg/kg, WEEMZ ML 0~80 mg/kg, & &RAIAE] 0.5 mgkg. 1ELk
VEVEEIN, R IILE 95~105 Y%L 8], AHXSARAEN 22 /N T 2 Yoo ATTVEAHXS T E 5
W J7i2, P AT A RE T B, i s SRR T 5, Re AR B AR AL T i
()73 A 4
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FRE SHEIEENERE CHEESFSPHESHES

FEIRNSE C o B 7 v 75 B E S S HERRIR B, (R BN E S MA R T E T
SRR, T RA— Mg AR A B . AR TTERHARIR S PR, S23l T
EAMEAN TSR E, BRI E N A CRIER PR AMEA NS &, N
A e A B BRI R SR MERRIR S, IR S T 2457,

5.1 MRIFAEE
5.1.1 Lhw e
Agilent 6890 S AHEHE, OpenLAB A,

5.1.2 SRR

R, Air Product A A=, VEAE B ILE 5-1; &/, 299.999 % (viv); A
=, >99.999 % (viv); TFUK.

%51 MZFATHBA LT LA LGHRUEE

Table 5-1 Standard Gas information of Ar and O, detemination

H43441% (m/m) FFRAE/% (m/m) TR 2 B % rel
0, 5.000 0.5
Ar 5.000 1
N, 8.000 0.5

5.1.3 Bk

EIERE 1: GS-Q, 30 mx0.53 mm, (G4 2: HP-Plot SA, 30 mx0.53 mm; #H<:
S5 MR -40 C, {3#¥F 7min, UL 30 ‘C/min [FEZFESE 30°C, {#3%F 5min;
TCD ¥l #8 45 . 200 C.
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52 HBR5TR
52.1 BIBFMHHEIL

RONE SRS 0 T BREL, @HLEEE B HEERR LA
T2, fERERTRERIKE, SHEEEME e B, DRRERN
HERRIRE o A TNERAMRIR S PR, @ FAER HINATUK, DRI RAER 464
IR BT, BRAE S IER L. SERAEY], 7 ERCRIREE, (il A
5-2. AR EIEEE WA 5-1. Horp 10 8 B 2B SRR . %, FE
AHEAEACIEEE 1, RO 1 TR )E, A 2 PR, A
JEA T RN RS R, RN E, R,

FE i P A E K 0 238 BRSNS S 0 B EE N B, RIEREIR M 52 J5 T A
2 150°C, fR%F 30min, BIRJPKE .

N2 as
carrier B B
B PPI »| TCD
(102) (220)
A A
A PPI TCD
H2 as (102) (220)
carrier
301
Aux 3
301 N2
Aux 4
301 H2
Aux 5

B 5-1 M 3FABCHEMBIF AP B AA A A0 A E S NEE

Fig 5-1 Gas chromatography config of Ar and O, detemination
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7| front detector E@

Time: 8.3948

200 - Laoo

4004

| IR

T T T T T T T T T T T T T T T T T T T T
L] 1 2 3 4 5 -] ¥ g ] 10
Minutes

A 52 MERBCIPBEFRAP R A AN EER

Fig 5-2 Gas chromatogram of Ar and O, detemination

5.2.2 [ETERFNFERE

B SR IEASSA RIREIK I 3 — s S AT I RoR 5256, 5 RVELR 5-2, [H]
WCRTE 100 %A BEHLIREN— AN SEBrke fh B IEFE 6 X, THEANN PR ZE, 45
KB RSD Y/MT 2 %,

%52 FAURBAAFT KA R AN G E

Table 5-2 Recovery of Ar and O,detemination

H4r41% (m/m) R E/% (m/m) WAL FR /% (m/m) ELVEILH
O, 7.942 8.01 100.86
Ar 4,982 4.99 100.16
N, 4.944 4.96 100.32
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A 53 MEFECHRMEA AT AAAAANHER
Table 5-3 RSD of Ar and O, detemination

H4341% (m/m) AL /% (m/m) SEHMEI% (m/m) RSD/%

7.96
7.95
7.99
O, 7.94 0.39
7.91
7.91

7.93

4.96
4.94
4.95
Ar 4.95 0.21
4.95
4.95

4.97

5.05
5.10
5.17
N, 5.07 1.05
5.03
5.04

5.05

5.2.3 +tig

AR IE L B T A AMER, TCD Wl g ridiE, nf LU SR M RE S AR
SEE.

SEIG ORI, FRR T, ASRMESRM B ES T, BRI,
R R ORI B, & Y TSR IR A R AT B AT A AR A ) B, SERRAE P R
IR HTEREN G, BRHIRRFRLE 150 Co

o

5.3 I©hNgg
A7 K R IE A B DR IR GG AR IR Se I T & S A SN 52 A0 5, T LA
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NI B O A SRR TS R . I SERAER], 7S RCRIR S, 5k
HIEICRAE 100% 2847, AR RS ZE /N T 2%, S84 m] LU A2 4277 IO 2E5K
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FARE SHEIEENERE KB RPHIESE

U LB E = T2, 3R L e IRSR LK BRI AR, T
GBI (R Z TR, 4 RS TR, A T A
Jrik, FURWRRESE R, A MR OI R SRR B KR R, e R
GRS E i, DEIEEABUE.

6.1 MRFIFE

6.1.1 LS H&

Agilent 6890 S AH 11, OpenLAB L {Euk; Mettler Toledo AX204 X~ ; Millipore
Milli-Q =4tk EEHE

6.1.2 SRR

I, ik, P2 EERREE, >99.5%(m/m); . EERREE, >99.5%(m/m);
= LBERRE, 299.5%(mim); TY £ —EEFREE, >99.0%(m/m); 1, 4-T 8%, >97%(m/m);
LIS ACREAK, HIHZE>18.0 MQecm; 2, 299.999 % (Vi); ES, >99.999
% (VIV),

6.1.3 ¥REBRIIEZ

FREUH 2 —FEhRRE, — b RE, =2 EEAREE, P02 TEERRFESR 0.1g, K
42 0.0001 g, % 250mL 5 a5 iE O, MN7KZ 100g, FE#HZE 0.0001 g, 2, Bife
0.1% (m/m) [PIFRHERR I -

FREUH 2 —FEhRRE, T2 EEbRRE, =2 TEEARRE, V02 AR 1g, K5
% 0.0001 g, % 250mL 7 55 € Cf, A7k & 100g, ¥EHEE 0.0001 g, 221, RIS 1%
(m/im) AR HEI -

FREUCH 2 —FEhRRE, T2 EEhRRE, =2 TEEARRE, D02 EEARRESR S, KSR
% 0.0001 g, % 250mL 7 @5 h€ LU, A7k % 80g, FEHIZA 0.0001 g, JR21, BIfE 5%
(m/m) FIARHEI -
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PRI 2 bR, O ZBEARE, =LA, WO ZBEFER 5 g KEH
% 0.000 1 g, % 250 mL w7 @i i€ O, N7/KE 30 g, FEHIZE 0.000 1 g, 25, RIf3
10% (m/im) [PIARTEIA -

PRIUE 2 WEbRRE, 2 WEARRE, =2 W AskE, DUZ BERRRES Sg, KT
% 0.000 1 g, 2 250 mL 7 b€ Ui, /K2 5 g, FifiZ 0.000 1 g, 1827, BT 20%
(m/im) FIARHEIS -

& 6-1 FATITIEAREREFSEN TR B R F &

Table 6-1 Preparation of Calibration Solutions

Hor4 iy R &g HRei/KEE/ BEE/N
MEG 0.0889
DEG 0.0955
7K1 98.7901 99.1573
TEG 0.0906
TTEG 0.0922
MEG 0.9917
DEG 0.9685
K2 95.8818 99.8464
TEG 0.9955
TTEG 1.0089
MEG 5.0320
DEG 4.9774
K3 80.0326 100.0254
TEG 4.9992
MEG 4.9842
MEG 5.0083
DEG 4.9981
7K 4 30.2098 50.2556
TEG 5.0022
TTEG 5.0372
MEG 5.0012
DEG 4.9910 25.5000
7KF-5 5.4752
TEG 5.0181

TTEG 5.0145
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& 6-2 FATHUIAKRE RIS EMNTATRERG KRR

Table 6-2 Concentration of Calibration Solutions

Ao FRUES RS, %(m/m)
MEG 0.09
DEG 0.10
KF1
TEG 0.09
TTEG 0.09
MEG 0.99
DEG 0.97
KF2
TEG 0.99
TTEG 1.01
MEG 5.03
DEG 4.98
K3
TEG 4.97
MEG 4.98
MEG 9.97
DEG 9.95
K-F4
TEG 9.90
TTEG 10.02
MEG 19.61
DEG 19.57
K5
TEG 19.57
TTEG 19.66

6.1.4 MR ia %A E &

FREUPRAE TR TR B BE SR RZT 1 g, AEHEE 0.000 1 g, JIN 250 mL 3% IS o5
. PREL 1,4-T ZEENFRIETR 0.1 g, A BB BEESRH, K52 0.000 1 go MA
40 mL R, mEiRs), #EAZ, WS WA VER, ATEC0.45 pm ) —EEE
kibyeds, ks, FEEE.
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6.1.5 BiEEH

684 DB-Wax, 30 mx0.53 mmx1.0 um; #<: &/ HiE: 70 C, f3FF
0.5 min, LA 20°C/min FIEZFHE S 230 C, {55 10 min; SALEEE: 250 C; 4
Wbb: 15: 1; FID AMIZSIEE: 250 C; #EFEAFT: 1.0 uL.

6.2 LRSS
6.2.1 BIERHHIES

U O EE SR, P A HE T s Al PRI 36 4 B2 AL DB-Wax £, #E4T
or 1 o IR BERE PP T HIR IR R, AR AR AT S AL Z IR 2 T R A (208
N T Biab i A AR, R TR A BAA SRR — B TR, fEEA R E
MO B 6-1 iz iR IR R ik .

1-4-butanediol

PA
VEG
iy

TG
TEG
=== TTEG
]

B6-1 METFRALIKRBERTEASEHEELER

Fig 6-1 Gas chromatogram of glycols detemination

6.2.2 LMEEREXRY

i 6.1.4 Ko SN FE AR VAV ) 46 RV, X 2mL B AAH SN,
HA BRI, IE KRR R ] o 38 RN VAR AR 1 Ve T AR R 5 4t
S 43 VG TR AR T B S /N 4 o3 v it 2 [ R 5 2, BB 7 L3R 6-3~6-7. H1
LW, TR, SR O T RER A METE RN 0~20 % (m/m), AHOCHR
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B R T 0999, KIFH&ENE 6-3, 6-4, 6-5, 6-6.

MEGHZ 1F HH 2%

2.5000
> 0000 'l,r2= 1.53999x //’

R2 =0.99999 -

/
/
e
1.5000
e
//
—
1.0000 /}
/
e

/

0.5000 /”
/
e

0.0000 @ T T T T T T 1

0.000000 0.200000 0.400000 0.600000 0.800000 1.000000 1.200000 1.4D00000

B 6-2 FELRKERZREESE MEG #9K IE ) £

Fig 6-2 Calibration curve of MEG determination

2.5000

DEGA: 1E BH 28

2.0000

y=1.61180x »

R? =0.99999

1.5000

1.0000

0.5000

0.0000

0.000000 0.200000 0.400000 0.600000 0.800000 1.000000 1.200000 1.400000

A 6-3 ALK KRERZREESE DEG MR Ed £

Fig 6-3 Calibration curve of DEG determination
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TEGER 1E i 2%

2.5000
2.0000 y = 1.64008x - *

R? =0.99997

e
1.5000
e
1.0000 -
/

0.5000 ad

/

/

0.0000 ¥ : : : : : ; )
0.000000 0.200000 0.400000 0.600000 0.300000 1.000000 1.200000 1.400000

B 6-4 FEURKRBRZREESZ TEG #IR Ed 4

Fig 6-4 Calibration curve of TEG determination

TTEGHRZ IE HH 28

2.5000

v =1.71035x
> 0000 R2 = 0.99980 g

1.5000

1.0000

0.5000

0.0000 T T T T T T 1
0.000000 0.200000 0.400000 0.600000 0.800000 1.000000 1.200000 1.400000

B 6-5 FRALUKRKERZRESSE TTEG 9K EH &

Fig 6-5 Calibration curve of TTEG determination
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% 6-3 FALRKERESENXERGHE

Table 6-3 Preparation of test solutions

WEBRER/ Wiz EE/g
K1 0.9964 0.1049
KF 2 1.1012 0.1187
KF 3 1.2673 0.1231
KF 4 1.0506 0.1087
KF 5 1.0639 0.1014

& 6-4 FA UK AR BRI S EMXIERF MEG X

Table 6-4 MEG result of test solutions

MEGIETH  HArERIE . PSR EmEmAL
WELL WAL
R R 4 RSD/ %

38462 7116987 0.005404
38863 6984300 0.005564

K1 0.0085 0.005491 1.27
38856 7031977 0.005526
39818 7277393 0.005471
448258 7674190 0.058411
439464 7455150 0.058948

K 2 0.0921 0.058916 0.64
449053 7568918 0.059329
439692 7455180 0.058978
2554050 7682410 0.332454
2495166 7409795 0.336739

K3 0.5179 0.335474 0.68
2606635 7779551 0.335062
2548370 7547576 0.337641
4311276 6926898 0.622396
4410376 7054802 0.625159

K 4 0.9632 0.622900 0.28
4411555 7103675 0.621024
4270820 6855027 0.623020
8765619 6538929 1.340528
8708530 6449618 1.350240

K5 2.0578 1.337665 0.86
8575254 6411684 1.337442

8748409 6615303 1.322450
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% 6-5 FA LK B REF S EMNXERT DEG £X

Table 6-5 DEG result of test solutions

MEGIEH  WArERIE SEEmEA AL
WEL I TEAR L

A A H. RSD/ %
39349 7116987 0.005529

7K 39147 6984300 0.0091 0.005605 0.005413 2.62
39557 7031977 0.005625
41051 7277393 0.005641
426524 7674190 0.055579
415143 7455150 0.055685

7K 0.0900 0.057036 0.33
421418 7568918 0.055677
415570 7455180 0.055742
2433498 7682410 0.316762
2342451 7409795 0.316129

7K 0.5123 0.310812 0.48
2464096 7779551 0.316740
2385002 7547576 0.315996
4112403 6926898 0.593686
4189891 7054802 0.593906

7K 0.9612 0.578739 0.38
4226129 7103675 0.594922
4074410 6855027 0.594368
8334875 6538929 1.274654
8210537 6449618 1.273027

7K 2.0536 1.254532 0.71
8179552 6411684 1.275726
8457106 6615303 1.278416
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% 6-6 FALHAKBEREFAENRXERY TEG &
Table 6-6 TEG Result of Test Solutions

MEGIETH  WARERIE SEEmEA WAL
WEL TR L
A A H. RSD/ %

37153 7116987 0.005220
37698 6984300 0.005398

K1 0.0086 0.005413 2.62
38620 7031977 0.005492
40336 7277393 0.005543
436899 7674190 0.056931
426331 7455150 0.057186

K 2 0.0920 0.057036 0.33
430083 7568918 0.056822
426477 7455180 0.057205
2404558 7682410 0.312995
2298952 7409795 0.310259

K 3 0.5118 0.310812 0.48
2414503 7779551 0.310365
2336946 7547576 0.309629
4000582 6926898 0.577543
4065444 7054802 0.576266

KT 4 0.9568 0.578739 0.38
4125981 7103675 0.580823
3978132 6855027 0.580323
8204053 6538929 1.254648
8025306 6449618 1.244307

KF 5 2.0536 1.254532 0.71
8035015 6411684 1.253183
8374894 6615303 1.265988
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67T FALKKBERELSETMNXERF TTEGHX
Table 6-7 TTEG Result of Test Solutions

MEGIETH  WARERIE EuEmEmA AL
WEL W AR L
A HH H RSD/%
39025 7116987 0.005404
39336 6984300 0.005564
K1 0.0088 0.005531 2.17
39120 7031977 0.005526
39287 7277393 0.005471
433456 7674190 0.056482
424080 7455150 0.056884
K 2 0.0937 0.056573 0.57
425076 7568918 0.056161
423196 7455180 0.056765
2293106 7682410 0.298488
2200047 7409795 0.296911
K 3 0.5130 0.297271 0.28
2308109 7779551 0.296689
2241609 7547576 0.296997
3844561 6926898 0.555019
3877595 7054802 0.549639
K 4 0.9688 0.554407 0.59
3951509 7103675 0.556263
3816251 6855027 0.556708
7929145 6538929 1.212606
7730166 6449618 1.198546
KF 5 2.0632 1.212387 0.97
7765874 6411684 1.211207
8118226 6615303 1.227189

6.2.3 EISRFBEE

Be B S AN IR B B AR I TRAE D (RIS AR 2 B A i, FC e ST LR
6-8 ~ 6-9, %M 6.1.4 W7 VERECH| AW, H 2mL & SAH GRS NME G, BEE
FE6 IR, Z5HRIENR 6-10 ~ 6-12, BB ZH 4 1 [ e R 4 7E 95~105 %, RSD
N2 %,
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& 6-8 FATLKLKEKBRRZREFA TN M RFAEE EIRRE R E

Table 6-8 Preparation of calibration solutions

Hor4 YR B &g HRei/KEE/ BREE&/
MEG 0.0889
DEG 0.0885
i 99.3840 99.7477
TEG 0.0960
TTEG 0.0903
MEG 2.5009
DEG 2.5262
FEgh 2 20.9277 31.2750
TEG 2.6681
TTEG 2.6521
% 6-9 FATKR IR ARBEREESEN R MR Foly F B M KR H) 4
Table 6-9 Preparation of test solutions
R REEg NirE&E/g
Fedm 1 1.0369 0.1115
FEdn 2 1.0470 0.1062
% 6-10 FALKE LR KRB REA TN GEICE
Table 6-10 Recovery of glycols determination
PREBBRAIWRE RS R/%(m/m) EILYER
Hor 4
/%(m/m)
MEG 0.09 0.09 100.0
) DEG 0.09 0.09 100.0
e
TEG 0.10 0.10 100.0
TTEG 0.09 0.09 100.0
MEG 8.00 7.83 97.9
‘ DEG 8.08 8.14 100.7
FEgh 2
TEG 8.49 8.78 103.4
TTEG 8.48 8.69 102.5

-57 -



IS EARAEINE L Tolk A7 v i 2

%611 B 1FKALKRUBRKERBEAZINZHHERE

Table 6-11 RSD of glycols determination in sample 1

Hor4 e T AR P PR I T AR WE T AR L i I #R EERSD/%

38660 7342910 0.005264943
39490 7510788 0.005257771
38218 7233297 0.005283621

MEG 0.69
38561 7290408 0.005289279
38752 7300827 0.005307892
39013 7498365 0.005202868
37488 7342910 0.005105333
38408 7510788 0.005113711
36899 7233297 0.00510127

DEG 1.45
37100 7290408 0.005088878
38544 7300827 0.005279402
38924 7498365 0.005190998
42468 7342910 0.005783538
43144 7510788 0.005744271
41392 7233297 0.005722425

TEG 1.29
42342 7290408 0.005807905
43323 7300827 0.005933985
43697 7498365 0.005827537
37742 7342910 0.005139924
39361 7510788 0.005240595
38377 7233297 0.005305603

TTEG 1.74
39516 7290408 0.005420273
38510 7300827 0.005274745
38841 7498365 0.005313292
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% 6-12 B3 2 R AR UK B REAF N Z O EE
Table 6-12 RSD of glycols determination in sample 2

Hor4 I TH A PN A e T AR IETE AR B IETE A ELRSD/%

3032363 6075545 0.499109627
3028790 6036091 0.501780043
3069545 6121938 0.501400864

MEG 0.23
3015660 6011764 0.501626478
3054987 6078424 0.502595245
3035001 6052333 0.501459685
3032877 6075545 0.499194229
3001771 6036091 0.497303801
3048424 6121938 0.497950812

DEG 0.36
2991374 6011764 0.497586732
3052448 6078424 0.502177538
3015279 6052333 0.498201107
3231462 6075545 0.531880185
3150963 6036091 0.522020460
3214647 6121938 0.525102835

TEG 0.76
3139088 6011764 0.522157556
3177547 6078424 0.522758366
3155353 6052333 0.521344909
3090733 6075545 0.508716996
3006253 6036091 0.498046335
3067885 6121938 0.501129708

TTEG 0.96
2988728 6011764 0.497146595
3012458 6078424 0.495598530
3009842 6052333 0.497302776

6.2.4 1ig

A it 1) 25 TR I TR A 20 AR 1, SEIG IR I X 25 R A AT 52
PRI 25 R B AR R 5 A, I ADI O  Boas IO IR, KOS 1 AR R .
WA RIS &S], FEah R alRE S A, Dyl L N i i A
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ERARE, B, FEARERERE MR, Aimdrih, 25 0.45 pm f—K
PEAE Sk peds, dug)E, RIRER%.

FE L ZAEF AN & &2 B K BRI, AR B, SR ]
RE DA Ay A TR R, AR o X AT DA RS s/ bR B 3 A R i ) 7
2o BRI LR AT REVE AEAR IEVE I A

6.3 1N

TR A G T LA 5 PR AR LBk 5 SRR I i 220 SEIE DY,
DEBORIRGE, LeMEVEH v, 2t RAF, JHEMEINCRLE 95~105 %18, AHXHR
22 /N T 2 %, SE4 ] DU 2 A7 17 K
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HLESRE

KA RN E A R e S B ITE, ARG € kML, #AEfR R,
bl G g i R WAL 2 WV e 8L SRS AN TP VS Al i i R WAL ]
248, AT A BUE oA 0t 22 A A R A 25K o 127 EZe T I 98, 72 0~5 %(m/m)
MG N R PE R R RAT, [FIERTE 95~105 %2 18], AHXTFREIRZE /N T 2 %, ReisfE
TR I REE, I HE ERRATEAE 0.01 % (m/m), 5845 1] L AL SEFRAE
MK

WA T, HEAOKEA TS A RRA Ty, XSEANEA T, #H
TEME o AEGETTEAE 5y i LI 7 VR g SR S T AR ST 9 (4 7 32K R
PRI ERECE, P — R E R o S SR, 1598 1 0Bt Ie], nT DA R DRI 1
NAE PR B IR T RS YR . SRR, FEAEFE T IR EEVE IR AR
95~105 %2 1], FHXAREIRZE /N T 2 %, BEBEHH i A i dl i 75 5K

K OB B 3 IR L B B AR T ATAEAGER, R TR
R FH VR €l U 114 o L o 3 FLS@ I — IR o sk T AU s PR, AN R R PR
MR I, SAMOENEMELE, R At E k. 2 RE, PR
LR MEJE BN 0~30 mg/kg, € EIR AL F] 0.1 mg/kg, LS ZMETEREIN 0~80 mg/kg,
E PR ATIEE] 0.5 mg/kg, PIRERIZNEIE DY 0~80 mg/kg, & & RATIAH] 0.5 mg/kg.
TERMEVE RN, EISCRIGAE 95~105 %2 [A], FHXSFRAEMRZ /N T 2 %, HIERER S,
SRTPE, AT DL SRR S A e E R AR S

EAEBREMIRET A L hE, T RN R TIERRIRE . (ER BT RS
AW TR ERIL, PrURMESE 208, T8 AN RESS H A A SRR R
J& o B ARSI I IR A SR Gl e A 8 LRI TR s SRR T, K
RIRA PR, DMRAGE AR, SCl 1T al M08, Mo 1 Eab xR .
PRI AT DA AR e B AR S A ) SR MR R A R, R A E A . B I0AIE,
T IFAEE 7 P R BV A, [RISCRAE 95~105 %2 [], AR ARiEfR 22/ T 2 %,
A UL T B R A

R R E LRl T2, A3 E LR NI T KB 2K iy
ANFT G A 2R (RIR L —, A T ER O, AT sl
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R X SRR ), AR TS HP R AT, S L — A S R HE A Y
TR IR LI5e K T (%% S8 BE o o A SCHIE I A3 A oM Y OM e 92 5E
R LBOKER PSS B AJTE, KRAARREOR, rTBLGERI R 2, — 2~
B, =B RS E. @l seieibm], worAE S, ARV %,
IR A, 27 1K) RSD ¥1/hT 2%, 584 Al A 2 2857 B 75K

B AR L e 2B ARl B SE S RN, BRATTRT BATH L B FRAR A, 15 HEFEAEAT
P ETE  TUR SO R L AE R E R, XSS TR — e R R S (R
BORTEAT A (138 S AR R BRI R R o AR SR BT e A R e E
P EMBAR PRI T, AU & T B ERAEZ A = T2 E UM, R
A IRR It 0] . 25 R BIMAE Ze 287 L2 AW 25 AN il W BRI r 8 %
J&, T RO DREBR 2 BN R TSR e A 7 A R A A o A R R S
T T o
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Mit— BRAEIAIER

W 247 1] FEL AR HHL A4 RR
EO Ethylene Oxide WH ok
GC Gas Chromatography AR EEE
HPLC High-Performance Liquid Chromatography S Sl TEREN S
LOQ Limit Of Quantitation JE =R
FID Flame Ionization Detector KIGES ARl %
TCD Thermal Conductivity Detector A
IPA 2-Propanol FE NI
PNBA p- Nitrobenzyloxyamine Hydrochloride A-THFE IR L Eh R 2
FA Formaldehyde FR i
ACH Acetaldehyde N
PA Propionaldehyde PRz
MEG Monoethylene Glycol B
DEG Diethylene Glycol AR
TEG Triethylene Glycol =
TTEG Tetraethylene Glycol 2 %
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MisR— | AR R

‘’E/C S JE/KPa P B Ikg/L PENDI(Kg-K)  HF/W/(m-K)
—40 8.35 0.9488 1878 0.20
-20 25.73 0.9232 1912 0.18

0 65.82 0.8969 1954 0.16
20 145.8 0.8697 2008 0.15
40 288.4 0.8413 2092 0.14
60 521.2 0.8108 2247 0.14
80 875.4 0.7794 2426 0.14
100 1385.4 0.7443 2782 0.13
120 2088 0.7052 3293 N/A
140 3020 0.6609 4225 N/A
160 4224 0.608 N/A N/A
180 5741 0.533 N/A N/A

195.8 7191 N/A N/A N/A
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MR= HE I EE TN~ m

L

£ % (ethylene glycol)/& B AL T LA JFURE, 32 2 H] 1A 7 SR ER AT 4 (U
20 AMEFRBEM AR AFE TR MR, 3w AR B ER R DL A B T A
5. ROk 40y, RN A kR EENMA, HRELSHA N
PR 0%, H AT R BOR EEA R LI AREAOKR S5 SR Lk
ALK EIE . BRIR ORI & RTE5% .

KRB

Bk e EE AR S FRIEEER, B E RS H IR SR T 5K
AT, BTHROKRNSE KA, TNETHRT. 9188057
FA AT

SEBEAE D i 701 2 T R 0 B AT 1 203 (R M AR R T v P79 R XU P
FE R o RErh, JEAGTTTT LG 2 JulE . TSR . B R aa R AN ]
LREGTTAMARE, ATER I — R RG] AFRTERER = TR EW.
AW B I A L AlE (ABO) J AR &8 73R s Vi) o FH B KB — b, A2 Hh
ek BE AR SR L BE e VEEAL A AE T BONCI A5, LTI S, SR
PATIIEANEE o

By A LHlE (APE) 2l bty A A L bl O RN R &
175, APE ££ i i /0 AL AL Ty i BAT i A ol BORIAE RS, Tz R 247k
1B APE 7£ B RBE R R rh 27 A 2k Wy L JE 5k Z AL W) SR N AR, 1K
LY B A MERERETE, ST IAEYNAE RS, ITF R bt By KA 4
Kl 118 PSS T AN RILE , A TF R AN FH B2 21 1 PR o

AR IR SRR LAk, SOPRIE 4 I HE IR IR, IX S IE BAT R AR
P TEAMFALYE, AT RARLR R K et B H AR T LA
MEgALIE . LR AU, (BSR4, SRR SR L e 4 B R v
S L EAE R TR N R R 22 A BEAT s BR AR AR A LR, AL R sy
B, BRI EEERZE, B Sk,
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MIEWTER G H &, & QAT DU IR IR R A 5 lE (AED. Bl
RO O T (AEO). RITIE W s 58 54k (EEME 50 MEE) I D7 B 5%
A OIHBERIR . (AES) SRMENETER . MAF SHE LB AT 15 27 R4
CIRAER T RIVEYER], AR5 5 SR vl & R S TR IEE R M AR ST
A IR AT B R O TR 5 R G ZE AT A5 B BH 2 TR S Mo

LI

LEENE e — OlEE (MEA). — 41 (DEA). = 4% (TEA) HIEFR.
HAT, CEERR T AEF=# A LSRN, UACHHEATR], &It
e 3 A PR YOE TR R R S IR ORI R L, R e
Kb AT MEA (0277, 385K MEA B¢ DEA {630 31 [ b g 5 & e A e —
AN BT 5 0 IOV AT $E R DEA 8L TEA & &

BRI g, Horh— QR RE 2 ZE AR BRER, 9143 ENGtE ),
U, EABREGR], wh SR, A, AR 2 ek, B
PERWSOR R TP R ME AR BE T . — O F B R =R (2R iR
WAL S TGR, ARE RIS, PR, BOSE. IR
ST IR IS ISR FLAR, B AR, 3B w] T KL ] SR
IR A o

= OPEREEERER NG TER, vRER, RoEsl, FA, S,
0 R AN T P2y 1 K71 2 719 T PN - il BTES o P

CBERETE T DX T B AR SR [ L PR SR X . LR i BT
RITETER . BRG] AP, SR, Fi9SE N 0. AR = 5
CERFREMENRE IR T TR, (HRAM . TR EGREALIM, R X g
Bk B R EXN — CRFENEAE SR HEAAHA Ab 377 1H A M = Sl A 235 77
LR AL 5 T TR RN, A EOn CRERE N F R 5mE . Fi4h, IS Z8F
R sREN TR, LB I A T R E DV 6% M K. AR
AR 7 U R SR IG I, — SRR 0 R SR B e — AR = 2
WL o

L EEBRIEY)
LR SR R O EEATAEY), RO L TR, 2
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BEOBE. O TRE R, 4ROk, O TR, =24
BEHIE . = "W OmE. =24 70 TR, BT 2 EERER T A S A IR AN
Fodk, BAMAMTERE, #0 ZHEER. BEURBHBT KGR A ZE R 2
ARSE. AT 50% LA E 1 2 RS AR & b Dok f2 o (s, Herp A
LTI R BRI T oK E K

T EERESRII AR NP i, £ T PR R AR T SRR TR 4 T
O RHURBHITRA NG £ I L1 S O IR IE BRI ORI PRI 0B
MR B RER) TV, BT R B M BOR RS v 4 i TR 4
FRERAE/K TP B R 0B, Bl 2 B Tk GRop

Tk b, 2 ERBESRR AR — e A SR S A B e K ISR (A Y
CWE TREEE) VAR, Frh JFURME T DGR AR AR . S BRI EAFE we i
JE N AT AR SN, TR IR AN 0 R AR AR E A kAT, 240
RS b A 77 L #GR AR AL TR R AT AR SR AL TS S B i AR AR
SR, AT RTRE I AR EACTIAN 2 AR, AR AT IR B () 22
St AL AR A TR R PR A R A M)

—HH

— HEZ(Diethylene glycol)(Diglycol) X PR £ Bk El — £ — WK, 73T 45t
30 HO-CH>-CH,-O-CH>-CH,-OH, 7313 C4H1903, 70T 106.12, BA L.
TR EY S BB TERR AR, & FBIAR, O, K5 . W 245
C, #A55-6.5C, %M £H-10.45C, NS 123.9, JrHF% 1.4472, FHXTEE 1.1184,
Kl 030, S¥ET/K. B HE. L. 2 B e mmaEn, tsrm
5 ML BT RAE A S IER RIREBKFER . R s A
B i3 mildigfl, Asml BB, DUAHRRAT ez . MR Wl Ie AER A
MRSV, WAERIZEW. RgayLEE i B Ay, ] T RS
e, IR RS e H AR S TR AR BV )

THEE AT T R AR R BR R BRI, e H AT R P EE A
MAsEvERE. BRIk, DA HEENERE, Rl BR. BR. I%. S22 R
Wb, G TR R U K AT, 1,4- k(L 4- IR O, S HEER W)
Mk, —HEEERSS (B RIS SE, B B TR Bk R
Gigl. R ORERL SIZSATE, Hg T
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B,

FAIEEE (choline chloride), FF &R =F IR LA, 20 e 50 4F
AR 32 N T B2 24 AV M RHAS ) o

FUAT, )% S IEBRR 59k 2 3 M, — 2B SR % UL G K=
i Eh R #h 5 SR e 3 B B EE 1 1.02 (1 Bl il i S Ri 2%, 76 50~
70°C N RL 1~1.5h, LRNESLSI Y, S & AT RIF A g . Rk =

WS SRR S, FRE AR b, SRR HUER AT, <4 il AL BE
CA_E AR 80 AR R S b e RE, IONE TR SOVER S R . AR
3 FONER M= S R ORI, SN PR I TEH LI Eca HL A o i
TR, AR TEH LIRS 2 51 EE R S NL, I HUI 2 25 Ja SR 1K 70 B SRty KA
fif

M)

"k (morpholine, C4HoNO) N ARMSMEMR, 1 4-A A COht. SR A
B, fe S5 HR RN A RS, SHVIRRNAE SR B, 7T #EAT e
IR, BT SHE b B RV BT Willgerodt W . BB il £ 22 Fhik,
T B R A, L N R AR PRI B, iR AR A, kAN ]
T PR SRR e R ERGIAIGR. BEE . giZN. AR
FICA S & iR PR e &5 A M IR R B8 . YR RIEYER. KRE . Gk
PEHCIE AR ETEE.

HAT, A& Pk iEa 2, R OBHEEA I A Ll LR L E ) T il
P, AR ERAS R AP TR A I R O R A . A =
WML ZR OB AL ZHEERER KL . Z CRERZ R i K%
RE R BEE AL IS . = O I RRESE .

LI F

LA (ethephon), W2 FON 2-ROFLBERR, FAT (LS E IR IE I3
oy T TEREAL . R AR AR MM ROR SESEE L, IR AR A
i, JZMH T B AR BRI MR S A R ) A AR T 7

=R CEREFIRRE (THEIC)
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=$ 2 7 R B2 B (1,3,5-Tris(2-hydroxyethyl)cyanuric acid) ¥ 4 %% 7
(THEIC), 52, FRKF. pi bk ST A Rl , 5 = JoHR IR B AT AR il = 4k
SEMMERES . R OERFURRES 2R H THEE. Wk B8R, K
I EARF . R AT .

HoAth

¥2 A YR F ( Hydroxyethyl cellulose) &% HEC, H/KIEWAES KZH0UK
VEVEIR AR R IRV, S B 2 B 25 S AR BITE M 35011 = b v
W TS RTRAA RS KIEYER IR B, SWI. JER . PVA SEEHEE

MR 4N B R, 5. 286 I, #a. B, R
PRI AR B ORA BAR AO A PS44I, fEH 2 B H A . @5, 3kt
R IR BEVE G ARl B R Tl 4.

b ¥ 2 2T 2 2R H B 2T 2 2RI A £ b B SR £ I 22 T A S o A
&, B LR SRR PR, AR AL P AR, 77 e o B
s 2 H RN e iz AT i

ojn

;T

MR C e i A BB R PTAS BE IR OB E . BRBEESE b 2,27 -BRAX
WOEE (R OHERD, BRREACTHE, w il ke S SN H7,
FE e R VAR, TR R BRI AN AR, T N T A A L AR R B
EJERMAC B Rt AL s 70 T AR U S . A ™ R Lk
RT3 HIJERL.

W LJe S TR 5k S N R] A AR ke, I LbE A2 VE 2 B liE S
LR R BREE AR & AR A SR BRI 2 rhalA . JRAH 2457 i
BE BRRASINIE

1,3-TN =l (FEFR 1,3-PDO) 242 TR K RN i (PTT) BEZJH
Bl AT G BRIG IR Beikils BB, FUALAIERE, ARl il i P pe
0 PTT £74E, BEEA R K HIRA s (PET) HItERE, NEAGRER
TP g f TS g, FEHDEE . TRREERL . HRESTHURI SRS B2 N
9 B AT BR A AT 4T R AR

1A4- W8, fE— A PEREDL R N2 A HLIE R, 2 SRR & AT
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BESER A, KEM 1,4- W8GR NU S S — F 5 ROk E I
RIVEF, BT A A2 1,4- B HE I BR EAZ JFURE AN TR AT 20 A SR L e i
LR HRRE =M, Hih 4 TR R L e m B T, R
FE MR L Ie 7 R TR R

-72 -



CRERARAEIN A Lbe Tolk A7 v g R H

B 5

FEMR SO bR, B e ZR RN R ITVE S e Bd% . a2 AR TN 1,
A, ARRXNEELES, &7 T RIRKKBRNFED . N&ITiE
WP JFR SRR S, B - RIEE, a2 EuE © KRR,
LA MO TE T, i IR 183,

FE I ER R By R S I o RS2 T, R e X 18
B SER TV BAR LR L.

FRIE L RGHAL T 22 e BT RN 2 AT o i BEVEUA R KN T 2200, R A
ATTHE T M RAR 27 ST IRD X B 0 28 L SR K g 3 By, i SR Al ATT, AT RE
MR 58 Sl o

RIS, e Z R AR 7, A TR TR S R h 45 BAR 2
A H g, Rt TIRZH MR .

e, BEEAR S I S 2% SCRR ISR, R BATIX A H )
WEFCRER, BATCVETE AT 13

JUERAN T VPR IMAE ORI, SO SRIE A AR ZAL, R RIS &L
AN R =2 Re 4 T HEVEANSS I !
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BURFAHE L RNFRILTEHF

[1] Zookk. KA SAHEEN E KK R AV &SR RS54 (AR
FRD, 2015, 36 (12), T 2. 67-69.
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= P

z: el ol

A NS W i A2 AR SO A NAE TR 3 R ZEAT BT 78 AR A A R AT
FORMA . RIRFAL BR 1 SCRREAIN CARRIE N0 o i 2 (R N 2w BLAR, 3
FAMEHMA DR REEET LW SR, BAEEARNCH T H A AL
FE AR SCBRR o 5 — [F) A A [R) 36 5% AT S8 BT A A A D ik ey L AE 18 S
R T R B T RS TR

HE AR SO BRI A AR Z AL, RN — IR 5 T

N NS H . 2016 5 H 28 H

KT 1 STAE F A 1 BH

RENLR SR 64 T MRS SRR A AR A SCIRE,
A BUR R 17 B A <30 T TSR 16 58 18 SC I B ENPE RS, SR VA8 SO 2 )
RG] o A NIZA AL AT ARG 227 18 SC I A0 B 43 N 25 i N AT S50 J2E i3k 47
Krg, ATRLRARCEL. FRENEEHE S E | FBARAT . 1L ANEK
Ji R 3R BT FH A6 18 S B 51208 SCE BEAH ORI 2 AR SRR, & 4 BT AT
RN SR RS (BRI AR SR AR 2 58 F AR BLTD)

PNE AT

"% o, 1 FREREHTAFEH,

MRS,

(B 7ELL ETHEPFT“\")

NN H 3. 2016 £ 5 H 28 H

siss. ki 31 2016 4% 5 H 28 H
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